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INTRODUCTION 

F 

The purpose of this study is to perform analysis for perfluorooctanoic acid 
(PFOA) in water, soil, sediment, fish, clams, vegetation, small mammal livers 
and small mammal serum using LC/MS/MS for the 3M Decatur Monitoring 
Program. 

F F 

The study will be audited for compliance with EPA TSCA Good Laboratory 
Practice Standards 40 CFR 792 by the Quality Assurance Unit of Exygen 
Research. 

TEST MATERIAL 

The test material is perfluorooctanoic acid (PFOA) and was purchased from 
Sigma-Aldrich. 

PFOA 
Chemical Name: Perfluorooctanoic acid 
Molecular Weight: 414 
Lot Number: 23 1 16HB 
Purity: 97.64% 
Transitions Monitored: 413 + 369 (for quantification) and 

Structure: 
413 -+ 219 (for confirmation) 

SURROGATE FIELD SPIKE COMPOUND 

The surrogate field spiking compound is I3C labeled perfluorooctanoic acid 
(:I3C PFOA) and was purchased by 3M from Perkin-Elmer Life and Analytical 
Sciences. 

I3C PFOA 
Chemical Name: 1,2- 13C perfluorooctanoic acid 
Molecular Weight: 416 
Lot Number: 3507-195 

Transition Monitored: 415 -+ 370 
Purity: 97% 

Page 5 of 65 O O ! - O  
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OBJECTIVE 

The purpose of this study is to perform analysis for perfluorooctanoic acid 
(PFOA) in water, soil, sediment, fish, clams, vegetation, small mammal livers 
and small mammal serum for the 3M Decatur Monitoring Program using the 
current versions of the following Exygen analytical methods: 

VOOOl780: “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Water by LC/MS/MS” 

YO00178 1 : “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Soil by LC/MS/MS” 

VOOOl782: “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Sediment by LC/MS/MS” 

YO001 783: “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Fish and Clams by LC/MS/MS” 

YO00 1784: “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Vegetation by LC/MS/MS” 

V0001785: “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Small Mammal Liver by LC/MS/MS” 

VOOOl786: “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Small Mammal Serum by LC/MS/MS” 

TESTING FACILITY 

Exygen Research 
3058 Research Drive 
State College, PA 16801 

. Phone: (814) 272-1039 

STUDY DIRECTOR 

Jaisimha Kesari P.E., DEE 
\Neston Solutions, Inc. 
1400 Weston Way 
West Chester, PA 19380 
Phone: (610) 701-3761 

j .kesari@westonsolutions.com 
Fax: (610) 701-7401 

Page 6 of 6.5 
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&) SPONSOR REPRESENTATIVE 

Michael A. Santoro 
3M Company 
Director of Regulatory Affairs 
3M Building 0236-01-B-10 
St. Paul, MN 55144 
Phone: (65 1) 733-6374 

PRINCIPAL INVESTIGATOR 

, John M. Flaherty 
Exygen Research 
3058 Research Drive 
State College, PA 16801 
Phone: (814) 272-1039 
j o h .  flaherty@ex ygen. com 

PROPOSED EXPERIMENTAL START ANDTERMINATION 
DATES w 

It is proposed that the analytical portion of this study be conducted from 
October 01, 2004 to December 31, 2005. The-actual experimental start and 
termination dates will be included in the final report. 

IDENTIFICATION AND JUSTIFICATION OF THE TEST SYSTEM 

The following are the test systems for this study: 
Water (groundwater and surface water) 
Soil 
Sediment 
Fish . Clams 
Vegetation 
Small Mammal Liver 
Small Mammal Serum 

The samples will be collected by Weston Solutions. The control samples will 
be purchased and prepared by the testing facility. Purchase and processing 
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details for the control samples will be included in the final report associated 
with this study. 

The test systems were chosen to access the environmental impact of PFOA in 
the Decatur, Alabama area. 

SAMPLE PROCUREMENT, RE T AND RETENTION 

Water, soil, sediment, fish, clam, vegetation, small mammal liver and small 
mammal serum samples will be received at Exygen directly from Weston 
Solutions. The details of sample procurement for this study are outlined in the 
3M work plan entitled “Phase 2 Work Plan for Sampling Environmental 
Media.” The number and types of samples collected will vary depending 
wailability in the field. The total number of samples received and analyzed 
for each matrix will be documented in the final report associated with this 
study. 

Water, soil, and sediment samples will be used as received without further 
processing at Exygen. These samples will be stored rehgerated at 2OC-8OC. 
Fish, clam, vegetation and small mammal .liyer samples will be processed 
according to the appropriate analytical method (see Appendix I). These 
samples will be stored frozen at I -10°C. Small mammal whole blood 
samples will be centrifuged in the field at the time of collection and the serum 
fraction will be used for the study. Small mammal serum will be stored 
lkozen at I -1 0°C. 

The receipt and processing of the samples will be documented in the final 
report and raw data associated with the study. - 

SAMPLk IDENTIFICATION 

I?rior to analysis, each sample will be assigned a laboratory sample reference 
number. The reference number will be unique and will distinguish each 
laboratory sample that is processed throughout the analytical procedure. 
Chromatographic data will be identified by the laboratory sample reference 
number. 

Sample storage conditions and locations will be documented throughout the 
study. 

Page 8 of 65 0 0 . 3  
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w‘r 
ANALYTICAL PROCEDURE SUMMARY 

References: 
YO00 1780: “Method of Analysis for the Determination of Perfluorooctanoic 

Acid (PFOA) in Water by LC/MS/MS” 
VOOOl78 1: “Method of Analysis for the Determination of Perfluorooctanoic 

Acid (PFOA) in Soil by LC/MS/MS” 
VOOO 1782: “Method of Analysis for the Determination of Perfluorooctanoic 

Acid (PFOA) in Sediment by LC/MS/MS” 
V0001783: “Method of Analysis for the Determination of Perfluorooctanoic 

Acid (PFOA) in Fish and Clams by LC/MS/MS” 
V0001784: “Method of Analysis for the Determination of Perfluorooctanoic 

Acid (PFOA) in Vegetation by LC/MS/MS” 
V0001785: “Method of Analysis for the Determination of Perfluorooctanoic 

Acid (PFOA) in Small Mammal Liver by LC/MS/MS” 
VOOOl786: “Method of Analysis for the Determination of Perfluorooctanoic 

Acid (PFOA) in Small Mammal Serum by LC/MS/MS” 

The above methods use analytical conditions capable of separating the 
isomers of PFOA. The final report will include the isomers summed into total 
PFOA found. 

VERIFICIATION OF ANALYTICAL PROCEDURE 

A laboratory control sample will be used for the preparation of fortified 
control-samples. The test substance will be made into solutions as per the 
method, and added to the matrices via a micropipette. 

For water sampling, Exygen will supply one bottle per sample collected. The 
bottles will be 500 mL precleaned Sci/Spec Premier wide mouth HDPE 
bottles. These bottles have been routinely used for PFOA sample collection at 
the testing facility and have been shown to be free of PFOA. All containers 
used for water sample collection will be shipped to the sample location 
containing 100 ng of I3C PFOA (equivalent to 500 ng/L in the final sample). 
Samples will be added to each container to a volumetric fill line at 200 mL. A 
field duplicate, a low field spike and a high field spike of each sample will be 
collected. The low and high field spikes will contain PFOA as well as 
perfluorobut anesul fonat e (PFB S) , per fluorohexanesul fonat e (PFH S) , and 
perfluorooctanesulfonate (PFOS). These compounds are included in the 
solutions used to spike the samples. The results for PFBS, PFHS and PFOS 
will not be reported in this study. Exygen will supply one field blank (control 
water) and two field blank spikes (control water fortified with PFOA at a low 

Page 9 o j 6 j  8 0 1 3  
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- Water 

and high level) for every twenty samples collected. At the testing facility, 
each water sample (excluding field duplicates and field spikes) will be 
extracted in duplicate and will also be fortified at a low and high 
concentration with PFOA and processed through the described procedure to 
determine method accuracy and to check for bias. 

Spiking Level Spiking Level Spiking Level 
500 ng/L 5000 ng/L 500 ng/L 

For soil, sediment, clams, and vegetation, Exygen will supply one 500 mL 
precleaned Sci/Spec Premier wide mouth HDPE bottle per sample collected or 
a zip-seal bag. All containershags used for sample collection will be shipped 
to the sample location. Samples will be added to each container or bag in the 
field. At the testing facility, each sample will be extracted in duplicate and 
will also be fortified at a known concentration with PFOA at both a low and 
high level and processed through the described procedure to determine 
method accuracy and to check for bias. I3C-PFOA will also be added to each 
sample in the laboratory prior to extraction at the level specified below. 

For small mammal liver, Exygen will supply a 50 mL polypropylene 
centrifuge tube. For small mammal serum, Exygen will supply a collection kit 
for each sample containing serum separator tubes (red top), vacutainers, 
needle holders and needles, transfer pipettes, and polypropylene tubes. At the 
testing facility, each liver and serum sample will be extracted in duplicate and 
will also be fortified at a known concentration with PFOA at both a low and 
high level and processed through the described procedure to determine 
method accuracy and to check for bias. 13C-PFOA will also be added to each 
sample in the laboratory prior to extraction at the level specified below. 

Low and hi& wikine; levels for each matrix are defined below: 
I Matrix I LowPFOA I HighPFOA I "C-PFOA I 

Recoveries are anticipated to be between 70% and 130% of the fortified 
levels; however, the exact precision and accuracy will be determined by the 
analysis of the quality control samples described above. A statement of 
accuracy will be included in the final report. 

Prior to sample analysis, a laboratory control spike study will be conducted in 
water to justify the use of 13C PFOA results to establish precision and 
iiccuracy of PFOA samples. The following samples are to be prepared: 

0 0 1 5  Poge 10 oj65 
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0 Two control water blanks 
0 Two control water samples fortified at 250 ng/L with 13C PFOA 
0 Two control water samples fortified at 250 ng/L with I3C PFOA and at 

250 ng/L with PFOA. 
Two control water samples fortified at 5000 ng/L with I3C PFOA and 
at 5000 ng/L with PFOA. 

The above samples are to be extracted and analyzed according to method 
V0001780 entitled “Method of Analysis for the Determination of 
Perfluorooctanoic Acid (PFOA) in Water by LC/MS/MS.” 

METHOD FOR CONTROL OF BIAS 

Control of bias will be addressed by taking representative sub-samples fi-om a 
homogeneous mixture of each matrix fiom untreated control samples, and by 
analyzing at least two levels of fortifications. 

STATISTICAL METHODS 

Statistics will be limited to those specified in the subject methods and to the 
calculation of average recoveries, as applicable. u 

GLP STA.TEMENT 

All aspects of this study shall be performed and reported in Compliance with 
EPA TSCA Good Laboratory Practice Standards 40 CFR 792. The final 
report or data package (supplied to the Sponsor) shall contain a statement that 
the study was conducted in compliance with current and applicable GLP 
standards and will outline any deviations in the study fi-om those standards. 
This statement will be signed by the Study Director and Sponsor 
Representative. 

REPORT 

A final report will be prepared by the principal investigator or their designee 
at the conclusion of the study. The report will include, but will not be limited 
to, the following: 

0 0 1 6  Page 1 I of 65 
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a The name and address of the Study Director, Sponsor Representative, and 
of the testing facility. 

a A statement of GLP compliance (any related documentation, such as 
chain-of-custody records, must be in the study records). 

0 The signed and dated statement by the Exygen Research Quality 
Assurance Unit regarding dates of study inspections and dates findings 
were reported to the Study Director and Management. 

A description of the exact analytical conditions employed in the study. If 
the subject method was followed exactly, it is necessary to include only a 
copy of the analytical method. Any modifications to this method will be 
incorporated into the report. If the method is photo-reduced, the project 
number and page number must be included on each page. 

Description of the instrumentation used and operating conditions. 

0 All results from all sets analyzed. Control and fortified samples will be 
identified and the data table will include sample number and fortification 
level. 

Representative chromatograms for each analyte in each matrix, including 
chromatograms of a standard and a control sample, and a chromatogram at 
a fortification level. The location of the analyte peaks will be clearly 
identified in all chromatograms. 

All circumstances that may have affected the quality or integrity of the 
data will be documented in the report. 

a Locations where raw data and the final report are to be archived. 

a Additions or corrections to the final report shall be in the form of an 
amendment signed by the Study Director. The amendment shall clearly 
identify that part of the report that is being altered and the reasons for the 
alterations. The amendment will be signed and dated by the Study 
Director and the Sponsor Representative. 

SAFETY AND HEALTH 

Laboratory personnel will practice good sanitation and health habits. 

a Every reasonable precaution shall be taken to prevent inadvertent 
exposure of personnel and the environment to the test or reference 
substance( s). 

8 0 1 7  Page 12 of 4S 
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AMENDMENTS TO PROTOCOL 

All significant changes to the analytical protocol outlined here will be 
expressed in writing, signed and dated by the Study Director and Sponsor 
Representative. Amendments usually will be issued prior to initiation of study 
plan change. However, when a change is required without sufficient time for 
the issue of a written amendment, that change may be effected verbally with 
supporting documentation signed and dated by the Study Director and 
followed with a written amendment as soon as possible. In this case, the 
effective date of the written amendment will be the date of the documented 
change. Copies of the signed amendments will be appended to all distributed 
study plan copies. The original amendment will be maintained with the 
original study plan. Any deviations from the study plan or from the analytical 
method as provided will be documented and reported promptly to the Sponsor 
Representative. 

, 

DATA RECORDKEEPING 

Records to be maintained include the following (as appropriate): 

0 

0 

0 

Sample tracking sheet@) 
Sample receipt records, storage history, and chains of custody 
History and preparation of standards (stock, fortification, calibration) 
Description of any modifications to the method 
Instrument run sheets, bench-sheets or logs 
Analytical data tables 
All chromatographic and instrumental conditions 
Sample extraction and.analysis dates 
A complete listing of study personnel, signatures and initials 
Chronological presentation of all study correspondence 
Any other documentation necessary for the reconstruction of the study 

Chromatograms- All chromatograms will contain the following: 

0 Sample identification, injection date, arrow or other indication of the area 
of interest, and injection number corresponding to the run. 

0 Additionally, fortifications will include the amount of analyte added and 
the sample number of the sample that was fortified. 

concentration (e.g., pg/mL). 
0 Analytical standard chromatograms will additionally include the 

Page I3 of 6.5 0 0 2 8  
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As part of the documentation the following sheets will be included in each 
analytical set: a run sheet listing the samples to be run in the set, and an 
instrument conditions sheet describing the instrument type and operating 
conditions. 

e All applicable requirements for reporting of study results as per 40 CFR 
792.185. 

QUALITY ASSURANCE 

‘The QA Unit of Exygen Research will inspect the study at intervals adequate 
to assure compliance with GLP’s, and will report the findings of audits to the 
Study Director, Exygen Management, and the Sponsor Representative. 

RETENTION OF DATA AND ARCHIVING 

All hard copy raw data, including, but not limited to, the original 
chromatograms, worksheets, correspondence, and results shall be included 
with the data package submitted to the Study Director. These will be archived 
with the original study plan, amendments, final report, and all pertinent 
information from the Sponsor. 

The testing facility shall keep all electronic raw data and any instrument, 
equipment, and storage logs for the period of time specified in 40 CFR 
792.195. An exact copy of the materials submitted to the study director will 
also be kept at Exygen Research. 

Exygen will obtain permission from the study director before discarding or 
returning samples. 

Page 14 of 65 
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APPENDIX I 

ANALYTICAL METHODS 

V0001780: “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Water by LCNSIMS” 

YO001781 : “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Soil by LCIMSIMS” 

VOOOl782: “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Sediment by LCMSIMS” 

VOOOl 783: “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Fish and Clams by LCIMSNS” 

YO00 1784: “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Vegetation by LCIMSNS” 

VOOOl 785: “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Small Mammal Liver by LC/MS/MS” 

VOOOl786: “Method of Analysis for the Determination of Perfluorooctanoic 
Acid (PFOA) in Small Mammal Serum by LCMSMS” 

Page 15 of 65 0 0 2 0  
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ANALYTICAL METHOD 
Method Number: VOOOl780 

Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Water 
by LClMSNS 

Analytical Testing Facility: Exygen Research 
3058 Research Drive 
State College, PA 16801 

Approved By: 

Paul Connolly I 
Technical Leader, LC-MS, Exygen Research 

' Vice Preside& Operations, Exygen Research!". 

L Date 

Total Pages: 7 
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Exygen Research Method Numbcr V0001780 

I J  ANALYTICAL METHOD I 
Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Water by 

LCIMSIMS 

w’ 

1 .o 

2.0 

3.0 

4.0 

5.0 

Scope 

This method is to be employed for the isolation and quantitation of perfluorooctanoic 
acid by High Performance Liquid Chromatography coupled to a tandem Mass 
Spectrometric Detector (LCIMSIMS) in water. 

Safety 

2.1 
2.2 

Always observe safe laboratory practices. 
Consult the appropriate MSDS before handling any chemical for proper safety 
precautions. 

Sample Requirement 

3.1 
3.2 
3.3 

3.4 
3.5 

3.6 

At least 40 mL of test sample for extraction. 
No sample processing is needed for water samples. 
Samples stored refrigerated should be allowed to equilibrate to room 
temperature. 
All samples must be thoroughly mixed before being sampled for extraction. 
Any samples containing particles should be centrifuged at -3000 rpm for -5 
minutes and the supernatant used for the extraction. 
Sample collection procedures will be specified in the sampling plan for this 
project. 

. (1 

Reagents and Standards 

4.1 Water - HPLC grade 
4.2 Methanol - HPLC grade 
4.3 
4.4 Perfluorooctanoic Acid - Sigma-Aldrich 

Ammonium Acetate - A.C.S. Reagent Grade 

Instrument and Equipment 

5.1 

5.2 
5.3 
5.4 
5.5 
5.6 
5.7 
5.8 
5.9 
5.10 
5.1 1 

A high performance liquid chromatograph capable of pumping up to 2 
solvents equipped with a variable volume injector capable of injecting 5-200 
pL connected to a tandem Mass Spectrometer (LCIMSIMS). 
A device to collect raw data for peak integration and quantitation. 
Analytical balance capable of reading to 0.00001 g. 
50 mL disposable polypropylene centrifuge tubes. 
15 mL disposable polypropylene centrifige tubes. 
Disposable micropipets (50-100uL, 100-2OOuL). 
125-mL LDPE narrow-mouth bottles. 
2 mL clear HPLC vial kit. 
Disposable pipettes. 
Autopipettes (100-1000 pL and 10-100 pL), with disposable tips. 
Waters Sep Pak Vac 6 cc (lg) tC18 SPE cartridges. 
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5.12 SPE vacuum manifold. 
5.13 Centrifhge capable of spinning 50 mL polypropylene tubes at 3000 rpm. 

6.0 Chromatographic System 

6.1 

6.2 Temperature: 3OoC 
6.3 Mobile Phase (A) : 
6.4 Mobile Phase (B) : Methanol 
6.5 Gradienthgram: 

Analytical Column: Fluophase RP (Keystone Scientific), 2.1 mm x 50 mm, 5p 
(PM: 82505-052130) 

2 mM Ammonium Acetate in Water 

Flow Rate 
Time (min) - % A  (mllmin) 

0.0 65 35 0.3 
1 .o 65 35 0.3 
8.0 25 75 0.3 

20.0 25 75 0.3 
22.5 65 35 0.3 

6.6 Injection Volume: 15 pL (can be increased to as much as 50 pL). 
6.7 Quantitation: Peak Area - external standard calibration curve. 
6.8 RunTme: - 23 minutes. !' 

The above conditions arc intended as a guide and may be changed in order to 
optimize the HPLC system. 

7.0 MSMSSystem 

7.1 Mode: Electrospray Negative MRM mode, monitoring 413 + 369 mlz. 

The above conditions arc intended as a guide and may be changed in order to 
optimize the MSMS system. 

8.0 Preparation of Solutions 
8.1 Mobile Phase 

8.1.1 2 mM ammonium acetate in water is prepared by adding 0.154 g of 
ammonium acetate to 1000 mL of water. 

Alternate volumes may be prepared. 

- __ 
Page 3 ut' 

Page 18 of 65 
0 0 2 3  



Exygen Protocol Number: PO000760 . .  

U 

Exygen Research Method Number VOOO I780 

I! ANALYT1C.U METHOD 
Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Water by 

LCIMSIMS 

1 

9.0 Standard Preparation 

9.1 Standard StocWortification Solution 
9.1.1 Prepare a stock solution of -100 pg/mL of PFOA by weighing 10 mg 

of analytical standard (corrected for purity) and dilute to 100 mL with 
methanol in a 125-mL LDPE bottle. 

9.1.2 A 10 pglmL fortification solution of PFOA is prepared by bringing 10 
mL of the 100 pg/mL solution to a final volume of 100 with methanol 
in a 125 mL LDPE bottle. 
A 1.0 pdmL fortification solution of PFOA is prepared by bringing I O  
mL of the 10 pg/mL solution to a final volume of 100 with methanol i n  
a 125 mL LDPE bottle. 

9.1.4 A 0.1 pglmL fortification solution of PFOA is prepared by bringing 1 IJ 
mL of the 1.0 &mL solution to a final volume of 100 with methanol in 
a 125 mL LDPE bottle. 

9.1.5 A 0.01 pglmL fortification solution of PFOA is prepared by bringing 
10 mL of the 0.1 pg/mL solution to a final volume of 100 with 
methanol in a 125 mL LDPE bottle. 

9.1.6 The stock and fortification solutions are to be stored in a refrigerator at 
approximately 4OC and are stable for a maximum period of 6 months 
from the date of preparation. 

9.1.3 

9.2 Standard Calibration Solutions:~ 

9.2.1 LC/MS/MS calibration standards are prepared in HPLC water. The 
calibration standards are processed through the extraction procedure, 
identical to samples. 

9.2.2 The following is a typical example: additional concentrations may be 
prepared as needed. 

Final 
Concentration Fortification Volume of Concentration of Calibration 
of Fortification Volume Fortified Control Calibration Standard ID 
Solution (ppb) (pL) Sample (d) Standard (ppt)' (example) 

0 0 40 0 XCmddn-0 
10 100 40 25 XCmmddyy- 1 
10 200 40 50 XCmmddyy-2 
10 400 40 100 XCmmddyy-3 
100 100 40 250 XCmmdd yy-4 
100 200 40 500 X C ~ d d n - 5  
100 400 40 1000 XCn~nddyy-6 

* The extracted concentration of the calibration standard is equal to 8x its initial 
' concentration, due to the concentration of the standard during the extraction (SPE). 

XC = extracted calibration standard. 
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9.2.3 

9.2.4 

9.2.5 

10.0 Batch Set Up 

A zero standard solution (reagent blank) must be DreDared with each 
set of standards extracted. 
Store all extracted calibration standards in 15-mL polypropylene tubes 
at 2°C to 6"C, up to two weeks. 
Alternate volumes and concentrations of standards may be prepared as 
needed. 

10.1 Each batch of samples extracted (typically 20 or less) must include at least 
one reagent control (method blank using HPLC water) and two reagent 
controls fortified at' known concentrations (lab control spike) to verify 
procedural recovery for the batch. 
Requirements for field and laboratory duplicates and spikes will be specified 
in the quality assurance plan for this project. 

10.2 

1 1 .O Sample Extraction 

11.1 Measure 40 mL of sample or a portion of sample diluted to 40 mL with water 
into 50 mL. polypropylene centrifuge tubes (fortify as needed, replace lid and 
mix well). 
Condition the Cla SPE cartridges (1 g, 6 mL) by passing 10 mL methanol 
followed by 5 mL of HPLC water'(- 2 drop/sec). Do not let column run dry 
Load sample on conditioned Cra SPE cartridge. Discard eluate. 
Elute with -5 mL 100% methanol. Collect 5 mL of eluate into graduated 
15 mL polypropylene centrihge tubes (final volume = 5 mL). 
Analyze samples using electrospray LC/MS/MS. 

11.2 

11.3 
11.4 

11.5 

12.0 Chromatography 

12.1 

12.2 

12.3 

12.4 

Inject the same amount of each standard, sample and fortified sample into the 
LC/MS/MS system. A calibration standard must precede and follow all 
analyzed samples. 
Standards of PFOA corresponding to at least five or more concentration levels 
must be included in an analytical set. 
An entire set of extracted calibration standards must be included at the 
beginning and at the end of a sample set. Extracted standards must be 
interspersed between every 5-10 samples. As an alternative, an entire set of 
extracted calibration standards may be injected at the beginning of a set 
followed by extracted calibration standards interspersed every 5-1 0 samples 
(to account for a second set of extracted standards). In either case, extracted 
calibration standards must be the first and last injection in a sample set. 
Use linear standard curves for quantitation. Linear standard curves are 
generated for the analyte by linear regression using l/x weighting of peak area 
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versus calibration standard concentration using MassLynx 3.3 (or equivalent) 
software system. 
Sample response should not exceed standard responses. Any samples that 
exceed standard responses should be M a  diluted and reanalyzed. 

12.5 

13.0 Acceptance Criteria 

13.1 Chromatogram must show a peak of a daughter ion at 369 amu from a parent 
of 413 amu. The 413 amu parent corresponds to the PFOA anion, while the 
daughter ion (369 amu) represents the loss of carbon dioxide. 
Method blanks must'not contain PFOA at levels greater than the LOQ. If a 
blank contains PFOA at levels greater than 50 ng/L, then a new blank sample 
must be obtained and the entire set must be re-extracted. 
Recoveries of control spikes and matrix spikes must be between 70-130% of 
their known values. If a control spike falls outside the acceptable limits, the 
entire set of samples should be re-extracted. Any matrix spike outside 70- 
130% should be evaluated by the analyst to determine if re-extraction is 
warranted. 
Any calibration standard found to be a statistical outlier by using the Huge 
Error Test, may be excluded from the calculation of the calibration curve. 
However, the total number .of extracted calibration standards that could be 
excludd must not exceed 20.% of the total number of extracted standards 
injected. 
The correlation coefficient (R) for calibration curves generated must be 
20.992 (R' 20.985). If calibration results fall outside these limits. then 
appropriate steps must be taken to adjust instrument operation, and the 
standards or the relevant set of samples should be reanalyzed. 
Retention times between standards and samples must not driA more than 
f 4 % within an analytical run. Kretention time drift exceeds this limit within 
an analytical run then the set must be reanalyzed. 

13.2 

13.3 

13.4 

13.5 

13.6 

14.0 Calculations 

14.1 Use the following quation to calculate the amount of PFOA found (in ng/L, 
based on peak area) using the standard curve (linear regression parameters) 
generated by the Mass Lynx software program: 

PFOA found (ngL) =(Peak area - intercmt) x DF 
slope 

DF = factor by which the final volume was diluted, if necessary. 
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14.2 For samples fortified with known amounts of PFOA prior to extraction, use 
the following equation to calculate the percent recovery. 

Recovery (%) = 

I total analyte found (n@) - analyte found in control (ngiL)] 
analyte added (n@) 

oo 
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1.0 Scope 

This method is to be employed for the isolation and quantitation of perfluorooctanoic 
acid by High Performance Liquid Chromatography coupled to a tandem Mass 
Spectrometric Detector (LC/MS/MS) in soil. 

2.0 Safety 

2.1 
2.2 

Always observe safe laboratory practices. 
Consult the appropriate MSDS before handling any chemical for proper safety 
precautions. 

3.0 Sample Requirement 

3.1 
3.2 
3.3 

3.4 
3.5 

At least 15 g of test sample for extraction. 
No sample processing is needed for soil samples. 
Samples stored refrigerated should be allowed to equilibrate to room 
temperature. 
All samples must be thoroughly mixed before being sampled for extraction. 
Sample collection procedures will be specified in the sampling plan for this 
project. 

4.0 Reagents and Standards 

4.1 Water - HPLC grade 
4.2 Methanol - HPLC grade 
4.3 
4.4 Perfluorooctanoic Acid - Sigma-Aldtich 

Ammonium Acetate - A.C.S. Reagent Grade 

5.0 Instrument and Equipment 

5.1 A high performance liquid chromatograph capable of pumping up to 2 
solvents equipped with a variable volume injector capable of injecting 5-200 
pL connected to a tandem Mass Spectrometer (LC/MS/MS). 
A device to collect raw data for peak integration and quantitation. 
Analytical balance capable of reading to 0.00001 g. 
50 mL disposable polypropylene centrihge tubes. 
15 mL disposable polypropylene centrifuge tubes. 

5.2 
5.3 
5.4 
5.5 
5.6 
5.7 
5.8 
5.9 
5.10 
5.11 
5.12 
5.13 

Disposablk micropipets (SO: 1 OOuL, 100-2OOuL). 
125-mL LDPE narrow-mouth bottles. 
2 mL clear HPLC vial kit. 
Disposable pipettes. 
Autopipettes (100-1OOO pL and 10-100 pL), with disposable tips. 
Waters Sep Pak Vac 6 cc (lg) tC18 SPE cartridges. 
SPE vacuum manifold. 
Ultrasonic bath. 
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6.0 

7.0 

8.0 

5.14 Wrist-action shaker. 
5.15 

Chromatographic System 

6.1 

6.2 Temperature: 30°C 
6.3 Mobile Phase (A) : 
6.4 Mobile Phase (B) : Methanol 
6.5 GradientProgram: 

Centrihge capable of spinning 50 mL polypropylene tubes at 5000 rpm. 

Analytical Column: Fluophase RF' (Keystone Scientific), 2.1 mm x 50 mm, 5p 
(PM: 82505-052130) 

2 mh4 Ammonium Acetate in Water 

Flow Rate 
Time bin) %A fmUmin) 

0.0 65 35 0.3 
1 .o 65 35 0.3 
8.0 25 75 0.3 

20.0 25 75 0.3 
22.5 65 35 0.3 

6.6 Injection Volume: 15 pL (can be increased to as much as 50 pL). 
6.7 Quantitation: Peak Area - external standard calibration curve. 
6.8 Run Time: - 23 minutes. _I' 

The above conditions are intended as a guide and may be changed in order to 
optimize the HPLC system. 

MSMS System 

7.1 Mode: Electrospray Negative MRM mode, monitoring 413 + 369 m/z for 
PFOA. 

The above conditions are intended as a guide and may be changed in order to 
optimize the MSMS system. 

Preparation of Solutions 

8.1 Mobile Phase 

8.1.1 2 mM ammonium acetate in water is prepared by adding 0.154 g of 
ammonium acetate to 1000 mL of water. 

Alternate volumes may be prepared. 
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9.0 Standard Preparation 

9.1 Standard Stock/Fortification Solution 
9.1.1 

9.1.2 

9.1.3 

9.1.4 

9.1.5 

9.1.6 

Prepare a stock solution of -100 p@mL of PFOA by weighing 10 rng 
of analytical standard (corrected for purity) and dilute to 100 mL with 
methanol in a 125-mL LDPE bottle. 
A 10 p@mL fortification solution of PFOA is prepared by bringing 10 
mL of the 100 p g / d  solution to a final volume of 100 with methanol 
in a 125 mL LDPE bottle. 
A 1 .O pg/mL fortification solution of PFOA is prepared by bringing 10 
mL of the 10 pg/mL solution to a final volume of 100 with methanol in 
a 125 mL LDPE bottle. 
A 0.1 pg/mL fortification solution of PFOA is prepared by bringing 10 
mL of fie 1 .O pg/mL solution to a final volume of 100 with methanol in 
a 125 mL LDPE bottle. 
A 0.01 pg/mL fortification solution of PFOA is prepared by bringing 
10 mL of the 0.1 p@mL solution to a final volume of 100 with 
methanol in a 125 mL LDPE bottle. 
The stock and fortification solutions are to be stored in a refrigerator at 
approximately 4°C and are stable for a maximum period of 6 months 
&om the date of preparation. 

9.2 Standard Calibration Solutio&. 

9.2.1 LC/MS/MS calibration standards are prepared in HPLC water. The 
calibration standards are processed through the extraction procedure, 
identical to samples. 

9.2.2 The following is a typical example: additional concentrations may be 
prepared as needed. 

Final 
Concentration Fortification Volume of Concentration of Calibration 
of Fortification Volume Fortified Control Calibration Standard ID 
Solution (ppb) (jlL) Sample (mL) Standard (ppt)' (example) 

0 0 40 0 XCmmddyy-0 
10 100 40 25 XCmmddyy- 1 
10 200 40 50 XCmmddyy-2 

100 100 40 250 XCmmddyy-4 

100 400 40 1000 XCmmddyy-6 
The extracted concentration of the calibration standard is equal to 8x its initial 
concentration, due to the concentration of the standard during the extraction (SPE). 
XC = extracted calibration standard. 

10 400 40 100 XC-dd~y-3 

100 200 40 500 XCmmddyy-5 

' 
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9.2.3 A zero standard solution (reagent blank) must be Dreuared with each 
set of standards extracted. 

9.2.4 Store all extracted calibration standards in 15-mL polypropylene tubes 
at 2°C to 6"C, up to two weeks. 

9.2.5 Alternate volumes and concentrations of standards may be prepared as 
needed. 

10.0 Batch Set Up 
10.1 Each batch of samples extracted (typically 20 or less) must include at least 

one reagent control (method blank using 5 mL of methanol) and two reagent 
controls fortified at- known concentrations (lab control spike) to verify 
procedural recovery for the batch. 
Requirements for field and laboratory duplicates and spikes will be specified 
in the quality assurance plan for this project. 

10.2 

11 .O Sample Extraction 

11.1 

11.2 
11.3 
11.4 

11.5 
11.6 

11.7 

11.8 

11.9 

Weigh 5 g of sample into 50 mL polypropylene centrifuge tubes (fortify as 
needed, replace lid and mix well). 
Add 5 mL of methanol and shake on a wrist action shaker for -1 5 minutes. 
Transfer the tubes to an ultrasopic bath and sonicate for -15 minutes. 
Bring the volume up to 4 0 m L  with water in the 50 mL polypropylene 
centrifuge tube. 
Centrifuge for -10 minutes at -3000 rpm. 
Condition the CIS SPE cartridges (1 g, 6 mL) by passing 10 mL methanol 
followed by 5 mL of HPLC water (- 2 dropkec). Do not let column run dry 
Load (decant] the sample on the conditioned CIS SPE cartridge. Discard 
eluate. 
Elute with -5 mL 100% methariol. Collect 5 mL of eluate into graduated 
15 mL polypropylene centrifuge tubes (final volume = 5 mL). 
Analyze samples using electrospray LCIMS/MS. 

12.0 Chromatography 

12.1 Inject the same amount of each standard, sample and fortified sample into the 
LCIMSIMS system. A calibration standard must precede and follow all 
analyzed samples. 
Standards of PFOA corresponding to at least five or more concentration levels 
must be included in an analytical set. 
An entire set of extracted calibration standards must be included at the 
beginning and at the end of a sample set. Extracted standards must be 
interspersed between every 5-10 samples. As an alternative, an entire set of 

12.2 

12.3 
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extracted calibration standards may be injected at the beginning of a set 
followed by extracted calibration standards interspersed every 5-10 samples 
(to account for a second set of extracted standards). In either case, extracted 
calibration standards must be the first and last injection in a sample set. 
Use linear standard curves for quantitation. Linear standard curves are 
generated for the analyte by linear regression using l/x weighting of peak area 
versus calibration standard concentration using MassLynx 3.3 (or equivalent) 
software system. 
Sample response should not exceed standard responses. Any samples that 
exceed standard responses should be further diluted and reanalyzed. 

12.4 

12.5 

13.0 Acceptance Criteria 

13.1 

13.2 

13.3 

13.4 

13.5 

13.6 

Chromatogram must show a peak of a daughter ion at 369 amu from a parent 
of 413 m u .  The 413 amu parent corresponds to the PFOA anion, while the 
daughter ion (369 m u )  represents the loss of carbon dioxide. 
Method blanks must not contain PFOA at levels greater than the LOQ. If a 
blank contains PFOA at levels greater than 50 ng/L, thm a new blank sample 
must be obtained and the entire set must be re-extracted. 
Recoveries of control spikes and matrix spikes must be between 70- 130% of 
their known values. If a control spike falls outside the acceptable limits, the 
entire set of samples should .be re-extracted. Any matrix spike outside 70- 
130% should be evaluated by the analyst to determine if re-extraction is 
warranted. 
Any calibration standard found to be a statistical outlier by using the Huge 
Error Test, may be excluded from the calculation of the calibration curve. 
However, the total number of extracted calibration standards that could be 
excluded must not exceed 20% of the total number of extracted standards 
injected. 
The correlation coefficient (It) 'for calibration curves generated must be 
20.992 (It* 20.985). If calibration results fall outside these limits, then 
appropriate steps must be taken to adjust instrument operation, and the 
standards or the relevant set of samples should be reanalyzed. 
Retention times between standards and samples must not drift more than 
f 4 % within an analytical run. Ifretention time drift exceeds this limit within 
an analytical run then the set must be reanalyzed. 
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14.0 Calculations 

14.1 Use the following equation to calculate the amount of PFOA found (in ng/L, 
based on peak area) using the standard curve (linear regression parameters) 
generated by the Mass Lynx software program: 

PFOA found (nglL) =@peak area - intercat1 x DF 
slope 

DF = factor by which the final volume was diluted. if necessary. 

14.2 For samples fortified with known amounts of PFOA prior to extraction, use 
the following equation to calculate the percent recovery. 

Recovery (%) = 

[ total analyte found (ng5) - analyte found in control (ngK)] 
analyte added (ng/L.) 

oo 

14.3 Use the following equation to convert &e amount of PFOA found in ng/L to 
ng/g @Pb). 

PFOA found (ppb) = [PFOA found {ndL) x volume extracted (0.04Lu 
sample weight ( 5  g) 

14.4 Use the following equation to calculate the amount of PFOA found in ppb 
based on dry weight. 

PFOA found (ppb) dry weight = PFOA found (ppb) x [ 100% / total solids(%)] 
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1 .o 

2.0 

3.0 

4.0 

5.0 

scope 

This method is to be employed for the isolation and quantitation of perfluorooctanoic 
acid by High Performance Liquid Chromatography coupled to a tandem Mass 
Spectrometric Detector (LCIMSIMS) in sediment. 

Safety 

2.1 
2.2 

Always observe safe laboratory practices. 
Consult the appropriate MSDS before handling any chemical for proper safety 
precautions. 

Sample Requirement 

3.1 
3.2 
3.3 

3.4 
3.5 

At least 30 g of test sample for extraction. 
No sample processing is needed for sediment samples. 
Samples stored refrigerated should be allowed to equilibrate to room 
temperature. 
All samples must be thoroughly mixed before being sampled for extraction. 
Sample collection procedures will be specified in the sampling plan for this 
project. 

Reagents and Standards 
4.1 
4.2 Methanol - HPLC grade 
4.3 
4.4 
4.5 Perfluorooctanoic Acid - Sigma-Aldrich 

Instrument and Equipment 

Water - HPLC grade - 
Acetic Acid - Reagent grade 
Ammonium Acetate - A.C.S. Reagent Grade 

5.1 

5.2 
5.3 
5.4 
5.5 
5.6 
5.7 
5.8 
5.9 
5.10 
5.11 
5.12 

A higb performance liquid chromatograph capable of pumping up to 2 
solvents equipped with a variable volume injector capable of injecting 5-200 
pL connected to a tandem Mass Spectrometer (LCIMSIMS). 
A device to collect raw data for peak integration and quantitation. 
Analytical balance capable of reading to 0.00001 g. 
50 mL disposable polypropylcne centrifuge tubes. 
15 mL disposable polypropylene centrifuge tubes. 
Disposable micropipets (50-10OuL, 100-2OOuL). 
125-mL LDPE narrow-mouth bottles. 
2 mL clear HPLC vial kit. 
Dikposable pipettes. 
Autopipettes (100-1000 pL and 10-100 pL), with disposable tips. 
Waters Sep Pak Vac 6 cc (lg) tC18 SPE cartridges. 
SPE vacuum manifold. 
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5.13 Vortexer. 
5.14 Wrist-action shaker. 
5.15 Centrifuge capable of spinning 50 mL polypropylene tubes at 3000 rpm. 

6.0 Chromatographic System 

6.1 

6.2 Temperature: 3OoC 
6.3 Mobile Phase (A) : 
6.4 Mobile Phase @) : Methanol 
6.5 GradimtProgram: . 

Analytical Column: Fluophase RF' (Keystone Scientific), 2.1 mm x 50 mm, 5p 
(PN 82505-052130) 

2 mM Ammonium Acetate in Water 

Flow Rate 
Time [mid %A lmUmin) 

0.0 65 35 0.3 
1 .o 65 35 0.3 
8.0 25 75 0.3 

20.0 25 75 0.3 
22.5 65 35 0.3 

6.6 Injection Volume: 15 pL (a be increased to as much as 50 pL). 
6.7 Quantitation: Peak Area - external standard calibration curve. 
6.8 Run Time: - 23 minutes. 

The above conditions are intended as a guide and may be changed in order to 
optimize the HPLC system. 

7.0 MSIMSSystem 

7.1 Mode: Electrospray Negative MRM mode, monitoring 413 + 369 m/z for 
PFOA. 

The above conditions are intended as a guide and may be changed in order to 
optimize the MSMS system. 

8.0 Preparation of Solutions 

8.1 Mobile Phase 

8.1.1 2 mM ammonium acetate in water is prepared by adding 0.154 g of 
ammonium acetate to 1000 mL of water. 
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8.2 Extraction Solutions 

8.2.1 1% acetic acid in water is prepared by adding 10 mL of acetic acid to 
1000 mL of water. 

Alternate volumes may be prepared. 

9.0 Standard Preparation 

9.1 Standard StocWortification Solution 
9.1.1 Prepare a stock solution of -100 pB/mL of PFOA by weighing 10 mg 

of analytical standard (corrected for purity) and dilute to 100 mL with 
methanol in a 125-mL LDPE bottle. 

9.1.2 A 10 pdmL fortification solution of PFOA is prepared by bringing IO 
mL of the.100 p g h d  solution to a final volume of 100 with methanol 
in a 125 mL LDPE bottle. 

9.1.3 A 1.0 p g h L  fortification solution of PFOA is prepared by bringing I O  
mL of the IO pghnL solution to a final volume of 100 with methanol in 

a 125 mL LDPE bottle. 
9.1.4 A 0.1 pg/mL fortification solution of PFOA is prepared by bringing IO 

mL of the 1.0 pg/mL solution to a final volume of 100 with methanol in 
a 125 mL LDPE bottle. 

9.1.5 A 0.01 pg/mL fortification solution of PFOA is prepared by bringing 
10 mL of the 0.1 pdmL solution to a final volume of 100 with 
methanol in a 125 mL LDPE bottle. 

9.1.6 The stock and fortification solutions are to be stored in a refrigerator at 
approximately 4°C and are stable for a maximum period of 6 months 
h m  the date of preparation. 

. 

9.2 Standard Calibration Solutions . 

9.2.1 LC/MSMS calibration standards are prepared in methanol via dilution 
of the 0.1 pg/mL fortification solution. 

9.2.2 The following is a typical example: additional concentrations may be 
prepared as needed. 

Concentration Final 
of Fortification Volume Diluted to Concentration 

Solutia(ng/mL.) ( mL) (Id) (np/mL) 
100 IO 100 10.0 
100 5 100 5.0 
100 2 100 2.0 
IO 10 100 1 .o 
5 10 100 0.5 
2 10 100 0.2 
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9.2.3 Store all calibration standarda in 125-mL LDPE narrow-mouth bottles 
at 2OC to 6OC, up to six months. 

9.2.4 Altmate volumes and concentrations of standards may be prepared as 
needed. 

10.0 Batch Set Up 

10.1 Each batch of samples extracted (typically 20 or less) must include at least 
one untreated control and two untreated controls fortified at known 
concentrations (lab control spike) to verify procedural recovery for the batch. 
Requirements for field and laboratory duplicates and spikes will be specified 
in the quality assurance plan for this project. 

10.2 

1 1 .O Sample Extraction 

11.1 

11.2 

11.3 
11.4 

11.5 

11.6 

11.7 
11.8 
11.9 

11.10 

11.11 

11.12 

11.13 

Weigh 5 g of sample into 50 mL polypropylene centrifuge tubes (fortify as 
needed, replace lid and mix well). 
Add 35 mL of 1% acetic acid, cap, vortex and shake on a wrist action shaker 
for -60 minutes. 
centrifuge the t u b  at -3000 rpm for -20 minutes. 
Condition the CIS SPE cartridges (1 g. 6 mL) by passing 10 mL methanol 
followed by 20 mL of HPLCW$t& (- Z.drop/sec). Do not let column run dry 
Load (decant) the sample on'the conditioned C I ~  SPE cartridge. Discard 
eluate. 
Add 20 mL of methanol to the sediment left in the bottom of the 50 mL 
centrifuge tube. Cap, vortex and shake on a wrist action shaker for -30 
minutes. 
Centrifuge the tubes at -3000 rpm for -20 minutes. 
Decant the methanol onto the same SPE cartridge. Collect the eluate. 
Wash the column with 4 mL of methanol. Collect the eluate and add it to the 
eluate collected in step 11.8. 
Condition a second CIS SPE cartridge (1 g, 6 mL) by passing 10 mL methanol 
followed by 20 mL of HPLC water (- 2 drop/sec). Do not let column run dry 
Add the methanol to -200 mL of water and load on the second conditioned 
SPE cartridge. 
Elute with -5 mL 100% methanol. Collect 5 mL of eluate into graduated 
15 mL polypropylene centrifuge tubes (final volume = 5 mL). 
Analyze samples using electrospray LCIMSIMS. 
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12.0 Chromatography 

12.1 

12.2 

12.3 

12.4 

12.5 

Inject the same amount of each standard, sample and fortified sample into the 
LC/MS/MS system. A calibration standard must precede and follow all 
analyzed samples. 
Standards of PFOA corresponding to at least five or more concentration levels 
must be included in an analytical set. 
An entire set of extracted calibration standards must be included at the 
beginning and at the end of a sample set. Standards must be interspersed 
between every 5-10 samples. As an alternative, an entire set of calibration 
standards may be injected at the beginning of a set followed by calibration 
standards interspersed every 5-10 samples (to account for a second set of 
standards). In either case, calibration standards must be the first an& last 
injection in a sample set. 
Use linear standard curves for quantitation. Linear standard curves are 
generated for the analyte by linear regression using l/x weighting of peak area 
versus calibration standard concentration using MassLynx 3.3 (or equivalent) 
software system. 
Sample response should not exceed standard responses. Any samples that 
exceed standard responses should be further diluted and reanalyzed. 

13.0 Acceptance Criteria 

13.1 

13.2 

13.3 

13.4 

13.5 

Chromatogram must show a pc& of a daughter ion at 369 amu from a parent 
of 413 amu. The 413 amu parcnt corresponds to the PFOA anion, while the 
daughter ion (369 m u )  represent8 the loss of carbon dioxide. 
Method blanks must not contain PFOA at levels greater than the LOQ. If a 
blank contains PFOA at levels greater than 0.2 ng/mL, then a new blank 
sample must be obtained and the entire set must be re-extracted. 
Recoveries of control spikes and matrix spikes must be between 70-130% of 
their known values. If a control spike falls outside the acceptable limits, the 
entire set of samples should be re-extracted. Any matrix spike outside 70- 
130% should be evaluated by the analyst to determine if re-extraction is 
warranted. 
Any calibration standard found to be a statistical outlier by using the Huge 
Error Test, may be excluded fium the calculation of the calibration curve 
However, the total number of extracted calibration standards that could be 
excluded must not exceed 20% of the total number of extracted standards 
injected. 
The correlation coefficient (R) for Calibration curves generated must be 
20.992 (R' 20.985). If calibration results fall outside these limits. then 
appropriate steps must be taken to adjust instrument operation, and the 
standards or the relevant set of samples should be reanalyzed. 
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13.6 Retention times between standards and samples must not drift more than 
f 4 %within an analytical run. Ifretention time drift exceeds this limit within 
an analytical run then the set must be reanalyzed. 

14.0 Calculations 

14.1 Use the following equation to calculate the amount of PFOA found (in ng/mL. 
based on peak area) using the standard curve (linear regression parameters) 
generated by the Mass Lynx software program: 

PFOA found (ng/mL) =/Peak area - intercmt) x DF 
slope 

DF = factor by which the final volume was diluted, if necessary. 

14.2 For samples fortified with known amounts of PFOA prior to extraction, use 
the following equation to calculate the percent recovery. 

Recovtry (%) = 

. U S  
I. total analyte found (ng/mL) - analyte found in control (nglmL)L 

analyte added (ng/mL) 
oo 

14.3 Use the following equation to convert the amount of PFOA found in ng/mL to 
ndg  (ppb). 

PFOA found (ppb) = JPFOA found IndmL) x final volume (5  mL)] 
sample weight (5 g) 

14.4 Use the following equation (if necessary) to calculate the amount of PFOA 
found in ppb based on dry weight. 

PFOA found (ppb) dry weight = PFOA found (ppb) x [loo% / total solids(%)] 
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1.0 Scope 
This method is to be employed for the isolation and quantitation of pertluorooctanoic 
acid by High Performance Liquid Chromatography coupled to a tandem Mass 
Spectrometric Detector (LCIMSIMS) in fish and clams. 

2.0 Safety 

2.1 
2.2 

Always observe safe laboratory practices. 
Consult the appropriate MSDS before handling any chemical for proper safety 
precautions. 

3.0 Sample Rquirement 

3.1 
3.2 

At least 20 g of test sample for extraction. 
Samples should be processed before extraction. Place the frozen sample in a 
food processor and homogenize with dry ice. Place the samples in containers 
and leave open in frozen storage ovemight to allow for carbon dioxide 
sublimation. Seal and place the samples in frozen storage until time of 
analysis. 
Sample collection procedures will be specified in the sampling plan for this 
project. 

3.3 

4.0 Reagents and Standards 

4.1 
4.2 
4.3 
4.4 
4.5 
4.6 
4.7 
4.8 
4.9 
4.10 
4.11 
4.12 
4.13 

Water - HPLC grade 
Acetonitrile - HPLC grade 
Carbon (120-400 mesh) - Reagent grade 
Methanol - HPLC grade 
Silica gel (60-200 mesh) - Reagent grade 
Florisil (60-100 mesh) - Reagent grade 
Superclean LC-NH2 -Reagent grade 
1 -0ctanol- HPLC grade 
L-Ascorbic acid - Reagent grade 
Dimethyldichlorosilane - Reagent grade 
Toluene - Reagent grade 
Ammonium Acetate - A.C.S. Reagent Grade 
Perfluorooctanoic Acid - Sigma-Aldrich 

5.0 Instrument and Equipment 

5.1 A high performance liquid chromatograph capable of pumping up to 2 
solvents equipped with a variable volume injector capable of injecting 5-200 
pL connected to a tandem Mass Spectrometer (LC/MS/MS). 
A device to collect raw data for peak integration and quantitation. 
Analytical balance capable of reading to 0.00001 g. 

5.2 
5.3 
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5.4 
5.5 
5.6 
5.7 
5.8 
5.9 
5.10 
5.11 
5.12 
5.13 
5.14 
5.15 
5.16 

Rotary evaporator. 
Tissumizer. 
125 mL pw-shaped flasks. 
50 mL disposable polypropylene centrifuge tubes. 
15 mL disposable polypropylene centrifuge tubes. 
Disposable micropipets (50-100uL, 100-2OOuL). 
125-mL LDPE narrow-mouth bottles. 
2 mL clear HPLC vial kit. 
Disposable pipettes. 
Autopipettes (100-1000 pL and 10-100 pL), with disposable tips. 
SPE tubes (2OmL) (Supelco cat. no. N057177). 
Wrist action shaker. 
Centrifuge capable of spinning 50 mL polypropylene tubes at 2000 rpm. 

6.0 Chromatographic System 

6.1 

6.2 Temperature: 3OoC 
6.3 Mobile Phase (A) : 
6.4 MobilcPhase(B): Methanol . 

Analytical Column: Fluophase Rp (Keystone Scientific), 2.1 rnm x 50 rnm, 5p 
(PIN: 82505-052130) 

2 mM Ammonium Acetate in Water 

6.5 Gradientpro-: % 

Flow Rate 
Time (min) %A (mumin) 

0.0 65 35 0.3 
1 .o 65 35 0.3 
8.0 25 75 0.3 
20.0 25 . 75 0.3 
22.5 65 35 0.3 

6.6 Injection Volume: 15 pL (can be increased to as much as 50 pL). 
6.7 Quantitation: Peak Area - external standard calibration curve. 
6.8 Run Time: - 23 minutes. 

The above conditions are intended as a guide and may be changed in order to 
optimize the HPLC system. 
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1.0 MSMSSystem 

7.1 Mode: Electrospray Negative MRM mode, monitoring 413 + 369 m/z for 
PFOA. 

The above conditions are intended as a guide and may be changed in order to 
optimize the MSMS system. 

8.0 Preparation of Solutions 

8.1 Mobile Phase 

8.1.1 2 mM ammonium acetate in water is prepared by adding 0.154 g of 
ammonium acetate to 1000 mL of water. 

8.2 Extraction Solutions 

8.2.1 2% ascorbic acid in methanol is prepared by dissolving 2 g of ascorbic 
acid in 100 mL of methanol. 

8.2.2 30% Dimethyldichlorosilane in toluene is prepared by bringing 3 mL 
of dimethyldichlorosilane to a final volume of 10 mL with toluene. 

Alternate volumes may be prepared. ::: t 

9.0 StandardPreparation 

9.1 Standard StocWortification Solution 

9.1.1 

9.1.2 

9.1.3 

9.1.4 

9.1.5 

Prepare a stock solution of -100 pg/mL of PFOA by weighing I O  mg 
of analytical standard (corrected for purity) and dilute to 100 mL with 
methanol in a 125-mL LDPE bottle. 
A 1.0 pg/mL fortification solution of PFOA is prcpared by bringing 1 
mL of the 100 pg/mL solution to a final volume of 100 with methanol 
in a 125 mL LDPE bottle. 
A 0.1 pg/mL fortification solution of PFOA is prepared by bringing I O  
mL of the 1.0 pdmL solution to a final volume of 100 with methanol in 
a 125 mL LDPE bottle. 
A 0.01 pg/mL fortification solution of PFOA is prepared by tninging 
10 mL of the 0.1 pg/mL solution to a final volume of 100 with 
methanol in a 125 mL LDPE bottle. 
The stock and fortification solutions are to be stored in a refrigerator at 
approximately 4°C and are stable for a maximum period of 6 months 
from the date of preparation. 
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9.2 Standard Calibration Solutions 

9.2.1 LCIMSIMS calibration standards are prepared in methanol via dilution 
of the 1 .O pg/mL fortification solution. 

9.2.2 The following is a typical example: additional concentrations may be 
prepared aa needed. 

Concentration Final 
of Fortification Volume Diluted to Concentration 

Solution (pg/mL) (mL) (mL) (!.lg/mL) 
1 .o 5.0 100 0.05 
1 .O 2.5 100 0.025 
1 .o 1 .o 100 0.01 

0.05 10 100 0.005 
0.025 10 100 0.0025 
0.1 10 100 0.001 

0.005 10 100 0.0005 
9.2.3 Store all calibration standards in 125-mL LDPE narrow-mouth bottles 

at 2OC to 6OC. up to six months. 
9.2.4 Alternate volumes and concentrations of standards may be prepared as 

needed. 

10.0 Batch Set Up 

10.1 

10.2 

Each batch of samples extractid (typically 20 or less) must include at least 
one untreated control and two untreated controls fortified at known 
concentrations (lab control spike) to verify procedural recovery for the batch. 
Requirements for field and laboratory duplicates and spikes will be specified 
in the quality assurance plan for this project. 

1 1 .O Sample Extraction 

11.1 

11.2 
11.3 
11.4 
11.5 

Weigh 5 g of h z e n  sample into 50 mL polypropylene centrifuge tubes 
(fortify as needed. replace lid and mix well). 
Add 30 mL of acetonitrile and shake on a wrist action shaker for -15 minutes. 
Place the tubes in a fkeezer for -1 hour. 
Pack and condition the SPE tubes and silanize the pear-shaped flasks. 
Pack the 20 mL SPE tubes in sequence with 2 g florisil, 2 g silica gel, 2 g 
carbon, and 1 g LC-NH2. Condition the columns with 20 mL of methanol. 
then 20 mL of acetonitrile. Discard all washes. Do not allow the column to 
dry. 

11.6 Silanize the 125 mL pear-shaped flasks by rinsing with the 30% 
dimcthyldichlorosilane in toluene solution. Rinse the flask with toluene once, 
followed by methanol ( h e  times). Dry the flasks completely before use, 
either by air-drying or with a stream of nitrogen. 
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11.7 

11.8 

Centrifuge the 50 mL polypropylene tubes containing sample at -2000 rpm 
for -10 minutes. 
Decant the extract on to a conditioned SPE column fitted inside the mouth o f  
the pear-shaped flask. Collect the eluate in the 125 mL silanized pear-shape 
flask. 
Add 10 mL of acetonitrile to the sample in the 50 mL centrifuge tube. 
Homogenize the frozen fat phase using a tissumizer for -30 seconds and rinse 
the tissumizer with -10 mL of acetonitrile into the tube. 

11.10 Shake the sample again for -10 minutes on a wrist-action shaker. 
1 1.11 Place the tubes in a freezer for - 1 hour more. 
11.12 Centrifuge the 50 mL polypropylene tubes containing sample at -2000 rpm 

for -10 minutes. 
11.13 Decant the extract onto the same SPE column. Collect the eluate into the 

same pear-shaped flask and combine with the eluent from the initial 
extraction. 

11.14 Pass 20 mL of acetonitrile through the SPE column and combine the eluate in 
the same pear-shaped flask. 

11.15 Add 3-4 drops of l-octanol to the extract in the pear-shaped flask and 
evaporate at reduced pressure using a rotary evaporator (at < 4OOC). 

11.16 Make the final volume, by adding 2 mL of 2% ascorbic acid in methanol to 
the pear-shaped flask and swirl to mix/dissolve. 

11.17 Transfer the extracts to HPLC viak wing disposable pipets. 
11.18 Analyze samples using electro6my LCIMSIMS. 

11.9 

12.0 Chromatography 

12.1 

12.2 

12.3 

12.4 

Inject the same amount of each standard, sample and fortified sample into the 
LC/MS/MS system. A calibration standard must precede and follow all 
analyzed samples. 
Standards of PFOA corresponding to at least five or more concentration levels 
must be included in an analytical set. 
An entire set of calibration standards must be included at the beginning and at 
the end of a sample set. Standards must be interspersed between every 5-1 0 
samples. As an alternative, an entire set of calibration standards may be 
injected at the beginning of a set followed by calibration standards 
interspersed every 5-10 samples (to account for a second set of standards). In 
either case, calibration standards must be the first and last injection in a 
sample set. 
Use linear standard c,urves for quantitation. Linear standard curves are 
generated for the analyte by linear regression wing l/x weighting of peak area 
versus calibration standard concentration using MassLynx 3.3 (or equivalent) 
software system. 
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12.5 Sample response should not exceed standard responses. Any samples that 
exceed standard responses should be further diluted and reanalyzed. 

13.0 Acceptance Criteria 

13.1 

13.2 

13.3 

13.4 

13.5 

13.6 

Chromatogram must show a peak of a daughter ion at 369 amu from a parent 
of 413 m u .  The 413 amu parent corresponds to the PFOA anion, while the 
daughter ion (369 amu) represents the loss of carbon dioxide. 
Method blanks must not contain PFOA at levels greater than the LOQ. If a 
blank contains PFOA at levels greater than 0.5 ppb, then a new blank sample 
must be obtained and’the entire set must be re-extracted. 
Recoveries of control spikes and matrix spikes must be between 70-130% of 
their known values. If a control spike falls outside the acceptable limits, the 
entire set of samples should be re-extracted. 
Any calibration standard found to be a statistical outlier by using the Huge 
Emor Test, may be excluded from the calculation of the calibration curve. 
However, the total number of calibration standards that could be excluded 
must not exceed 20% of the total number of standards injected. 
The correlation coefficient (R) for calibration curves generated must be 
20.992 (R’ 20.982). If calibration results fall outside these limits, then 
appropriate steps must be taken to adjust instrument operation, and the 
standards or the relevant set of hnples  should be reanalyzed. 
Retention times between standards and samples must not drift more than 
f 4 %within an analytical run. If retention time drift exceeds this limit within 
an analytical run then the set must be reanalyzed. 

14.0 Calculations 

14.1 Use the following equation to calculate the amount of PFOA found (in ng/mL, 
based on peak area) using the stkdard curve (linear regression parameters) 
generated by the Mass Lynx software program: 

PFOA found (ng/mL) = (Peak area - intercat) 
slope 

14.2 Use the following equation to convert the amount of PFOA found in ng/rnL to 
ng/g @PW 

PFOA found (ppb) = (PFOA found IndmL) x final volume ImL) x DF] 
sample weight (g) 

DF = factor by which the final volume was diluted, if necessary. 
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14.3 For samples fortified with known amounts of PFOA prior to extraction, use 
the following equation to calculate the percent recovery. 

Recovery (%) = 

I total analyte found (ng/g) - analyte found in control (ng/g)] loo 
analyte added (nglg) 
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1.0 Scope 

This method is to be employed for the isolation and quantitation of perfluorooctanoic 
acid by High Performance Liquid Chromatography coupled to a tandem Mass 
Spectrometric Detector (LC/MS/MS) in vegetation. 

2.0 Safety 

2.1 
2.2 

Always observe safe laboratory practices. 
Consult the appropriate MSDS before handling any chemical for proper safety 
precautions. 

3.0 Sample Requirement 
3.1 
3.2 

At least 20 g of test sample for extraction. 
Samples should be processed before extraction. Place the frozen sample in a 
food processor and homogenize with dry ice. Place the samples in containers 
and leave open in frozen storage overnight to allow for carbon dioxide 
sublimation. Seal and place the samples in frozen storage until time of 
analysis. 
Sample collection procedures will be specified in the sampling plan for this 
project. 

3.3 

4.0 Reagents and Standards 
4.1 
4.2 
4.3 
4.4 
4.5 
4.6 
4.7 
4.8 
4.9 
4.10 
4.1 1 
4.12 
4.13 

Water - HPLC grade 
Acetonitrile - HPLC grade 
Carbon ( 120-400 mesh) - Reagent grade 
Methanol - HPLC grade 
Silica gel (60-200 mesh) - Reagent grade 
Florisil (60-100 mesh) - Reagent grade 
Superclean LC-NHz - Reagent grade 
1 -0ctanol- HPLC grade 
L-Ascorbic acid - Reagent grade 
Dimethyldichlorosilane - Reagent grade 
Toluene - Reagent grade 
Ammonium Acetate - A.C.S. Reagent Grade 
Perfluorooctanoic Acid - Sigma-Aldrich 

5.0 Instrument and Equipment 

5.1 A high performance liquid chromatograph capable of pumping up to 2 
solvents equipped with a variable volume injector capable of injecting 5-200 
pL connected to a tandem Mass Spectrometer (LC/MS/MS). 
A device to collect raw data for peak integration and quantitation. 
Analytical balance capable of reading to 0.00001 g. 

5.2 
5.3 
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I 

5.4 
5.5 
5.6 
5.7 
5.8 
5.9 
5.10 
5 * 1'1 
5.12 
5.13 
5.14 
5.15 

Rotary evaporator. 
125 mL pear-shaped flasks. 
50 mL disposable polypropylene centrifuge Nbes. 
15 mL disposable polypropylene centrifuge tubes. 
Disposable micropipets (50-1OOuL, 100-2OOuL). 
125-mL LDPE narrow-mouth bottles. 
2 mL clear HPLC vial kit. 
Disposable pipettes. 
Autopipettes (100-1OOO pL and 10-100 pL). with disposable tips. 
SPE tubes (2OmL) (Supelco cat. no. N057177). 
Wrist action shaker. . 
Centrifuge capable of spinning 50 mL polypropylene tubes at 2000 rpm. 

6.0 Chromatographic System 

6.1 

6.2 Temperature: 3OoC 
6.3 Mobile Phase (A) : 
6.4 Mobile Phase (El) : Methanol 
6.5 Gradient Program: 

Analytical Column: Fluophase RP (Keystone Scientific), 2.1 mm x 50 mm, 5p 
(PM: 82505-052130) 

2 mM Ammonium Acetate in Water 

Flow Rate 
Time (min) %A (mUmin) 

0.0 65 35 0.3 
1 .o 65 35 0.3 
8.0 25 75 0.3 

20.0 25 75 0.3 
22.5 65 35 0.3 

6.6 
6.7 
6.8 

The above conditions are intended as a guide and may be changed in order to 
optimize the HPLC system. 

Injection Volume: 15 pL (can be increased to as much as 50 pL). 
Quantitation: Peak Area - external standard calibration curve. 
Run Time: - 23 minutes. 

7.0 MS/MSSystem 

. 7.1 Mode: Electrospray Negative MRM mode, monitoring 41 3 + 369 m/z for 
PFOA. 
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The above conditions are intended as a guide and may be changed in order to 
optimize the MSMS system. 

8.0 Preparation of Solutions 

8.1 Mobile Phase 

8.1.1 2 mM ammonium acetate in water is prepared by adding 0.154 g of 
ammonium acetate to 1000 mL of water. 

8.2 Extraction Solutions 

8.2.1 2% ascorbic acid in methanol is prepared by dissolving 2 g of ascorbic 
acid in 100 mL of methanol. 

8.2.2 30% Dimefhyldichlorosilane in toluene is prepared by bringing 3 mL 
of dimethyldichlorosilane to a final volume of 10 mL with toluene. 

Alternate volumes may be prepared. 

9.0 Standard Preparation 

9.1 Standard StocWortification Solution 

9.1.1 Prcpare a stock solution'of -100 of PFOA by weighing IO mg 
of analytical standard (corrected for punty) and dilute to 100 rnL with 
methanol in a 125-mL LDPE bottle. 

9.1.2 A 1.0 pg/mL fortification solution of PFOA is prepared by bringing I 
mL of the 100 p g h L  solution to a final volume of 100 with methanol 
in a 125 mL LDPE bottle. 

9.1.3 A 0.1 pg/mL fortification solution of PFOA is prepared by bringing 10 
mL of the 1.0 pg/mL solution to a final volume of 100 with methanol in 
a 125 mL LDPE bottle. 

9.1.4 A 0.01 pg/mL fortification solution of PFOA is prepared by bringing 
10 mL of the 0.1 pg/mL solution to a final volume of 100 with 
methanol in a 125 mL LDPE bottle. 

9.1.5 The stock and fortification solutions are to be stored in a refrigerator at 
approximately 4'C and are stable for a maximum period of 6 months 
fiom the date of preparation. 

9.2 Standard Calibration Solutions 

9.2.1 LC/MS/MS calibration standards are prepared in methanol via dilution 
of the 1 .O pg/mL fortification solution. 

Page 4 01'7 

Page 48 of 65 0 0 5 3  



Exygeri Protocol Number: PO000760 . _  

Exygcn Research Method Number VOOOl784 

I! AhALY'I'IC'AL ME:THOD 1 
Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation 

by LCMSMS 

9.2.2 The following is a typical example: additional concentrations may be 
prepwed as needed. 

Concentration Final 
of Fortification Volume Diluted to Concentration 

1 .O 5.0 100 0.05 
1 .o 2.5 100 0.025 
1 .o 1 .O 100 0.01 

0.05 10 100 0.005 
0.025 10 100 0.0025 
0.1 1 0 100 0.001 

0.005 10 100 0.0005 

Solution (&mL) (d) (mL) (wg/mL) 

9.2.3 Store all calibration standards in 125-mL LDPE narrow-mouth bottles 
at 2OC to 6°C. up to six months. 

9.2.4 Alternate volumes and concentrations of standards may be prepared as 
needed. 

10.0 Batch Set Up 

10.1 Each batch of samples extracted (typically 20 or less) must include at least 
one untreated control and two untreated controls fortified at known 
concentrations (lab control spike) to verify procedural recovery for the batch. 
Requirements for field and labtiratory duplicates and spikes will be specified 
in the quality assurance plan for this project. 

10.2 

11.0 Sample Extraction 

11.1 

11.2 
11.3 

11.4 
11.5 

11.6 

' 11.7 

Weigh 5 g of frozen sample into 50 mL polypropylene centrifuge tubes 
(fortify as needed, replace lid and mix well). 
Add 30 mL of acetonitrile and shake on a wrist action shaker for -1 5 minutes. 
Centrifuge the 50 mL polypropylene tubes containing sample at -2000 rpm 
for -10 minutes. 
Pack and condition the SPE tubes and silanize the pear-shaped flasks. 
Pack the 20 mL SPE tubes in sequence with 2 g florisil, 2 g silica gel, 2 g 
carbon, and 1 g LC-NH2. Condition the columns with 20 mL of methanol, 
then 20 mL of acetonitrile. Discard all washes. Do not allow the column to 

Silanize the 125 mL pear-shaped flasks by rinsing with the 30% 
dimethyldichlorosilane in toluene solution. Rinse the flask with toluene once, 
followed by methanol (three times). Dry the flasks completely before use, 
either by air-drying or with a stream of nitrogm. 
Decant the extract on to a conditioned SPE column fitted inside the mouth of 
the pear-shaped flask. Collect the eluate in the 125 mL silanized pear-shape 
flask. 

dry. 
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11.8 
11.9 
11.10 

11.11 

11.12 
11.13 

11.14 

11.15 
11.16 

Add 20 mL of acetonitrile to the sample in the 50 mL centrifiige tube. 
Shake the sample again for -10 minutes on a wrist-action shaker. 
Centrihge the 50 mL polypropylene tubes containing sample at -2000 rpm 
for -5 minutes. 
Decant the extract onto the same SPE column. Collect the eluate into the 
same pear-shaped flask and combine with the eluent from the initial 
extraction. 
Repeat steps 11.8 through 11.11 again. 
Add 3-4 drops of l-octanol to the extract in the pear-shaped flask and 
evaporate at reduced pressure using a rotary evaporator (at < 4OOC). 
Make the final volume, by adding 2 mL of 2% ascorbic acid in methanol to 
the pear-shaped flask and swirl to mix/dissolve. 
Transfer the extracts to HPLC vials using disposable pipets. 
Analyze samples using electrospray LCIMSIMS. 

12.0 Chromatography 

12.1 Inject the same amount of each standard, sample and fortified sample into the 
LC/MS/MS system. A calibration standard must precede and follow all 

12.2 Standards of PFOA corresponding to at least five or more concentration levels 
must be included in an analytical set. 

12.3 An entire set of extracted calibration standards must be included at the 
beginning and at the end of a sample set. Extracted standards must be 
interspersed between every 5-10 samples. As an alternative, an entire set of 
extracted calibration standards may be injected at the beginning of a set 
followed by extracted calibration standards interspersed every 5-10 samples 
(to account for a second set of extracted standards). In either case, extracted 
calibration standards must be the b t  and last injection in a sample set. 
Use linear standard c w e s  for quantitation. Linear standard curYes are 
generated for the analyte by linear regression using llx weighting of peak area 
versus calibration standard concentration using MassLynx 3.3 (or equivalent) 
software system. 
Sample response should not exceed standard responses. Any samples that 
exceed standard responses should be further diluted and reanalyzed. 

analyzed samples. 

12.4 

12.5 

13.0 Acceptance Criteria 
13.1 Chromatogram must show a peak of a daughter ion at 369 amu from a parent 

of 413 amu. The 413 m u  parent corresponds to the PFOA anion, while the 
daughter ion (369 mu) represents the loss of carbon dioxide. 
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13.2 

13.3 

13.4 

13.5 

13.6 

Method blanks must not contain PFOA at levels greater than the LOQ. If a 
blank contains PFOA at levels greater than 0.5 ppb, then a new blank sample 
must be obtained and the entire set must be re-extracted. 
Recoveries of control spikes and matrix spikes must be between 70-1 30% of 
their known values. If a control spike falls outside the acceptable limits, the 
entire set of samples should be re-extracted. 
Any calibration standard found to be a statistical outlier by using the Huge 
Enor Test, may be excluded from the calculation of the calibration curve. 
However, the total number of calibration standards that could be excluded 
must not exceed 20% of the total numbe-r of standards injected. 
The correlation coefficient (R) for calibration curves generated must be 
20.992 (R' 20.985). If calibration results fall outside these limits, then 
appropriate steps must be taken to adjust instrument operation, and the 
standards or the relevant set of samples should be reanalyzed. 
Retention times between standards and samples must not drift more than 
f 4 % within an analytical run. If retention time drift exceeds this limit within 
an analytical nm then the set must be reanalyzed. 

14.0 Calculations 

14.1 Use the following equation to calculate the amount of PFOA found (in ng/mL. 
based on peak area) using the:standard curve (linear regression parameters) 
generated by the Mass Lynx software program: 

PFOA found (ng/mL) =[Peak area - intercmt) 
slope 

14.2 Use the following equation to convert the amount of PFOA found in ng/mL to 
ng/g @PW. 
PFOA found (ppb) = [PFOA found ~ndmL\  x final volume (mL\ x DF] 

sample weight (9) 

DF = factor by which the final volume was diluted, if necessary. 

For samples fortified with known amounts of PFOA prior to extraction, use 
the following equation to calculate the percent recovery. 

Recovery (%) = 

14.3 

I total analyte found (ng/g) - analyte found in control (ng/g)l x ,  oo 
analyte added (ng/g) 
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l* 1 

1 .o 

2.0 

3.0 

4.0 

5.0 

Scope 

This method is to be employed for the isolation and quantitation of perfluorooctanoic 
acid by High Performance Liquid Chromatography coupled to a tandem Mass 
Spectrometric Detector (LCMSMS) in small mammal liver. 

Safety 

2.1 
2.2 

Always observe safe laboratory practices. 
Consult the appropriate MSDS before handling any chemical for proper safety 
precautions. 

Sample Requirement 

3.1 
3.2 

At least 5 g of test sample for extraction. 
Samples should be processed before extraction. Place the frozen sample in B 

food processor and homogenize with dry ice. Place the samples in containers 
and leave open in frozen storage overnight to allow for carbon dioxide 
sublimation. Seal and place the samples in frozen storage until time o f  
analysis. Alternately, if there is an insufficient amount of sample (-less than 
5 g), then no processing is necessary and the sample can be used as supplied. 
Sample collection procedures will be specified in the sampling plan for this 
project. 

3.3 

Reagents and Standards 

4.1 Water - HPLC grade 
4.2 Methanol - HPLC grade 
4.3 Acetonitrile - HPLC grade 
4.4 
4.5 Perfluorooctanoic Acid - Sigma-Aldrich 

Ammonium Acetate - A.C.S. Reagent Grade 

Instrument and Equipment 

5.1 

5.2 
5.3 
5.4 
5.5 
5.6 
5.7 
5.8 

A high performance liquid chromatograph capable of pumping up to 2 
solvents equipped with a variable volume injector capable of injecting 5-200 
pL connected to a tandem Mass Spectrometer (LC/MSIMS). 
A device to collect raw data for peak integration and quantitation. 
Analytical balance capable of reading to 0.00001 g. 
50 rnL disposable polypropylene centrihge tubes. 
15 d disposable polypropylene centrifuge tubes. 
Disposable micropipets (50-10OuL, 100-2OOuL). 
125-mL LDPE narrow-mouth bottles. 
2 mL clear HPLC vial kit. 
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5.9 Disposable pipettes. 
5.10 
5.11 
5.12 SPE vacuum manifold. 
5.13 Tissuemizer. 
5.14 Wrist-action shaker. 
5.15 

Autopipettes (100-1000 pL and 10-100 pL), with disposable tips. 
Waters Sep Pak Vac 6 cc (lg) tC18 SPE cartridges. 

Centrifbge capable of spinning 15 mL polypropylene tubes at 3000 rpm. 

6.0 Chromatographic System 

6.1 

6.2 
6.3 
6.4 
6.5 

6.6 
6.7 
6.8 

Analytical Column: Fluophase Rp (Keystone Scientific). 2.1 mm x 50 mm, Sp 

Temperature: 30°C 
Mobile Phase (A) : 
Mobile Phase (B) : Methanol 
Gradient Program: 

(PN. 82505-052130) 

2 mM Ammonium Acetate in Water 

Flow Rate 
Time (min) %A 

0.0 65 
%B [&min) 
35 0.3 

1 .o 65 35 0.3 
8.0 25 . . 75 0.3 

20.0 . 25 1 9  75 0.3 
22.5 65 35 0.3 

Injection Volume: 15 pL (can be increased to as much as 50 pL). 
Quantitation: Peak Area - external standard calibration curve. 
Run Time: - 23 minutes. 

The above conditions arc intended 89 a p i d e  and may be changed in order to 
optimize the HPLC system. 

7.0 MSMSSystem 

7.1 Mode: Electrospray Negative MRM mode, monitoring 413 + 369 m/z for 
PFOA. 

The above conditions are intended as a guide and may be changed in order to 
optimize the MSMS system. 
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8.0 

9.0 

Preparation of Solutions 

8.1 Mobile Phase 

8.1.1 2 mM ammonium acetate in water is prepared by adding 0.154 g of 
ammonium acetate to 1000 mL of water. 

Alternate volumes may be prepared. 

Standard Preparation 

9.1 Standard StockRortification Solution 
9.1.1 Prepare a stock solution of-100 pg/mL of PFOA by weighing IO mg 

of analytical standard (corrected for purity) and dilute to 100 mL with 
methanol in a 125-mL LDPE bottle. 

9.1.2 A 1.0 pg/mL fortification solution of PFOA is prepared by bringing I 
mL of the 100 pg/mL solution to a final volume of 100 with methanol 
in a 125 mL LDPE bottle. 

9.1.3 A 0.1 pg/mL fortification solution of PFOA is prepared by bringing 10 
mL of the 1.0 pg/mL solution to a final volume of 100 with methanol in 
a 125 mL LDPE bottle. 

9.1.4 The stock and fortification solutions are to be stored in a refrigerator at 
approximately 4°C and,+ stable for a maximum period of 6 months 
from the date of preparation. 

9.2 Standard Calibration Solutions 

9.2.1 LC/MS/MS calibration standards are prepared in methanol via dilution 
ofthe 0.1 pg/mL fortification solution. 

9.2.2 The following is a typical example: additional concentrations may be 
prepared as needed. 

Concentration Final 
of Fortification Volume Diluted to Concentration 

Solution (ng/mL) (mL) (mL) (ng/mL) 
100 5 .O 100 5.0 
100 2.0 100 2.0 
100 1 .o 100 1 .o 
5.0 10 100 0.5 
2.0 10 100 0.2 
1 .o 10 100 0.1 

9.2.3 Store all calibration standards in 125-mL LDPE narrow-mouth bottles 
at 2°C to 6°C. up to six month$. 

9.2.4 Alternate volumes and concentrations of standards may be prepared as 
needed. 
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10.0 Batch Set Up 

10.1 Each batch of samples extracted (typically 20 or less) must include at least 
one untreated control and two untreated controls fortified at known 
concentrations (lab control spike) to verify procedural recovery for the batch. 
Requirements for field and laboratory duplicates and spikes will be specified 
in the quality assurance plan for this project. 

10.2 

11.0 Sample Extraction 

11.1 

11.2 
11.3 
11.4 

11.5 
11.6 
11.7 

11.8 

11.9 
11.10 

11.11 

Weigh 1 g of sample into a 50 mL polypropylene centrifuge tubes (fortify as 
needed, replace lid and mix well). Note that alternate weights of liver may be 
measured depending on the sample size available for use. 
Add water to the sample for a final volume of 10 mL. 
Homogenize sample using a tissuemker for -1 minute. 
Transfer 1 mL of the sample using a disposable pipette into a I5 mL 
disposable centrifuge tube. 
Add 5 mL of acetonitrile and shake for -20 minutes on a wrist-action shaker. 
Centrifuge the tubes at -3000 rpm for -5 minutes. 
Decant the supernatant into a 50 mL disposable centrifuge tube and add 35 
mL of water. 
Condition the SPE cartridges (1 g. 6 mL) by passing 10 mL methanol 
followed by 5 mL of HPLC wapr 1- 2 drop/sec). Do not let column run dry 
Load the sample on conditioned CIS SPE cartridge. Discard eluate. 
Elute with -2 mL of methanol. Collect 2 mL of eluate into a graduated 
15 mL polypropylene centrifuge tube (final volume = 2 mL). 
Analyze samples using electrospray LC/MS/MS. 

12.0 Chromatography 

12.1 Inject the same amount of each standard, sample and fortified sample into the 
LC/MS/MS system. A calibration standard must precede and follow all 
analyzed samples. 
Standards of PFOA corresponding to at least five or more concentration levels 
must be included in an analytical set. 
An entire set of calibration standards must be included at the beginning and at 
the end of a sample set. Standards must be interspersed between every 5-10 
samples. As an alternative, an entire set of calibration standards may be 
injected at the beginning of a set followed by calibration standards 
interspersed every 5-10 samples (to account for a second set of standards). In 
either case, calibration standards must be the fmt and last injection in a 
sample set. 
Use linear standard curves for quantitation. Linear standard curves are 
generated for the analyte by linear regression using l/x weighting of peak area 

12.2 

12.3 

12.4 
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versus calibration standard concentration using MassLynx 3.3 (or equivalent) 
software system. 
Sample nsponse should not exceed standard responses. A n y  samples that 
exceed standard responses should be M e r  diluted and reanalyzed. 

12.5 

13.0 Acceptance Criteria 

13.1 

13.2 

13.3 

13.4 

13.5 

13.6 

Chromatogram must show a peak of a daughter ion at 369 amu from a parent 
of 413 amu. The 413 amu parent corresponds to the PFOA anion, while the 
daughter ion (369 m u )  represents the loss of carbon dioxide. 
Method blanks must not contain PFOA at levels greater than the LOQ. If a 
blank contains PFOA' at levels greater than 10 ndg, then a new blank sample 
must be obtained and the entire set must be re-extracted. 
Recoveries of control spikes and matrix spikes must be between 70-130% of 
their known values. If a control spike falls outside the acceptable limits, the 
entire set of samples should be re-extracted. Any matrix spike outside 70- 
130% should be evaluated by the analyst to determine if re-extraction is 
warranted. 
Any calibration standard found to be a statistical outlier by using the Huge 
Emr Test, may be excluded from the calculation of the calibration curve. 
However, the total number of calibration standards that could be excluded 
must not exceed 20% of the total number of standards injected. 
The comelation coefficient (It) for calibration curves generated must be 
20.992 (R' 20.985). If calibration results fall outside these limits, then 
appropriate steps must be taken to adjust instrument operation, and the 
standards or the relevant set of samples should be reanalyzed. 
Retention times between standards and samples must not drift more than 
f 4 % within an analytical run. If retention time drift exceeds this limit within 
an analytical run then the set must be reanalyzed. 

14.0 Calculations 

14.1 Use the following equation to calculate the amount of PFOA found (in ng/mL, 
based on peak area) using the standard curve (linear regression parameters) 
generated by the Mass Lynx sofhvare program: 

PFOA found (ng/mL) =Peak  area - interceDt) x DF x aliquot factor 
slope 

DF = factor by which the final volume was diluted, if necessary. 
Aliquot factor - 10 
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14.2 For samples fortified with known amounts of PFOA prior to extraction, use 
the following equation to calculate the percent recovery. 

Recovery (Yo) = 

I total analyte found (nglmL) - analyte found in control (ng/mL)] loo 
analyte added (ng/mL) 

14.3 Use the following equation to convert the amount of PFOA found in ng/mL to 
ng/g @Pb). 

PFOA found @pb) = IPFOA found h d m  L) x final volume (mWl 
sample weight (g) 
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I; ANU~TICAL METHOD 1 

1 .o 

2.0 

3.0 

4.0 

5.0 

Scope 
This method is to be employed for the isolation and quantitation of perfluorooctanoic 
acid by High Performance Liquid Chromatography coupled to a tandem Mass 
Spectrometric Detector (LC/MS/MS) in small mammal serum. 

Safety 

2.1 
2.2 

Always observe safe laboratory practices. 
Consult the appropriate MSDS before handling any chemical for proper safety 
prccavtions. 

Sample Requirement 

3.1 
3.2 

3.3 

At least 1 mL of test sample for extraction. 
No sample processing is needed for s e m  samples. However, frozen serum 
samples must to allowed to completely thaw to room temperature before use. 
Sample collection procedures will be specified in the sampling plan for this 
project. 

Reagents and Standards 
4.1 Water- HPLC grade 
4.2 Methanol-HPLCgrade ,. 
4.3 Acetonitrile - HPLC grade 
4.4 
4.5 Perfluorooctanoic Acid - Sigma-Aldrich 

Instrument and Quipment 

Ammonium Acetate - A.C.S. Reagent Grade 

5.1 

5.2 
5.3 
5.4 
5.5 
5.6 
5.7 
5.8 
5.9 
5.10 
5.1 1 
5.12 
5.13 

A high performance liquid chromatograph capable of pumping up to 1 
solvents equipped with a variable. volume injector capable of injecting 5-200 
pL connected to a tandem Mass Spectrometer (LCIMSIMS). 
A device to collect raw data for peak integration and quantitation. 
Analytical balance capable of reading to 0.00001 g. 
50 mL disposable polypropylene centrifuge tubes. 
15 mL disposable polypropylene centrifuge tubes. 
Disposable micropipets (50-100uL, 100-2OOuL). 
125-mL LDPE narrow-mouth bottles. 
2 mL clear HPLC vial kit. 
Disposable pipettes. 
Autopipettes (100-1000 pL and 10-100 pL), with disposable tips. 
Waters Sep Pak Vac 6 cc (1 g) tC18 SPE cartridges. 
SPE vacuum manifold. 
vortexer. 
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6.0 

7.0 

8.0 

5.14 Wrist-action shaker. 
5.15 

Chromatographic System 

6.1 

6.2 Temperature: 3OoC 
6.3 Mobile Phase (A) : 
6.4 Mobile Phase (B) : Methanol 
6.5 Gradient Program: 

Centrifbge capable of spinning 15 mL polypropylene tubes at 3000 rpm. 

Analytical Column: Fluophase RP (Keystone Scientific), 2.1 mm x 50 mm, 5p 
(PM: 82505-052130) 

2 mM Ammonium Acetate in Water 

Flow Rate 
Time Imin) - % A  - %B [mL/min) 

0.0 65 35 0.3 
1 .o 65 35 0.3 
8.0 25 75 0.3 

20.0 25 75 0.3 
22.5 65 35 0.3 

6.6 Injection Volume: 15 pL (can be increased to as much as 50 pL). 
6.7 Quantitation: Peak Area - external standard calibration curve. 
6.8 Run Time: - 23 minutes. :' 

The above conditions are intended as a guide and may be changed in order to 
optimize the HPLC system. 

MSMS System 

7.1 Mode: Electrospray Negative MRM mode, monitoring 413 + 369 m/z for 
PFOA. 

The above conditions are intended as a guide and may be changed in order to 
optimize the MSMS system. 

Preparation of Solutions 

8.1 Mobile Phase 

8.1.1 2 mM ammonium acetate in water is prepared by adding 0.154 g of 
ammonium acetate to 1000 mL of water. 

Alternate volumes may be prepared. 

Page 3 of 7 
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9.0 Standard Preparation 

9.1 Standard Sto&Fortification Solution 
9.1.1 Pnparc a stock solution of -100 pg/mL of PFOA by weighing IO mg 

of analytical standard (corrected for purity) and dilute to 100 mL with 
methanol in a 125-mL LDPE bottle. 

9.1.2 A 1.0 pg/mL fortification solution of PFOA is prepared by bringing 1 
mL of the 100 pg/mL solution to a final volume of 100 with methanol 
in a 125 mL. LDPE bottle. 
A 0.1 pg/mL fortification solution of PFOA is prepared by bringing IO 
mL ofthe 1.0 p g / d  solution to a final volume of 100 with methanol in 
a 125 mL LDPE bottle. 

9.1.4 The stock and fortification solutions are to be stored in a refrigerator at 
approximately 4°C and are stable for a maximum period of 6 months 
from the date of preparation. 

9.1.3 

9.2 Standard Calibration Solutions 

9.2.1 LUMSMS calibration standards are prepared in methanol via dilution 
of the 0.1 p g h L  fortification solution. 

9.2.2 The following is a typical example: additional concentrations may be 
prepared as needed. 

Conccntmtion Final 
of Fortification Volume Diluted to Concentration 

Solution (ng/mL) (mL) (mL) (ng/mL) 
too 5.0 100 5.0 
100 2.0 100 2.0 
100 1 .o 100 1 .o 
5 .o IO 100 0.5 
2.0 10 100 0.2 
1 .o 10 too 0. I 

9.2.3 Ston all calibration standards in 125-mL LDPE narrow-mouth bottles 
at 2°C to 6°C. up to six months. 

9.2.4 Alternate volumes and concentrations of standards may be prepared as 
needed. 

10.0 Batch Set Up 

10.1 Each batch of samples extracted (typically 20 or less) must include at least 
one untreated control and two untreated controls fortified at known 
concentrations (lab control spike) to verify procedural recovery for the batch. 
Requirements for field and laboratory duplicates and spikes will be specified 
in the quality assurance plan for this project. 

10.2 
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11.0 Sample Extraction 

11.1 Measure 1 mL of sample into a 50 mL polypropylene centrifuge tubes (fonify 
as needed, replace lid and mix well). Note that alternate volumes of serum 
may be measured depending on the sample size available for use. 

1 1.2 Add water to the sample for a final volume of 20 mL. Cap tightly 
11.3 Vortex for -1 minute. 
11.4 Transfer 1 mL of the sample using a disposable pipette into a 15 mL 

disposable centrifuge tube. 
11.5 Add 5 mL of acetonitrile and shake for -20 minutes on a wrist-action shaker. 
1 1.6 Centrifuge the tubes at -3000 rpm for -5 minutes. 
11.7 Decant the supernatant into a 50 mL disposable centrifuge tube and add 35 

mL of water. 
11.8 Condition the CIS SPE cartridges (1 g, 6 mL) by passing 10 mL methanol 

followed by 5 mL of HPLC water (- 2 droplsec). Do not let column run dry 
11.9 Load the sample on conditioned CIS SPE cartridge. Discard eluate. 
11.10 Elute with -2 mL of methanol. Collect 2 mL of eluate into a graduated 

15 mL polypropylene centrifuge tube (final volume = 2 mL). 
11.1 1 Analyze samples using electrospray LC/MS/MS. 

12.0 Chromatography 

12.1 Inject the same amount of eac$standard, sample and fortified sample into the 
LC/MS/MS system. A calibration standard must precede and follow all 
analyzed samples. 
Standards of PFOA corresponding to at least five or more concentration levels 
must be included in an analytical set. 
An entire set of calibration standards must be included at the beginning and at 
the end of a sample set. Standards must be interspersed between every 5 -  I O  
samples. As an alternative. an entire set of calibration standards may be 
injected at the beginning of a set followed by calibration standards 
interspersed every 5-10 samples (to account for a second set of standards). In 
either case. calibration standards must be the first and last injection in a 

Use linear standard curves for quantitation. Linear standard curves are 
generated for the analyte by linear regression using l/x weighting of peak area 
versus calibration standard concentration using MassLynx 3.3 (or equivalent) 

Sample response should not exceed standard responses. Any samples that 
exceed standard responses should be further diluted and reanalyzed. 

12.2 

12.3 

sample set. 
12.4 

sofrware system. 
12.5 
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13.0 Acceptance Criteria 

13.1 

13.2 

13.3 

13.4 

13.5 

13.6 

Chromatogram must show a peak of a daughter ion at 369 amu from a parent 
of 413 amu. The 413 amu parent corresponds to the PFOA anion, while the 
daughter ion (369 amu) represents the loss of carbon dioxide. 
Method blanks must not contain PFOA at levels greater than the LOQ. If a 
blank contains PFOA at levels greater than 10 ng/mL, then a new blank 
sample must be obtained and the entire set must be re-extracted. 
Recoveries of control spikes and matrix spikes must be between 70-130% of 
their known values. If a control spike falls outside the acceptable limits, the 
entire set of samples should be re-extracted. Any matrix spike outside 70- 
130% should be evaluated by the analyst to determine if re-extraction is 
warranted. 
Any calibration standard found to be a statistical outlier by using the Huge 
Error Test, may be excluded h m  the calculation of the calibration curve. 
However, the total number of calibration standards that could be excluded 
must not exceed 20% of the total number of standards injected. 
The conelation coefficient (R) for calibration curves generated must be 
20.992 (R’ 20.985). If calibration results fall outside these limits. then 
appropriate steps must be taken to adjust instrument operation, and the 
standards or the relevant set of samples should be reanalyzed. 
Retention times between standards and samples must not driR more than 
f 4 %within an analytical run.:.If retention time drift exceeds this limit within 
an analytical run then the set must be reanalyzed. 

14.0 Calculations 

14.1 Use the following equation to calculate the amount of PFOA found (in ng/mL, 
based on peak area) using the standard curve (linear regression parameters) 
generated by the Mass Lynx software program: 

PFOA found (ng/mL) =[Peak area - interceutl x DF x aliquot factor 
slope 

DF = factor by which the final volume was diluted, if necessary. 
Aliquot factor = 20 

14.2 For samples fortified with known amounts of PFOA prior to extraction, use 
the following equation to calculate the percent recovery. 

Recovery (%) = 

[ total analyte found (ng/nL) - analyte found in control (ng/nL)] 
anal@ added (ng/mL) 

oo 
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14.3 Use the following equation to convert the amount of PFOA found in ng/rnL to 
PPb. 

PFOA found @pb) -1PFOA found (nidmLI x final volume (mL'1] 
sample volume (mL) 

. I .  
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I PROTOCOL AMENDMENT 

Amendment Number: 1 
Effective Date: 01/19/05 

Exygen Study Number: PO000760 Client Study Number: None 
Page 1 of 1 

DESCRIPTION OF AMENDED SECTION 
1 ) Analytical Procedure Summary VOOOl780:Section 9.1 
2) Verification of Analytical Procedure 

1) Add to Section 9.1: Section 9.1.6, Alternate weights of standards may be used to 
prepare alternate concentrations of stock solutions as necessary. Alternate levels of 
fortification solutions may also be prepared. 
2) Low and high spiking levels of the analytes for each matrix may be altered depending 
on sample size available for extraction and/or to cover analyte concentrations expected 
in the samples. 

AMENDED TO 

RATIONALE 
1) Higher concentrations of standards need to be prepared in order to spike the sample 
bottles at higher levels. 
2) The sample size available for small mammal liver and serum was smaller than 
expected. Spiking at the pre-determined levels in the protocol puts the spiked 
concentration lower than the detection limit. Also, the analyte levels in the ground water 
samples are expected to greatly exceed the pre-determined spiking levels listed in the 
protocol. When the levels in the samples greatly exceed the spiking levels, an accurate 
recovery value cannot be calculated for the QC sample. Higher spiking levels in the 
bottles will cover the analyte concentrations expected in the water samples. 

IMPACT ON STUDY 
The LOQ is 100 nglg for a 0.1 g sample of small mammal liver and is I000 ng/mL for a 
0.01 mL sample of small mammal serum. 
Higher levels of spiking for the water samples will ensure that more QC recovery data 
can be used. 
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DESCRIPTION OF AMENDED SECTION 
Report, page 11 of 65 

AMENDED TO 
Instead of one final report, interim reports will be issued. 

RAT1 0 NALE 
Due to the excessive sizes of the data sets, interim reports will be issued to allow the 
client to receive data in a timelier m. maaGtcl- 0 3  &, Hw I / .  

IMPACT ON STUDY 
The client will be able to receive and review the data more quickly. 
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Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation 
by LC/MS/MS 

1.0 Scope t 

This method is to be employed for the isolation and quantitation of perfluorooctanoic 
acid by High Performance Liquid Chromatography coupled to a tandem Mass 
Spectrometric Detector (LCNSMS) in vegetation. 

2.0 Safety 

2.1 
2.2 

Always observe safe laboratory practices. 
Consult the appropriate MSDS before handling any chemical for proper safety 
precautions. 

3.0 Sample Requirement 

3.1 
3.3- 

At least 20 g of test sample for extraction. 
Samples should be processed before extraction. Place the frozen saniple in a 
food processor and homogenize with dry ice. Place the samples in containers 
and leave open in frozen storage overnight to allow for carbon dioxide 
sublimation. Seal and place the samples in frozen storage until time of 
analysis. 
Sample collection procedures will be specified in the sampling plan for this 
project. 

3.3 

, 4.0 Reagents and Standards 

4.1 
4.2 
4.3 
4.4 
4.5 
4.6 
4.7 
4.8 
4.9 
4.10 
4.1 1 
4:12 
4.13 

Water - HPLC grade 
Acetonitrile - HPLC grade 
Carbon (1 20-400 mesh) - Reagent grade 
Methanol - HPLC grade 
Silita gel (60-200 mesh) - Reagent grade 
Florisil (60-100 mesh) - Reagent grade 
Superclean LC-NH2 - Reagent grade 
1-Octanol - HPLC grade 
L-Ascorbic acid - Reagent grade 
Dimethyldichlorosilane - Reagent grade 
Toluene - Reagent grade 
Ammonium Acetate - A.C.S. Reagent Grade 
Perfluorooctanoic Acid - Sigma-Aldrich 

5.0 Instrument and Equipment 

5.1 A high performance liquid chromatograph capable of pumping up to 2 
solvents equipped with a variable volume injector capable of injecting 5-200 
pL connected to a tandem Mass Spectrometer (LCMSNS). 
A device to collect raw data for peak integration and quantitation. 
Analytical balance capable of reading to 0.00001 g. 

5.2 
5.3 

0 0 7 5  
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5.4 
5.5 
5.6 
5.7 
5.8 
5.9 
5.10 
5.1'1 
5.12 
5.13 
'5.14 
5.15 

Rotary evaporator. 
125 mL pear-shaped flasks. 
50 mL disposable polypropylene centrifuge tbbes. 
15 mL disposable polypropylene centrifuge tubes. 
Disposable micropipets (50- 1 OOuL, 100-2OOuL). 
125-mL LDPE narrow-mouth bottles. 
2 mL clear HPLC vial kit. 
Disposable pipettes. 
Autopipettes (1 00- 1000 pL and 10- 100 pL), with disposable tips. 
SPE tubes (20rnL) (Supelco cat. no. N057177). 
Wrist action shaker. 
Centrifuge capable of spinning 50 mL polypropylene tubes at 2000 rpm. 

6.0 Chromatographic System 

6.1 

6.2 Temperature: 30°C 
6.3 Mobile Phase (A) : 
6.4 Mobile Phase (E3) : Methanol 
6.5 Gradient Program: 

Analytical Column: Fluophase RP (Keystone Scientific), 2.1 mm x 50 mm, 511 
(P/N: 82505-052130) 

2 mM Ammonium Acetate in Water 

Flow Rate 
Time (min. %A - % B '  (mL/min) 

0.0 65 35 0.3 
1 .o 65 35 0.3 

* 8.0 25 75 0.3 
20.0 25 75 0.3 
22.5 ' 65 35 0.3 

6.6 
6.7 
6.8 Run Time: - 23 minutes. 

The above conditions are intended as a guide and may be changed in order to 
optimize the HPLC system. 

Injection Volume: 15 pL (can be increased to as much as 50 pL). 
Quantitation: Peak Area - external standard calibration curve. 

7.0 MShMS System 

7.1 Mode: Electrospray Negative MRM mode, monitoring 41 3 + 369 d z  for 
PFOA. 

0074; 
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The above conditions are intended as a guide and may be changed in order to 
optimize the MSMS system. 

8.0 Preparation of Solutions 

8.1 Mobile Phase 

8.1.1 2 mM ammonium acetate in water is prepared by adding 0.154 g of 
ammonium acetate to 1000 mL of water. 

,8.2 Extraction Solutions 

8.2.1 2% ascorbic acid in methanol is prepared by dissolving 2 g of ascorbic 
acid in 100 mL of methanol. 

8.2.2 30% Dimethyldichlorosilane in toluene is prepared by bringing 3 mL 
of dimethyldichlorosilane to a final volume of 10 mL with toluene. 

9.0 

Alternate volumes may be prepared. 

Standard Preparation 

9.1 Standard StockFortification Solution 

9.1.1 

9.1.2 

' 9.1.3 

9.1.4 

9.1.5 

Prepare a stock solution of -100 pg/mL of PFOA by weighing 10 ing 
of analytical standard (corrected for purity) and dilute to 100 mL with 
methanol in a 125-mL LDPE bottle. 
A 1.0 pg/mL fortification solution of PFOA is prepared by bringing 1 
mL of the 100 pg/mL solution to a final volume of 100 with methanol 
in a 125 mL LDPE bottle. 
A 0.1 pg/mL fortification solution of PFOA is prepared by bringing 10 
mL of the 1.0 pg/mL solution to a final volume of 100 with methanol in 
a 125 mL LDPE bottle. 
A 0.01 pg/mL fortification solution of PFOA is prepared by bringing 
10 mL of the 0.1 pg/mL solution to a final volume of 100 with 
methanol in a 125 mL LDPE bottle. 
The stock and fortification solutions are to be stored in a refrigerator at 
approximately 4°C and are stable for a maximum period of 6 months 
fiom the date of preparation. 

9.2 Standard Calibration Solutions 

9.2.1 LCI'MSIMS calibration standards are prepared in methanol via dilution 
of the 1 .O pg/mL fortification solution. 
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9.2.2 The 'following is a typical example: additional concentrations may be 
prepared as needed. 

Concentration Final 
of Fortification Volume Diluted to Concentration 

1 .o 5.0 100 0.05 
1 .o 2.5 100 0.025 
1 .o 1 .o 100 0.01 

0.05 10 100 0.005 
0.025 10 100 0.0025 
0.1 10 100 0.001 

0.005 10 100 0.0005 

Solution (pg/mL) (mL) (mL) (j.lg/mL) 

9.2.3 Store all calibration'standards in 125-mL LDPE narrow-mouth bottles 
at 2°C to 6OC, up to six months. 

9.2.4 Alternate volumes and concentrations of standards may be prepared as 
needed. 

t 
10.0 Batch Set Up 

10.1 Each batch of samples extracted (t);pically 20 or less) must include at least 
one untreated control and two untreated controls fortified at known 
concentrations (lab control spike) to verify procedural recovery for the batch. 
Requirements for field and laboratory duplicates and spikes will be specified 
in the quality assurance plan for this project. 

10.2 

11.0 Sample Extraction 

- 11.1 

11.2 
11.3 

11.4 
11.5 

I 

11.6 

11.7 

Weigh 5 g of frozen sample into 50 mL polypropylene centrifuge rubes 
(fortify as needed, replacelid and mix well). 
Add 30 mL of acetonitrile and shake on a wrist action shaker for -15 minutes. 
Centrifuge the 50 mL polypropylene tubes containing sample at -2000 rpni 
for -1 0 minutes. 
Pack and condition the SPE tubes and silanize the pear-shaped flasks. 
Pack the 20 rnL SPE tubes in sequence with 2 g florid, 2 g silica gel, 2 g 
carbon, and 1 g LC-NH2. Condition the columns with 20 mL of methanol, 
then 20 mL of acetonitrile. Discard all washes. Do not allow the column to 

Silanize the 125 mL pear-shaped flasks by rinsing with the 30% 
dimethyldichlorosilane in toluene solution. Rinse the flask with toluene once, 
followed by methanol (three times). Dry the flasks completely before use, 
either by air-drying or with a stream of nitrogen. 
Decant the extract on to a conditioned SPE column fitted inside the mouth of 
the pear-shaped flask. Collect the eluate in the 125 mL silanized pear-shape 
flask. 

dry. 
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11.8 Add 20 mL bf acetonitrile to the sample in the 50 mL centrifuge tube. 
11.9 Shake the sample again for -10 minutes on a wrist-action shaker. 
11.110 Centrifuge the 50 mL polypropylene tubes containing sample at -2000 rpm 

for -5 minutes. 
11.1 1 Decant the extract onto the same SPE column. Collect the eluate into the 

same pear-shaped flask and combine with the eluent from the initial 
extraction. 

1 1.12 Repeat steps 1 1.8 through 1 1.1 1 again. 
11.13 Add 3-4 drops of 1-octanol to the extract in the pear-shaped flask and 

evaporate at reduced pressure using a rotary evaporator (at < 40°C). 
J1.14 Make the final volume, by adding 2 mL of 2% ascorbic acid in methanol to 

the pear-shaped flask and swirl to mix/dissolve. 
1 1.15 Transfer the extracts to HPLC vials using disposable pipets. 
1 1.16 Analyze samples using electrospray LC/MS/MS. 

. 

12.0 Chromatography 

12.1 Inject the same amount of each standard,.sarnple and fortified sample into the 
LC/MS/MS system. A calibration * standhd must precede and follow all 
analyzed samples. 

12.2 Standards of PFOA corresponding to at least five or more concentration levels 
must be included in an analytical set. 

12.3 An entire set of extracted calibration standards must be included at the 
beginning and at the end of a sample set. Extracted standards must be 
interspersed between every 5-10 samples. As an alternative, an entire set of 
extracted calibration standards may be injected at the beginning of a set 
followed by extracted calibration standards interspersed every 5- 10 samples 
(to account for a second set of extracted standards). In either case, extracted 
calibration standards must be the first and last injection in a sample set. 
Use linear standard curves for quantitation. Linear standard curves are 
generated for the analyte by linear regression using l/x weighting of peak area 
versus calibration standard concentration using MassLynx 3.3 (or equivalent) 
software system. 
Sample response should not exceed standard responses. Any samples that 
exceed standard responsss should be hrther diluted and reanalyzed. 

w 

’ 

12.4 

12.5 

13 .O Acceptance Criteria 

13.1 Chromatogram must show a peak of a daughter ion at 369 anu  fiom a parent 
of 413 m u .  The 413 amu parent corresponds to the PFOA anion, while the 
daughter ion (369 amu) represents the loss of carbon dioxide. 
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13.2 Method blahks must not contain PFOA at levels greater than the LOQ. If a 
blank contains PFOA at levels greater than 0.5 ppb, then a new blank sample 
must be obtained and the entire set must be re-extracted. 
Recoveries of control spikes and matrix spikes must be between 70-130% of 
their known values. If a control spike falls outside the acceptable limits, the 
entire set of samples should be re-extracted. 
Any calibration standard found to be a statistical outlier by using the Huge 
Error Test, may be excluded from the calculation of the calibration curve. 
However, the total number of calibration standards that could be excluded 
must not exceed 20% of the total number of standards injected. 
The correlation coefficient (€2) for calibration curves generated must be 
20.992 (R' 20.985). If calibration results fall outside these limits, then 
appropriate steps must be taken to adjust instrument operation, and the 
standards or the relevant set of samples should be reanalyzed. 
Retention times between standards and samples must not drifl more than 
f 4 % within an analytical run. If retention time drift exceeds this limit within 
an analytical run then the set must be reanalyzed. 

13.3 

13.4 

,13.5 

13.6 

14.0 Calculations 

14.1 Use the following equation to calculate the amount of PFOA found (in ng/mL, 
based on peak area) using the standard curve (linear regression parameters) 
generated by the Mass Lynx software program: 

W' 

PFOA found jng/mL) = [Peak area - intercept) 
slope 

14.2 Use the following equation to convert the amount of PFOA found in ng/mL to 
' ng/g@pb). 

PFOA found (ppb) = [PFOA found (ndmL) x final volume (mL) x DF1 
sample weight (g) 

DF = factor by which the final volume was diluted, if necessary. 

14.3 For samples fortified with known amounts of PFOA prior to extraction, use 
the following equation to calculate the percent recovery. 

Recovery (%) = 

x 100 [ total analyte found (ng/g) - analyte found in control (ng'g)] 
analyte added (ng/g) 
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Evgen. R E S E A R C H  
3058 Research Drive 
State College, PA 16801 

Phone: c I 4-272-1 039 
Fax: 81 4-231 -1 580 

(sP0003800 > 3845 I 
Description: Pentadecafluorooctanoic acid 
Type: Routine Date Received: 
Sponsor Contact: Expires: 
Matrix: Solids (Gravimetric) Special: 
Catalog #: 171468 Flammable: 
Lot #:. : 231 16HB Health: 
CAS #: 335-67-1 Reactive: 
Solvent: NONE Gross: 
Removed: False Gross Units: 
Condition Recv'd: Room Temperature L, Net Balance: 
Condition Stored: Room Temperature Net Units: 
Current Location: B1-105 7H18 IS AN EXACTCOPY Ob 
Vendor: SIGMA-ALDRICH, INC. ~ORIGlNALDOCUIVIEN7 ' 
Company Name: 
Contact: 
Phone #: 
Notes: 

12/08/2003 
12/8/2005 12:OO:OOAM 
No significant hazard 
Non-combustible (will not burn) 
Slightly toxic 
No significant hazard 
43.03219 

9 
4.23143 

9 

Addition Component Withdrawal - Units 

5 9 
Notes: 

0.1 0242 g 
Notes: 0 

0.10242 g 
0 
09 
N Notes: 

0.010244 €l 

Notes: 

0.01 0242 B 
Notes: + P760 

0.01 047 g 
Notes: 

0. I 0242 g 
Notes: 

0.10242 9 

81312005 " 

Standard Primary.rpt 

Component Pumose 
INITIAL 

Balance 14 ANALYSIS 

Balance 14 ANALYSIS 

Balance 32 ANALYSIS 

Balance 32 ANALYSIS 

Balance 17 ANALYSIS 

Balance 17 ANALYSIS 

Balance 17 ANALYSIS 

Report Version: Jul22 2005 3:58PM 
Page 1 of 2 

Computer 

BALANCE5 . 

BALANCE5 
(. 

BALANCE7 

.BALANCE7 

I BALANCE8 

BALANCE8 

BALANCE8 

Created On 
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12/8/2003 1:53:57PM 

3/2/2004 11:45:51AM 

6/1/2004 10:32:52AM 

1 111 712004 1 1 :28:49AM 

11/22/2004 11:15:04AM 

12/20/2004 8:lj:llAM 

1/19/2005 1!:44:19AM 

Instance: 

Created By 
Risha, Karen 

Risha, Karen 

Sheehan, Amy 

Decker, Emily 

Sheehan. Amy 

Decker, Emily 

Sheehan, Amy 

Sheehan, Amy 

R0182395 



I 
Date Received: 12/08/2003 

Sponsor Contact: 
Matrix: Solids (Gravimetric) 
Catalog #: 171468 
Lot #: 231 16HB 

Solvent: NONE 
Removed: False 
Condition Recv'd: Room Temperature 
Condition %red: Reom Temper~tirre 
Current Location: B1-105 

Company Name: 
Contact: 
Phone #: 
Notes: 

CAS #: 335-67-1 

Vendor: SIGMA-ALDRICH, INC. 

Expires: 
Special: 
Flammable: 
Health: 
Reactive: 
Gross: 
Gross Units: 
Net Balance: 
Net Units: 

12/8/2005 12:OO:OOAM 
No significant hazard 
Non-combustible (will not burn) 
Slightly toxic 
No significant hazard 
43.03219 
9 
4.23143 
9 

Exygen STUDY NOI *-. 
srs-lc OB/p3/d 

~ ~ ~ ~ ~ ~ ~~ 

Addition Component WRhdrawal - Units . Corn D o n e n t CornDuter Created On Created By Pumose 

0.01024 g Balance 14 PREPARE BALANCE5 2/22/2005 9:06:53AM Connolly. Paul 
Notes: P760 

0.1 0242 

0.1 0242 

0.1 0242 

Notes: 

Notes: Prepare stock for P760 

Notes: Fluorochernicals 

511 712005 10:55:17AM Edwards, Chrissy Balance 17 OTHER BALANCE8 g ,  . 

9 Balance 17 ANALYSIS BALANCE8 6/16/2005 8:18:43AM Sheehan, Amy 

g Balance 17 ANALYSIS BALANCE8 6/20/2005 3:09:46PM . Kravets, Brittany 
Notes: Stocks for fluorochemicals. 

Notes: 

. 7/22/2005 10:54:43AM Smith, Jennifer BALANCE7 PREPARE 0.010434 '9 Balance 32 

Purity 
97.64 I 

8/3/2005 
Standard Primary.rpt 

b 

Date Characterized Date Expires Characterized By 
12/08/2003 12/08/2OO5 Sigrna-Aldrich 

Created By 
Risha, Karen 

Report Version: Jul22 2005 3:58PM 
Page 2 of 2 

Instance: R0182395 
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Eyvgen. R E S E A R C H  
3058 Research Drive 
State College, PA 16801 

Phone: '1--r4-272-1039 € 
Fax: 814-231 -1 580 

Description: Perfluorooctanoic Acid, Radiolabeled Date Received: 04/15/2004 
Type: Routine Expires: 3/29/2009 12:00:00AM 
Sponsor Contact: Special: 
Matrix: Solids (Gravimetric) Flammable: Non-combustible (will not burn) 

Lot #: 3507-1 95 Reactive: No significant hazard 
CAS #: 335-67-1 Gross: 6.83947 

Removed: False Net Balance: 0.26279 

Condition Stored: Frozen 
Current Location: 81-105 7f-118 IS AN EXACTCOPY OF 
Client: Mark Ellefson 
Company Name: 
Contact: 
Phone #: 
Notes: 

Catalog #: 4 Health: Highly toxic 

Solvent: NONE Gross Units: 9 

Condition Recv'd: Dry Ice Net Units: Q " 

Exygen STUDY NO. ~-,_ ?7@ . 

Addition 
0.5 

e3 
CL, 
Cx 
00 

ComDonent Withdrawal - Units ComDonent 

9 
Notes: 

0.01 032 9 Balance 14 

Notes: 023-087 
0.010313 9 Balance 32 

Notes: P760 
0. I 031 3 9 Balance 17 

Notes: P760 
0.10313 9 Balance 17 

Notes: Prepare Stock for P760 
0.010313 9 Balance 32 

Notes: Prepare Fort for P760 

Computer Pumose 
INITIAL .- .- 

ANALYSIS BALANCE5 

ANALYSIS BALANCE7 

ANALYSIS BALANCE8 

OTHER BALANCE8 

OTHER BALANCE7 

6/20/2005 
Standard Primary.rpt 

Report Version: Jun 10 2005 10:28AM 
Page 1 of 2 

Created On Created By 
411 5/2004 1 :38:43PM Edwards, Chrissy 

611 5M004 9:58:56AM Edwards, Chrissy 

1 111 712004 1 1 :05:43AM Sheehan, Amy, 

1/19/2005 11:57:34AM Sheehan, Amy 

511 712005 1 1 :39:07AM Edwards, Chrissy 

511 7M005 12:10:42PM Edwards, Chrissy 

. .  

Instance: R0173187 



~ ;\& ~~~ 

PIJ ritv Date Characterized Date ExDires CI raracterized By Created By 
97 % 0410712004 03/29/2009 Characterized by Perkin Elmer Life and Edwards, Chrissy 

Analytical Sciences 

Exygen STUDY NO. J'lbD 
4 

6I20l2005 
Standard Primary.rpt 

Report Version: Jun I O  2005 10:28AM 
Page 2 of 2 

Instance: R0173187 
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@XU'lE'ICATE OF ANALYSIS 

Perfluorooctanoic acid, [ 1 ,2-'3C] 
3507-195 
c-1502 
416 I*' 

Solid 
Compared with unlabeled standard by Mass Spectrum 
>97% try Mass Spectrometry 

II 

Exygen STUDY NO. f'760 



c 
- - 

.......... -. . . . . . . . .  .- ......... .............. 

--.---_--.--I.. - _ .... .. .............. ......... . . . . .  
i cus5t&73_0402191~4611#47-101 RT: 0.76-?.65 A V  55 NL: 3.13E4 
i J: - c Full ms [ 50~00-i~OO~OO) 
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.. 3M Emrlxonmeatal Technology K> Box 3333 I 
nnd Services St. F?tul, MN 55 133-3131 . .  

612 778 wz 

W ,  

April 12,2004 

Exygen Research 
3048 Research Drive 
State College:, PA 16801 
Amtiorx Job Flaherty 

Dear Mr. Flaherry: 

Enclosed is approximately 0.5 grams of TCR-744, Perfluorooctanoic Acid, [ 1,2-"C]. Also enclosed arc the 
associated Cedcate of Analysis, TCR Receipt & General Infonnation form, MSDS, and one Chain of 
Custody €om (#6725). Please sign and date the Chain of Custody form then renun the original to my 
attention at the following address: 

3M Environmental Lab 

P.O. Bax 33331 
St, Paul, MN 55 133 

Building 2-313-09 
. I ,,* 

If you b v e  any questions or comments regarding this standard transfer, please contact mc on: 
(651) 778-6343 

Sincerely, 
\ 

Analyst 

enclosure Exygen STUDY NO3 JS! 

'?HIS BAN EXACTCOPY 0); 
THE QFIIG!NALDOC 

w,* 53 umYl04 

0 0 9 3  
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844-239 -8032 
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Exygen STUDY NO. Jm- 



Phone: 814-272-1 039 
Fax: 814-231-1 580 

3058 Research Drive EVgen E! E S E A R C H State College, PA 16801 

[SS0006991/ PFBS, PFIHS, PFOS, PFOA, and 13C PFOA in Methanol 1000ug/mL 
Standard ID: 18,254 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 511 712005 9:37:26AM 
Category: Stock Condition Stored: Refrigerated 

Date Expires: 11/17/2005 9:31:46AM 

Final Volume: 100 pglmL 

I Preaaratian I 

U 

U 

8/3/2005 
Standard Components.rpt 

Stock Description Amount - Units 
SP0002694 Heptadecafluorooctanesulfoni 0.10654 9 

c acid (PFOS) 
SP0003800 Pentadecafluorooctanoic acid 0.10242 9 

9 SP0005726 Perfluorobutanesulfonate ( 0.1 1692 

9 SP0004184 Perfluorooctanoic Acid, 0.10313 
Radiolabeled 

TCR-99030-023) 

SP0002401 PFHS 0.1 1136 9 

I Final Concentrations I 
Component Concentration - Units 

3C-Perfluorooctanoic Acic 1000.3600 Ccg/mL 
Perfluorobutane Sulfonate 1 000.1300 w/mL 
Jerfluorohexane Sulfonak 1000.2400 w/mL 
Perfluorooctane Sulfonate 999.9840 CIg/mL 

Perfluorooctanoic Acid 1000.0300 lJg/mL 

Report Version: May 26 2005 1 1 :43A 
Page 1 of 1 

Instance: R0182386 



3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-272-1 039 
Fax: 814-231-1580 

ISSO006995 / 13C PFOA in Methanol 100 ug/mL 
Standard ID: 18,260 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 5/17/2005 12:11:32PM 
Category: Stock Condition Stored: Refrigerated 

Date Expires: 1 1 / I  7/2005 1 1 :56: 18AM 

Final Volume: 100 pg/mL 

I Preparation I 

SP0004184 Perfluorooctanoic Acid, 0.01 031 9 
- Stock Description Amount Units 

Radiolabeled 

I Final Concentrations I 

3C-Perfluorooctanoic Acic 100.0360 w/mL 
Component Concentration - Units 

W 

a1312005 
Standard Cornponents.rpt 

Report Version: May 26 2005 11 :43 9s f4 9 Instance: 
Page 1 of 1 

R0182385 



3058 Research Drive 
State College, PA 16801 

F1 E S E A R C H 

Phone: 814-272-1 039 
Fax: 81 4-231 -1 580 

ISSO006996 / PFBS, PFHS, PFOS, PFOA, and 13C PFOA in Methanol 100 ug/mL I 
Standard ID: 18,261 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 5/17/2005 12:44:26PM 
Category: Fortification Condition Stored: Refrigerated 

Date Expires: 1 1 I1 7/2005 9:31:46AM 

Final Volume: 100 pg/mL 

I Preparation 1 
Stock Description Amount Units 

SS0006991 PFBS, PFHS, PFOS, PFOA, 10.00000 mL 
and 13C PFOA in Methanol 

1000ughL 

I Final Concentrations- I 
Component Concentration - Units 

3C-Perfluorooctanoic Acic 100.0360 C1dmL 
Perfluorobutane Sulfonate 100.01 30 lJg/mL 
>erfluorohexane Sulfonate 100.0240 CIS/mL 
Perfluorooctane Sulfonate 99.9984 CIg/mL 

Pemuorooctanoic Acid 100.0030 CIg/mL 

W 

U 

8/3/2005 
Standard Components.rpt 

Exygen STUDY NO; v- 

0%/~3/0s 

Report Version: May 26 2005 1 1 :43 61 M 1 0 0 Instance: 
Page 1 of 1 



3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-272-1 039 
Fax: 814-231-1580 

ISSO006997 / PFBS, PFHS, PFOS, PFOA, and 13C PFOA in Methanol 10 ug/mL 
Standard ID: 18,262 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 5/17/2005 12:48:24PM 
Category: Fortification Condition Stored: Refrigerated 

Date Expires: 1 1/17/2005 9:31:46AM 

Final Volume: I00  pg/mL 

I Preaaration 1 

Stock Description Amount - Units 
SS0006996 PFBS, PFHS, PFOS, PFOA, 10.00000 mL 

and 13C PFOA in Methanol 
100 ug/mL 

I Final Concentrations 1 
Units Component Concentration - 

3C-Perfluorooctanoic Acic 10.0036 CIg/mL 
Perfluorobutane Sulfonate 10.001 3 CIg/mL 
>erfluorohexane Sulfonate 10.0024 CIg/mL 
Pemuorooctane Sulfonate 9.9998 I.rg/mL 

Perfluorooctanoic Acid 10.0003 CIg/mL 

W 

a1312005 
Standard Components.rpt 

Instance: 
OH01 

Report Version: May 26 2005 11 :43AM 
Page 1 of 1 



3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-272-1 039 
Fax: 814-231-1580 

(SSOOOSSSS / PFBS, PFHS, PFOS, PFOA, and 13C PFOA in Methanol 1 ug/mL I 
Standard ID: 18,263 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 511 7/2005 12:48:37PM 
Category: Fortification Condition Stored: Refrigerated 

Date Expires: 1 1/17/2005 9:31:46AM 

Final Volume: 100 pg/mL 

I Preparation I 
Stock Description Amount Units 

SS0006997 PFBS, PFHS, PFOS, PFOA, 10.00000 mL 
and 13C PFOA in Methanol 

10 ug/mL 

1 Final Concentrations 
Component Concentration 

3C-Pefluorooctanoic Acic 1.0004 
Perfluorobutane Sulfonate 1.0001 
>efluorohexane Sulfonate 1.0002 
Perfluorooctane Sulfonate 1 .oooo 

Perfluorooctanoic Acid 1 .oooo 

W 

Wgen STUDY NO, .- P360 

W 

8/3/2005 
Standard Components.rpt 

Report Version: May 26 2005 11 :43 Instance: 
Page 1 of 1 

R0182388 
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3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-272-1039 
Fax: 814-231-1 580 

ISSO007273 / PFBS, PFMS, PFOS, PFOA, and 13C PFOA in MeOH 50 ng/mL 
Standard ID: 18,605 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 6/10/2005 9:15:50AM 
Category: Calibration Condition Stored: Refrigerated 

Date Expires: 1 1/17/2005 9:31:46AM 

Final Volume: 100 ng/mL 

I Preparation I 
Stock Description Amount Units 

SS0006998 PFBS, PFHS, PFOS, PFOA, 5.00000 mL 
and 13C PFOA in Methanol 

1 ug/mL 

I Final Concentrations I 
Component Concentration - Units 

3C-Perfluorooctanoic Acic 50.0180 ng/mL 
Perfluorobutane Sulfonate 50.0065 ng/mL 
>erfluorohexane Sulfonate 50.01 20 ng/mL 
Perfluorooctane Sulfonate 49.9992 ng/mL 

Perfluorooctanoic Acid 50.0015 ng/m L 

0 

8/3/2005 
Standard Components.rpt 

Report Version: May 26 2005 1 I Instance: 
Page 1 of 1 

R0182373 



3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-272-1 039 
Fax: 81 4-231 -1 580 

ISSO007274 / PFBS, PFIHS, PFOS, PFOA, and 13C PFOA in MeOH 25 ng/mL 
Standard ID: 18,606 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 6/10/2005 9:17:56AM 
Category: Calibration Condition Stored: Refrigerated 

Date Expires: 1 1 / I  7/2005 9:31:46AM 

Final Volume: 100 ng/mL 

I Preoaration I 

W 

8/3/2005 
Standard Components.rpt 

Stock Description Amount Units 
SS0006998 PFBS, PFHS, PFOS, PFOA, 2.50000 mL 

and 13C PFOA in Methanol 
1 ug/mL 

I Final Concentrations I 
Component Concentration 

3C-Perfluorooctanoic Acic 25.0090 
Perfluorobutane Sulfonate 25.0033 
>erfluorohexane Sulfonate 25.0060 
Peifluorooctane Sulfonate 24.9996 

Perfluorooctanoic Acid 25.0008 

- Units 
ng/mL 
ng/mL 
ng/mL 
ng/mL 
ng/mL 

instance: 0po.a Report Version: May 26 2005 1 1 :43AM 
Page 1 of 1 

R0182374 
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3058 Research Drive 
State College, PA 16801 

R . E S E A R C H  

Phone: 814-272-1039 
Fax: 814-231-1 580 

ISSO007275 / PFBS, PFMS, PFOS, PFOA, and 13C PFOA in MeOH 10 ng/mL 
Standard ID: 18,607 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 6/10/2005 9:19:18AM 
Category: Calibration Condition Stored: Refrigerated 

Date Expires: 11/17/2005 9:31:46AM 

Final Volume: 100 ng/mL 

I Preparation I 
Stock DescriDtion Amount Units 

SS0006998 PFBS, PFHS, PFOS, PFOA, 1 .ooooo mL 
and 13C PFOA in Methanol 

1 ug/mL 

W 

a1312005 
Standard Components.rpt 

L Final Concentrations I 
ComDonent Concentration 

3C-Perfluorooctanoic Acic 10.0036 
Perfluorobutane Sulfonate 10.001 3 
>erfluorohexane Sulfonak 10.0024 
Perfluorooctane Sulfonate 9.9998 

Perfluorooctanoic Acid 10.0003 

- Units 
ng1mL 
ng/mL 
ng/mL 
ng/mL 
ng/m L 

instance: 
0 1 0 5  

Report Version: May 26 2005 11 :43AM 
Page 1 of 1 
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3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-272-1 039 
Fax: 81 4-231 -1 580 

ISSO007276 / PFBS, PFMS, PFOS, PFOA, and 13C PFOA in MeOH 5.0 ng/mL J 
Standard ID: 18,608 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 6/10/2005 9:20:12AM 
Category: Calibratiori Condition Stored: Refrigerated 

Date Expires: 1 1/17/2005 9:31:46AM 

Final Volume: 100 ng/mL 

I Preparation 1 
Stock Description Amount Units 

SS0007273 PFBS, PFHS, PFOS, PFOA, 10.00000 mL 
and 13C PFOA in MeOH 50 

ng/rnL 

Qyp 

8/3/2005 
Standard Components.rpt 

I Final Concentrations I 
Component Concentration 

3C-Perfluorooctanoic Acic 5.001 8 
Perfluorobutane Sulfonate 5.0006 
'erfluorohexane Sulfonate 5.001 2 
Perfluorooctane Sulfonate 4.9999 

Perfluorooctanoic Acid 5.0001 

- Units 
ng/rnL 
ng/mL 
ng/mL 
ng/rnL 
ng/rnL 

Instance: 
O a O $  

Report Version: May 26 2005 11 :43AM 
Page 1 of 1 
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3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-272-1039 
Fax: 81 4-231 -1 580 

lSSOOO7277 / PFBS, PFHS, PFOS, PFOA, and 13C PFOA in MeOH 2.5 ng/mL 
Standard ID: 18,609 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 611 0/2005 9:21:21AM 
Category: Calibration Condition Stored: Refrigerated 

Date Expires: 1 1/17/2005 9:31:46AM 

Final Volume: 100 ng/mL 

I- P rena ra tion 1 

W 

8/3/2005 
Standard Cornponents.rpt 

Stock Description Amount Units 
SS0007274 PFBS, PFHS, PFOS, PFOA, 10.00000 mL 

and 13C PFOA in MeOH 25 
ng/mL 

I Final Concentrations I 
Component Concentration 

3C-Perfluorooctanoic Acic 2.5009 
Perfluorobutane Sulfonate 2.5003 
>erfluorohexane Sulfonak 2.5006 
Perfluorooctane Sulfonate 2.5000 

Perfluorooctanoic Acid 2.5001 

- Units 
ng/mL 
ng/mL 
ng/mL 
ng/mL 
ng/mL 

0 1 8 7  
Report Version: May 26 2005 1 1 :43AM 

Page 1 of 1 
Instance: ROI a2377 



3058 Research Drive 
State College, PA 16801 

R. E S E A R C H 

Phone: 814-272-1 039 
Fax: 814-231-1580 

ISSO007278 / PFBS. PFHS. PFOS. PFOA. and 13C PFOA in MeOH 1.0 na/mL I 
Standard ID: 18,610 
Solvent: METHANOL 
Category: Calibration 

Prepared By: Edwards, Chrissy 
Prepared On: 6/10/2005 9:21 :%AM 
Condition Stored: Refrigerated 
Date Expires: 11/17/2005 9:31:46AM 

Final Volume: 100 ng/mL 

I- P re na ra t io n I 
Stock Description Amount Units 

SS0007275 PFBS, PFHS, PFOS, PFOA, 10.00000 mL 
and 13C PFOA in MeOH 10 

ng/mL 

I Final Concentrations I 
Component Concentration - Units 

3C-Perfluorooctanoic Acic 1.0004 ng/mL 
Perfluorobutane Sulfonate 1.0001 ng/mL 
>erfluorohexane Sulfonate 1.0002 ng/mL 
Pemuorooctane Sulfonate 1 .oooo ng/mL 

Perfluorooctanoic Acid 1 .oooo ng/mL 

w 

8/3/2005 
Standard Components.rpt 

Instance: 
8 i 8 8  

Report Version: May 26 2005 1 1 :43AM 
Page 1 of 1 
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3058 Research Drive 
State College, PA 16801 

R: E S E A R C H 

Phone: 814-272-1039 
Fax: 814-231-1580 

ISSO007279 / PFBS, PFHS, PFOS, PFOA, and 13C PFOA in MeOH 0.5 ng/mL 
Standard ID: 18,611 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 6/10/2005 9:22:28AM 
Category: Calibration Condition Stored: Refrigerated 

Date Expires: 1 1/17/2005 9:31:46AM 

Final Volume: 100 ng/mL 

W 

w 

8/3/2005 
Standard Components.rpt 

~ 

Preparation I 
Stock DescriDtion Amount Units 

SS0007276 PFBS, PFHS, PFOS, PFOA, 10.00000 mL 
and 13C PFOA in MeOH 5.0 

ng/mL 

I Final Concentrations I 
Component Concentration 

3C-Perfluorooctanoic Acic 0.5002 
Perfluorobutane Sulfonate 0.5001 
Jerfluorohexane Sulfonate 0.5001 
Perfluorooctane Sulfonate 0.5000 

Perfluorooctanoic Acid 0.5000 

- Units 
ng/mL 
ng/mL 
ng/m L 
ng/mL 
ng/m L 

0 1 0 9  
Report Version: May 26 2005 1 1 :43AM 

Page 1 of 1 
Instance: R0182379 



3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-272-1 039 
Fax: 814-231 -1 580 

ISSO007403 / PFBS, PFHS, PFOS, PFOA, and 13C PFOA in Methanol 1 ug/mL 1 
Standard ID: 18,763 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 6/22/2005 1 :20:05PM 
Category: Fortification Condition Stored: Refrigerated 

Date Expires: 11/17/2005 9:31:46AM 

Final Volume: 100 pglmL 

I P rena ra tion 1 

Stock Description Amount Units 
SS0006997 PFBS, PFHS, PFOS, PFOA, 10.00000 mL 

and 13C PFOA in Methanol 
10 ug/mL 

1 Final Concentrations I 
Component Concentration - Units 

3C-Perfluorooctanoic Acic 1.0004 lJg/mL 
Perfluorobutane Sulfonate 1.0001 lJg/mL 
>erfluorohexane Sulfonak 1.0002 lJg/mL 
Perfluorooctane Sulfonate 1 .oooo w/mL 

Perfluorooctanoic Acid 1 .oooo lJg/mL 

W 

8/3/2005 
Standard Components.rpt 

Exygen STUDY NO. 

14821 403b5 

O i l 0  
Report Version: May 26 2005 1 1 :43AM 

Page 1 of 1 
Instance: R0182389 
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3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1 039 
Fax: 814-231-1580 

1SSOOO7404 / PFBS, PFHS, PFOS, PFOA, and 13C PFOA in Methanol 0.1 ug/mL I 
Standard ID: 18,764 Prepared By: Edwards, Chrissy 
Solvent: METHANOL Prepared On: 6/22/2005 1 :29:42PM 
Category: Fortification Condition Stored: Refrigerated 

Date Expires: 1 1/17/2005 9:31:46AM 

Final Volume: 100 pg/mL 

I Preparation I 
Stock Description Amount Units 

SS0007403 PFBS, PFHS, PFOS, PFOA, 10.00000 mL 
and 13C PFOA in Methanol 

1 ug/mL 

I Final Concentrations I 
Component Concentration - Units 

3C-Perfluorooctanoic Acic 0.1000 lJg/mL 
Perfluorobutane Sulfonate 0.1000 l-Jg/m L 
>erfluorohexane Sulfonate 0.1000 Clg/m L 
Perfluorooctane Sulfonate 0.1000 lJg/mL 

Perfluorooctanoic Acid 0.1 000 lJg/mL 

8/3/2005 
Standard Cornponents.rpt 

0111 
Report Version: May 26 2005 1 1 :43AM 

Page 1 of 1 
Instance: R0182371 
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3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-272-1 039 
Fax: 814-231 -1 580 

ISSO007505 / 13C PFOA in Methanol 0.1 ug/mL 
Standard ID: 18,883 Prepared By: Kravets, Brittany 
Solvent: METHANOL Prepared On: 7/1/2005 3:06:09PM 
Category: Fortification Condition Stored: Refrigerated 

Date Expires: 1 1 /17/2005 1 1 :56: 18AM 

Final Volume: 100 pg/mL 

I Preparation 1 
Stock Description Amount Units 

SS0006995 13C PFOA in Methanol 100 0.1 0000 mL 
ug/mL 

I Final Concentrations I 

3C-Perfluorooctanoic Acic 0.1000 lJg/mL 
Component Concentration - Units 

w 

a1312005 
Standard Components.rpt 

Instance: 
O i l 2  

Report Version: May 26 2005 1 1 :43AM 
Page 1 of 1 



3058 Research Drive 
State College, PA 16801 

F! E S E A R C H 

Phone: 81 4-272-1 039 
Fax: 81 4-231 -1 580 

ISSO007917 / PFBS, PFHS, PFOS, PFOA, and 13C PFOA in Methanol I O  ug/mL 
Standard ID: 19,549 Prepared By: Kravets, Brittany 
Solvent: METHANOL Prepared On: 8/4/2005 1 :45:25PM 
Category: Fortificatbn Condition Stored: Refrigerated 

Date Expires: 1 111 7/2005 9:31:46AM 

Final Volume: 100 pg/mL 

1 Preparation I 
Stock Description Amount Units 

SS0006996 PFBS, PFHS, PFOS, PFOA, 10.00000 mL 
and 13C PFOA in Methanol 

100 ug/mL 

1 Final Concentrations I 
ComPonent Concentration - Units 

3C-Perfluorooctanoic Acic 10.0036 W m L  
Perfluorobutane Sulfonate 10.001 3 lJg/mL 
>erfluorohexane Sulfonate 10.0024 w/mL 
Perfluorooctane Sulfonate 9.9998 Ccm L 

Perfluorooctanoic Acid 10.0003 w/mL 

W 

9/20/2005 
Standard Cornponents.rpt 

Exygen STUDY NO. 

w 4J+~ 
Report Version: Aug 25 2005 3:40PMO i 1 3 Instance: R0194323 

Page 1 of 1 



3058 Research Drive 
State College, PA 16801 

F ! E S  E A R C H  

Phone: 814-272-1 039 
Fax: 814-231-1580 

ISSO007918 / PFBS, PFHS, PFOS, PFOA, and 13C PFOA in Methanol 1.0 ug/mL 
Standard ID: 19,550 Prepared By: Kravets, Brittany 
Solvent: METHANOL Prepared On: 8/4/2005 1 :50:26PM 
Category: Fortification Condition Stored: Refrigerated 

Date Expires: 11/17/2005 9:31:46AM 

Final Volume: 100 pg/mL 

I Preaaratian I 

Stock Description Amount Units 
SS0007917 PFBS, PFHS, PFOS, PFOA, 10.00000 mL 

and 13C PFOA in Methanol 
10 ug/mL 

1 Final Concentrations I 

3C-Perfluorooctanoic Acic 1.0004 CIdmL 
Perfluorobutane Sulfonate 1.0001 tJg/mL 
>erfluorohexane Sulfonate 1.0002 CIg/mL 
Perfluorooctane Sulfonate 1 .oooo CIg/m L 

Perfluorooctanoic Acid 1 .oooo CIg/mL 

Component Concentration - Units 

9/20/2005 
Standard Components.rpt 

Report Version: Aug 25 2005 3:40P '1 4 Instance: 
Page 1 of 1 

R0194324 
I 



State College, PA 16801 
R E S E A R C H  

Phone: 814-272-1 039 
Fax: 814-231-1580 

bS0007919 / PFBS, PFMS, PFOS, PFOA, and 13C PFOA in Methanol 0.1 ug/mL I 
Standard ID: 19,551 Prepared By: Kravets, Brittany 
Solvent: METHANOL Prepared On: 8/4/2005 1 :53:34PM 
Category: Fortification Condition Stored: Refrigerated 

Date Expires: 1 1 /17/2005 9:31:46AM 

Final Volume: 100 pg/mL 

I- Preaaratian I 

9/20/2005 
Standard Components.rpt 

Stock Description Amount Units 
SS0007918 PFBS, PFHS, PFOS, PFOA, 10.00000 mL 

and 13C PFOA in Methanol 
1.0 uglmL 

I Final Concentrations 1 
Component Concentration 

3C-Perfluorooctanoic Acic 0.1000 
Perfluorobutane Sulfonate 0.1000 
>erfluorohexane Sulfonate 0.1000 
Perfluorooctane Sulfonate 0.1000 

Perfluorooctanoic Acid 0.1000 

Report Version: Aug 25 2005 3:40PM R0194325 
Page 1 of 1 



3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-272-1039 
Fax: 814-231-1580 

ISSO007920 / 13C PFOA in Methanol 1.0 ua/mL I 
Standard ID: 19,552 
Solvent: METHANOL 
Category: Fortification 

Prepared By: Kravets, Brittany 
Prepared On: 8/4/2005 1 :56:52PM 
Condition Stored: Refrigerated 
Date Expires: 11/17/2005 11 :56:18AM 

Final Volume: 100 vg/mL 

r Preoaration 1 

Stock Description Amount Units 
SS0006995 13C PFOA in Methanol 100 1 .ooooo mL 

ug/mL 

I Final Concentrations I 
Component Concentration - Units 

3C-Perfluorooctanoic Acic 1.0004 lJg/mL 

W 

W 

9/20/2005 
Standard Components.rpt 

8116  
Report Version: Aug 25 2005 3:40PM 

Page 1 of 1 
Instance: ROl94326 



3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-272-1039 
Fax: 814-231-1580 

ISSO007921 / 13C PFOA in Methanol 0.1 un/mL ~~ ---I 
Standard ID: 19,553 
Solvent: METHANOL 
Category: Fortification 

Prepared By: Kravets, Brittany 
Prepared On: 8/4/2005 1 :59:41 PM 
Condition Stored: Refrigerated 
Date Expires: 11/17/2005 11:56:18AM 

Final Volume: 100 pg/mL 

I Preoaration 1 

Stock Description Amount Units 
SS0007920 13C PFOA in Methanol 1 .O 10.00000 mL 

ug/mL 

I Final Concentrations I 

3C-Perfluorooctanoic Acic 0.1000 IJdm L 
Component Concentration - Units 

W 

9/20/2005 
Standard Components.rpt 

0 1 1 7  
Report Version: Aug 25 2005 3:40PM 

Page 1 of 1 
Instance: R0194327 



APPENDIX IV 

SAMPLE INFORMATION 



3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231 -1 580 

I 

0 0  

Login Group: LO005367 
Login #: 5478 Conform COC Sample: False 
Project: PO000760 Conform COC: False 
Company Name: Weston Solutions, Inc. Conform Sample: True 
Submitted By: Jaisimha Kesari, P.E., DEE Conform Request: True 
Login Type: 
Started: True 
Date Start: 06/01/2005 
Due Date: 
Received Date. 06/01/2005 
Received By. Robb, Shawn 
Spread Sample: 
Label: 
Exygen SD/PI: Flaherty, John 
Project Title/Type: Analysis of Perfluorooctanoic Acid (PFOA) in Water, Soil, Sediment, Fish, Clams, Vegetation, Small 

Immediate Receipt of Samples 

Mammal Liver and Small Mammal Serum Using LCIMSIMS for the 3M Decatur Monitoring Program / 
ROUTINE 

This sample (Grass) was requested by John Flaherty to be collected from our yard here at our facilities. Grass collected and logged 
into the Exylims by Shawn L. Robb. This sample will be used under project P0000760. 

Login Notes: 
Conform Notes: 

Packages / Containers 
Packaqe Carton Date I Condition Shipper1 ID Temp. Controlllemo. Direction I Handled Bf 

Received Date: 6/1/05 10:52 yJ3°6308 Package! & Contents Uncompromised 
None RECEIVED 

Robb, Shawn 

Container # Gross Weiqht pH Container Twe  Preservative Mfa Lot MfQ. ID I 

I 
COO73483 201.90 g 1 gallon ziploc bag NONE I 

I 
Samples 

SamDle ID Container Matrix Fraction Sample Date SamDled -- Date Due 
LOQQ5367-OQO1 SOLID Vegetation Control Grass 

COO73483 

Datenime: - Login Reviewed By: 

612912005 
Login.rpt 

Report Version: Jun 6 2005 2:39PM 
Page 1 of 1 

Instance: R0175486 
I11111111 111 11111 11111 11111 11111 1111111111 1111 1111 



State College, PA 16801 
R E S E A R C H  

Phone: 814-272-1 039 
Fax: 81 4-231 -1 580 

Login Group: LO003823 
Login #: 3933 Conform COC Sample: True 
Project: 
Company Name: 
Submitted By: 
Login Type: 
Started : 
Date Start: 
Due Date: 
Received Date: 
Received By: 
Spread Sample: 
Label: 
Exygen SDlPl: 
Project Titlenype: 

Login Notes: 
Conform Notes: 

PO000760 
Weston Solutions, Inc. 
Jaisimha Kesari, P.E., DEE 
Immediate Receipt of Samples 
True 
11/12/2004 

Conform COC: 
Conform Sample: 
Conform Request: 

True 
True 
True 

10/23/2004 
Ammerman, Mark 

Flaherty, John 
Analysis of Perfluorooctanoic Acid (PFOA) in Water, Soil, Sediment, Fish, Clams, Vegetation, Small 
Mammal Liver and Small Mammal Serum Using LC/MS/MS for the 3M Decatur Monitoring Program / 
ROUTINE 

The identifications on the chain of custody (ex DF06V01AVP00100410)does not match the identifcation on the containers (ex. 
DFO6VO1AVPOOl0041007). The identifications will be added to the chain to coincide with that of the containers. MSA 09/22/05 

Packaae Carton Date / Condition 

Container # 
COO49876 

COO49877 

COO49878 

COO49879 

COO49880 

COO49881 

C 0 04 9 8 8 2 

COO49883 

COO49884 

COO49885 

COO49886 

e 
COO49888 

912212005 
Login.rpt 

Packages / Containers 

Received Date: 11/12/04 1559 
Package 81 Contents Uncornprornised 

Gross Weiaht pH Container TvDe 
171.80 g 

123.00 g 

157.60 g 

139.40 g 

138.40 g 

196.00 g 

143.00 g 

144.40 g 

119.80 g 

195.00 g 

155.00 g 

168.40 g 

205.80 g 

500 rnl Clear Plastic 
Narrow 

500 rnl Clear Plastic 
Narrow 

500 rnl Clear Plastic 
Narrow 

500 rnl Clear Plastic 
Narrow 

500 rnl Clear Plastic 
Narrow 

500 rnl Clear Plastic 
Narrow 

500 rnl Clear Plastic 
Narrow 

500 rnl Clear Plastic 
Narrow 

500 ml Clear Plastic 
Narrow 

500 ml Clear Plastic 
Narrow 

500 ml Clear Plastic 
Narrow 

500 rnl Clear Plastic 
Narrow 

500 rnl Clear Plastic 
Narrow 

ShiDDerl ID TernD. ControlTTernD. Direction / Handled By 

FEDEX Dry Ice RECEIVED 
847967144912 0.0 Arnrnerman, Mark 

Preservative Mfa. Lot Mfa. ID 
NONE 

NONE 

NONE 

NONE 

NONE 

NONE 

NONE 

NONE 

NONE 

NONE 

NONE 

NONE 

NONE 

8 1 2 8  
Report Version: Aug 24 2005 4:47PM Instance: R0195020 

Page 1 of 4 



I I 

Lonin #: 3933 Conform COC Sample: True 
Priiject: 
Cnmpany Name: 

mitted By: 
w i n  Type: 
Started: 
Date Start: 
Due Date: 
Received Date: 
Received By: 
Spread Sample: 
Label: 
Exygen SD/PI: 

PO000760 
Weston Solutions, Inc. 
Jaisimha Kesari, P.E., DEE 
Immediate Receipt of Samples 
True 
1 1 /I 2/2004 

10/23/2004 
Ammerman, Mark 

Flahertv. John 

Conform COC: 
Conform Sample: 
Conform Request: 

True 
True 
True 

Project Titlenype: Analysk of Perfluorooctanoic Acid (PFOA) in Water, Soil, Sediment, Fish, Clams, Vegetation, Small 

Login Notes: 

Mammal Liver and Small Mammal Serum Using LC/MS/MS for the 3M Decatur Monitoring Program / 
ROUTINE 

The identifications on the chain of custody (ex DF06V01AVP00100410 )does not match the identifcation on the containers (ex. 
DF06VOlAVP0010041007). The identifications will be added to the chain to coincide with that of the containers. MSA 09/22/05 

Conform Notes: 

Packages / Containers 
Packaae Carton Date I Condition Shipper/ ID TemD. Controlllema Direction I Handled By 

PK0004625 

Container # 
COO49889 

2:::; 
COO49892 

COO49893 

COO49894 

COO49895 

COO49896 

COO49897 

9/22/2005 
Login,rpt 

Received Date: 1 ill 2/04 1559 
Package & Contents Uncompromised 

Gross Weiaht Container TvPe 
130.20 g 

193.80 g 

144.20 g 

170.70 g 

182.00 g 

205.30 g 

149.80 g 

124.80 g 

170.80 g 

500 ml Clear Plastic 
Narrow 

500 ml Clear Plastic 
Narrow 

500 ml Clear Plastic 
Narrow 

500 ml Clear Plastic 
Narrow 

500 ml Clear Plastic 
Narrow 

500 ml Clear Plastic 
Narrow 

500 ml Clear Plastic 
Narrow 

500 ml Clear Plastic 
Narrow 

500 ml Clear Plastic 
Narrow 

RECEIVED FEDEX Dry Ice 
847967144912 0.0 Ammerman, Mark 

Preservative Mfa. Lot Mfa. ID 
NONE 

NONE 

NONE 

NONE 

NONE 

NONE 

NONE 

NONE 

NONE 

Instance: R0195020 
O i a d  

Reoort Version: Aucl24 2005 4:47PM - 
Page 2 of 4 IRlliill 



Sample ID 
’ “003823-0001 u 
LOOO3823-0002 

LOOO3823-0003 

L0003823-0004 

LOOO3823-0005 

LOOO3823-0006 

LOOO3823-0007 

LOOO3823-0008 

LOOO3823-0009 

L0003823-0010 

LOOO3823-0011 

u 3 8 2 3 - 0 0 1 2  

LOOO3823-0013 

LOOO3823-0014 

LOOO3823-0015 

LOOO3823-0016 

LOOO3823-0017 

LOOO3823-0018 

LOOO3823-0019 

LOOO3823-0020 

LOOO3823-0021 

u - 0 0 2 2  

1 Ill 22004 
Log in. rp t 

Container 

COO49876 

COO49877 

COO49878 

COO49879 

COO49880 

COO49881 

COO49882 

COO49883 

COO49884 

COO49885 

COO49886 

COO49887 

COO49888 

COO49889 

COO49890 

COO49891 

COO49892 

COO49893 

COO49894 

COO49895 

COO49896 

COO49897 

Matrix 
SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

Fraction 
Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Samples 
Sample 
DF06V01AVP0010041007 

DFO6VO1 PAP001 0041007 

DFO6VO1 RCP0010041007 

DF06V02AVP0010041007 

DF06V02PAP0010041007 

DF06V02RCP0010041007 

DF09V01AVP0010041007 

DFO9VO1 PAP0010041007 

DFO9VO1 RCP0010041007 

DF09V02RCP0010041007 

DF09V02PAP0010041007 

DFBbVOI PAP0010041 007 

DF8bVO1 RCPOOlOO41007 

DF8bV02PAP0010041007 

DF8bV02RCP0010041007 

DF14VO1 AVP0010041007 

DF 1 4VO 1 PAP00 1 004 1 007 

DF14V02AVP0010041007 

DFI 4V02PAP0010041007 

DBKGVOIAVPOOI 0041007 

DBKGVOI PAP0010041 007 

DBKGVOI RCP0010041007 

Report Version: Nov 8 2004 1 :I 7PM 
Page 3 of 4 

Date Sampled Date Received 
10107/2004 10/23/2004 

10/07/2004 10/23/2004 

10/07/2004 10/23/2004 

10107/2004 10/23/2004 

1010712004 1012312004 

10107/2004 10/23/2004 

10/07/2004 10/23/2004 

10/07/2004 10/23/2004 

10/07/2004 10/23/2004 

10/07/2004 10/23/2004 

10/07/2004 10/23/2004 

10107l2004 10l23l2004 

10107/2004 10/23/2004 

10/07/2004 10/23/2004 

10107/2004 10/23/2004 

10/07/2004 10/23/2004 

10107/2004 10/23/2004 

10/07/2004 10/23/2004 

1010712004 10/23/2004 

10/07/2004 10/23/2004 

10/07/2004 10/23/2004 

10107/2004 10/23/2004 

Date Due -- 

1 I /I 212004 

11/12/2004 

11/12/2004 

1 1 I1 2/2004 

1 111 2/2004 

1 1 /I 212004 

1 1 11 a2004 

1 1 I1 2l2004 

11/12/2004 

1 111 2/2004 

1 1 I1 a2004 

11/12/2004 

11/12/2004 

1 1 I1 a2004 

11/12/2004 

1 1/12/2004 

I 111 Z2004 

1 1 I1 212004 

11/1?J2004 

I 111 212004 

11/12/2004 

Instance: R0130520 



W 

1 1 I1 212004 
Login.rpt 

8 9 2 3  
Report Version: Nov 8 2004 I :I 7PM Instance: R0130520 

Page 4 of 4 



'p- -RE s E A R c H Exygen Research Sample Receiving 31 17 Research Drive State College, PA 16801, USA 
T: 814.231.8032 F: 814.231.1580 exygenresearch.com Page / of 3 

Project Manager (Name & E-mail Address): 

Project Name:- 

G, k o€s-.4R/ 

OECATYfl !  Ab. 
XKEC-4 & 1jE-d ~ U C L l r r 0 ~ 7  t con/\  

PO. #: 
Quotation #: 

Please fill out this form complefely to ensure correct analysis and proper handling of your samples. 
~~ 

Cooler !E # <<hs- 5 Coo!er Temp. ("C) ,g,a 

LAB USE ONLY 

OTHER INFORMATION 

f -  i 

I KeSUILb UedUllnt2; 

Laboratory Report Options: 
0 Sample results only 
0 Add case narrative 
0 Add quality control summary 
0 Add calibration summary 

Add raw data 
0 Other 
A 

J 
REV. 3-02 L e_, 



r U A l h l  I \ E  rl I C T n n V / A h I A I V C I C  D C n l  IECT E n D A A  
LI I ~ I I W  W I  L W J I W Y I / ~ I Y ~ L I ~ I ~  I \ L V U L ~ I  I W I W V ~  

Exygen Research Sample Receiving 3117 Research Drive State College, PA 16801, USA 
T 814.231.8032 * F: 814.231.1580 * exygenresearch.com 

L&<, v GCI I 

Please fill out this form comp/efe/y to ensure correct analysis and proper handling of your samples. 

LY 

I I 
LAB USE ONLY 

OTHER INFORMATION 

/- I -c L 

Resuits Deadline: 

Laboratory Report Options: 
0 Sample results only 
0 Add case narrative 
0 Add quality control summary 
0 Add calibration summary 
0 Add raw data 

Other 

RE". 3G 



Exygen Research Sample Receiving 3117 Research Drive * State College, PA 16801, USA 
T: 814.231.8032 F: 814.231.1580 exygenresearch.Com Page 3 of 3 

Client (name & address): Project Manager (Name & E-mail Address): 
Lc)KEs76& ( a ~ d 7 - 1 0 d S  IAC I kkES+ARI 
/ Y O 0  h]Es70d’b.h(7 /3 LdSG 5-3 r K E < f ? k ?  I c;s,tJ , K j ~ o l o . s ~ L c r T t o - s - .  con? 
f-.d f 5 r  e/-tEI”-TJEKuV* PA / 7 3 8 0  Project Name: 

Phone: 6 /  0 7 w  J3? 6 /  @ E C A T & .  , A  L 
Fax: dm 7u1 7 ” o  ( PO. #: / 

Sampler: Tt‘‘ Quotation #: 

Please fill out this form completely to ensure correct analysis and proper handling of your samples. 
~ 

I 

LAB USE ONLY 

Rel inquish3dW Date Time 
3 r> 

LAB USE ONLY 

OTHER INFORMATION 

’I -L 

Laboratory Report Options: 
0 Sample results only 
0 Add case narrative 

Add quality control summary 
0 Add calibration summary 
0 Add raw data 

Other 

‘vi REV. 3-02 



w 
3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231 - 1580 

R F 3 f+ 4 K c 8-f 
E 

SAMPLE CONDITION UPON RECEIPT FORM 

Protocol ## 

Exygen Study # f 

Date & Time Received /o / -2 y& zZ$a 

Condition of Samples 
I 

Temporary Storage Location L&/..h / / Y e  /o 

Initials & Date /02? af . 

W 
LI BFURY ID: VOOOl402-2 LABORATORY FORM 

0 1 2 7  





3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-2724 0:39 
Fax: 8 I 4-23 I -1 330 

- 

Conform COC Sample: True 
Project: P 0 0 0 0 7 6 0 Conform COC: True 
Company Name: Weston Solutions, Inc. Conform Sample: True 
Submitted By: Jaisimha Kesari, P.E., DEE Conform Request: True 
Login Type: 
Started: True 
Date Start: 1 1/16/2004 
Due Date: 
Received Date: 10/22/2004 
Received By: Ammerman, Mark 
Spread Sample: 
Label: 
Exygen SD/PI: Flaherty, John 
Project TitleTType: Analysis of Perfluorooctanoic Acid (PFOA) in Water, Soil, Sediment, Fish, Clams, Vegetation, Small Mammal 

Login Notes: 
Conform Notes: 

Immediate Receipt of Samples 

Liver and Small Mammal Serum Using LC/MS/MS for the 3M Decatur Monitoring Program / ROUTINE 

Packages / Containers 
Package Carton Mail Date I Condition Shipper/ ID Temp. ControlITemp. Direction I Handled By 

PK0004648 11/16/2004 8:49:37AM FEDEX Dry Ice 
Package & Contents Uncompromised 8479 6714 4912 0.0 

M a i n e r  # Gross Weight pH 
COO50021 
COO50022 
COO50023 
COO50024 
COO50025 
COO50026 
COO50027 
COO50028 
COO50029 

62.70 g 
47.90 g 
62.60 g 
80.50 g 

44.10 g 
61.30 g 
78.10 g 
52.70 g 

101.10 g 

Container Type 
1 gallon ziploc bag 
1 gallon ziploc bag 
1 gallon ziploc bag 
1 gallon ziploc bag 
1 gallon ziploc bag 
1 gallon ziploc bag 
1 gallon ziploc bag 
1 gallon ziploc bag 
1 gallon ziploc bag 

Preservative Mfg. Lot 
NONE 
NONE 
NONE 
NONE 
NONE 
NONE 
NONE 
NONE 
NONE 

1 111 612004 
Logimrpt 

RECEIVED 
Arnmerman, Mark 

Mfg. ID 

Report Version: Nov 8 2004 1:17PM Instance: R0130800 
Page 1 of 2 



SamDles 
Sample ID ’ “003839-0001 

w 
LOOO3839-0002 

LOOO3839-0003 

LOOO3839-0004 

LOOO3839-0005 

LOOO3839-0006 

LOOO3839-0007 

LOOO3839-0008 

LOOO3839-0009 

Container 

COO50021 

C 0 0 5 0 0 2 2 

COO50023 

COO50024 

COO50025 

COO50026 

COO50027 

COO50028 

COO50029 

Matrix 
SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

SOLID 

Fraction 
Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Vegetation 

Sample 
DFO9VO1 SSP0010041 007 

DF09V02UGP0010041007 

DFO6VO1 SSP0010041 007 

DF06V02SSP0010041007 

DF8bVO1 UGPOOlOO41007 

DF8bV02UGP0010041007 

DF14VO1 SSP0010041 007 

D F 1 4VO2SS PO0 1 004 1 007 

DBKGVOl SSP0010041007 

W 

Date Sampled Date Received 
10/0712004 10122/2004 

10/07/2004 1012212004 

10/0712004 10/2212004 

10/0712004 10/22/2004 

10/07/2004 10/22/2004 

10107/2004 10122/2004 

10/07/2004 1012212004 

1010712004 10/22/2004 

10107/2004 10/22/2004 

Date Due -- 

1111 612004 

1 111 612004 

11/16/2004 

1 1 I1 612004 

1 111 612004 

1 1 I1 612004 

1 111 612004 

11/1~512004 

1 111 612004 
Login.rpt 

Report Version: Nov 8 2004 1:17PM 
Page 2 of 2 

R0130805 



txJgerl R E S E A R C t  
CHAIN OF CUSTODY/ANALYS!S REQUEST FORM, 
Exygen Research Sample Receiving 3117 Research Drive State College, PA 16801, USA 
T 814.231.8032 F: 814.231.1580 exygenresearch.Com Page / of 3 

Client (name & address): Project Manager (Name & E-mail Address): 
L J & S % W  5 ; ; ' * m / o A ) g  1 dC. qT/ kEfA/Q/ 

/L/pO UESZON t 3 / , ~  H L N ~  7-2 V?/CESAR /@d E-w.d<oi.me~..r-, COP- 
/ J E T O E T i &  ,VP# / 7 3 m  Project Name: '- 

Phone: &lo ?O( 3$1&;/ J7EfrnUriL, A L  
Fax: 6 /0  r)o/ ?$a) PO. #: 
Sampler: Quotation #: 

Please fill out this form comp/efe/y to ensure correct analysis and proper handling of your samples. 

ANALY t .E 

I I I '  I ' I  I I I I  

CHAIN OF CUSTODY Cooler ID # /h-e Cooler Temp. ("C) Q.d. 

~~~ 

LAB USE ONLY 

I OTHER INFORMATION 1 

Results Deadline: 

Laboratory Report Options: 
0 Sample results only 
0 Add case narrative 
0 Add quality control summary 
0 Add calibration summary 
0 Add raw data 
0 Other - 

-. .- I-, 
REV. 3-02 



CHAIN OF CUSTOD V I  1, Ai h JALYSlS REQUEST FORM 
R E S E A R C H  Exygen Research Sample Receiving 3117 Research Drive State College, PA 16801, USA 

T: 814.231 BO32 F: 814.231 .I580 exygenresearch.com 

Client (name & address): Project Manager (Name & E-mail Address): 

Project Name: - 
F?o. #: 
Quotation #: 

at cLeESA&( 
T f z  E5X?f/ (dd gm.f-5LmdPX corn ~ 

BcqTi R.,  64 L 

Please fill out this form complete& to ensure correct analysis and proper handling of your samples. I 

I I I I I I I I I 
LAB USE ONLY 

.h 

CHAIN OF CUSTODY 
Relinquish& b f l  / Date. , Time 

PZ&!u y 17 ’3 0 
J / ’  

P a g e 2  of 2 

Results Deadline: 

Laboratory Report Options: 
0 Sample results only 

Add case narrative 
0 Add quality control summary 

Add calibration summary 
0 Add raw data 

Other ;J-- 
REV. 3-02 
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3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231-1580 E 

E A XZ Cy H 

SAMPLE CONDITION UPON RECEIPT FORM 

Protocol # AA 

Exygen Study # E' 

Date & Time Received & A  22?0 

Condition of Samples 
I 

Temporary Storage Location L A l k k  r/-c- /o 
Initials & Date -&H ,& Lq 

LIBRARY ID: VOOO1402-2 LABORATORY FORM 

O f 3 3  
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83 1 

......... . 
' f l  ,,,.I . 8  ,,', ,.* Wll  

6 Specid Handling , . _. 

31 1 
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3058 Research Drive Phone: 814-272-1039 

E A R C H  
t 

SAMPLE PROCESSING RECORD 
-~ 

Exygen Study Number: 

Matrix: 

Samples removed from: ,id 
Date: -6 ///a Initials: 

Samples weighed on balance number: ' R!.&PP f 
Date: &r Initials: 

Samples were processed on (EquipmenffUnit #): fd L A - d  S O  

Date C Z ! ~  Initials @ 

Processed samples were placed in: h%!&u RbcG / 3  
Date 6Lkr Initials 

Comments: 

LIBRARY ID: VOOO1403-2 LABORATORY FORM 
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W 
3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231 -1 580 .. ." ' 

SAMPLE PROCESSING RECORD 

Exygerr Study Number: 

Matrix: r/rrge;h t&d 
Samples removed from: f 
Date: L/v$.d Initials: 42 _. 

Samples weighed on balance number: -/y L c 

,t 
4 

Samples were processed on (EquipmentlUnit X ) :  &?h? f . ~ t . ~ & ~ '  1 
Date ~ 1 -  IC ~ v Y Initials 44 

Com m et nts: 



W 
3058 Research Drive 
State College, PA 16801 

Phone: 814-272- 1039 
Fax: 814-231-1580 

I .. E 
SAMPLE PROCESSING RECORD 

Exygen Study Number: 

Matrix: 

Samples removed from: * I  

Date: - / / - A  - O Y  initials: $6 

Samples weighed on balance number: 

Date: //- 4. -c?p Initials: 411 - 
// 

Samples were processed on (EquipmentlUnit #): khbli ?' 
Date /& -4 y initials 

Comments: 
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3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-237 -1580 

f 
.I 

E 
SAMPLE PROCESSING RECORD 

Exygen Study Number: 

Matrix: 

Samples removed from: 

Date: /Ad C Y  Initials: L f  

Exygen Sample ID Sample Weight (g) I 1  

1°C I // f c Samples weighed on balance number: 4 f f t  - 
Date: A/- /k r;5#9 Initials: 4~ -- 

/ > 
Samples were processed on (EqutpmentlUnit #): 

Da te / / ' e  L Y  tnitiats 6d 

7.' I'~'L?L.'~L~ t 

Processed samples were placed in: ,f ;ff? 

Qate - /6 O Y  Initials 4~'  ".".. 

Comments: 

Of38 
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3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231-1580 r *- E 5 ~ . X C i l  

SAMPLE PROCESSING RECORD 

Exygen Study Number: pp&@ 7& 
Matrix: 

Samples  removed from: - 
Date: /$ - B y Initials: 4hf 

(1 '1 

Samples weighed on balance number: 

Date: & /G - D Initials: S d  
/ 

Samples were processed on (EquipmenVUnit 8): 

Date e / d  of' Initials f"~' 

Comments: 
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Karen Risha 
I I  

From: 

cc: 
Subject: 

v 
Karen Risha 
Monday, August 15,2005 10:26 AM 
Jai Kesari (E-mail); Kent Lindstrom (E-mail) 
Charles T. Young (E-mail) 
Interim Report #12-Decatur Vegetation P760 and P1131 

Hi Jai and Kent; 
Attached please find the drafts of interim report #I2 (Decatur Vegetation for PFOA (P760) and the Sulfonates (P1131)). 
Please let me know of any corrections you would like made. 
Sincerely, 
Karen 

Vegetation Interim Vegetation Interim 
Report #12 ... Report #12 ... 

Karen Risha 
LCIMS Scientist and PI 
Exygen Research 
3058 Research Drive 
State College, PA 16801 
T: 814.272.1039 
F: 814.231.1 580 

exygen .corn 
w: karen. risha8exygen. com 

CONFIDENTIALITY NOTICE 
This communication i s  intended solely for the use of the addressee@) and may contain information that i s  legally 
privileged, confidential, or exempt from disclosure. Unauthorized use, disclosure, dissemination or copying of this 
communication, or any part thereof, i s  strictly prohibited. If you have received this message in error, please contact 
the sender and delete or destroy this message, including attachments. 

1 0 1 4 1  



Brittany Kravets ML 69119105 p w  I + 
(I 

JF: 
Subject: 

Karen Risha 
Monday, September 19,2005 2:08 PM 
Brittany Kravets 
FW: DRAFT WESTON Comments on Draft Interim Report #12 - Analysis of Vegetation 
Samples (P760) 

- - - - -  Original Message----- 
From: krlindstrom@mmm.com [mailto:krlindstrom@mmm.coml 
Sent: Monday, September 19, 2005 1:04 PM 
To: Karen Risha; John Flaherty 
Cc: Kesari, Jai; Charles.Young@WestonSolutions.com; wkreagen@mmm.com; gahohenstein@mmm.com 
Subject: Fw: DRAFT WESTON Comments on Draft Interim Report #12 - Analysis of Vegetation 
Samples (P760) 

Karen, 

Attached is a series of emails between 3M and Weston. Please review the this entire email 
while updating the PO000760 Vegetation Report. Note within this email that Weston 
comments from 09/08/05, 3M comments on 09/14/05, and comments in the immediate text of 
this email (09/19/05) each require changes. After you make these requested changes, 
please go ahead and finalize the report. However, please forward an electronic copy of 
the final report to Weston while it is concurrently being prepared for signatures. This 
will allow Weston the opportunity to quickly review the report modifications without 
slowing down the process of delivering a final report to Weston on or before Sept 26, 
2005. 

his part of this email will address the assessed accuracy of the data. w ased on discussions involving Jai and 3M lab management, Weston has determined that 
individual samples results that have an assessed accuracy of less than +/ -  60% cannot be 
reported due to quality control failures. 
The report must simply state the results as NR, where NR is defined as Not Reported due to 
quality control result failures. It will be up to the Study Director to evaluate the 
completeness of the data set with these NR results to determine if additional work wil.l be 
required. That decision will be communicated to you by Weston. 

Based on the Matrix Spike data presented in Table 11, the following sample accuracy 
assessments are to be reported. This should be reported by adding a column to Table I: to 
present the information. 

COO49876 (+ / -  60%), COO49878 (+ / -  30%), COO49879 (+ / -  50%), COO49881 (+ / -  60%), COO49882 
(+/ -  50%), COO49883 (+/ -  50%), COO49884 (+ / -  30%), COO49885 
(+ / -  30%), COO49888 (+ / -  30%), COO49890 (+ / -  50%), COO49891 (+/ -  30%), 

(+/-  30%), COO49897 (+ / -  30%), COO50021 (+ / -  50%), COO50022 
( + / -  30%), COO50023 (+ / -  30%), COO50026 (+ / -  60%), COO50029 (+/ -  50%) - 
COO49892 (+ / -  60%), COO49893 (+ / -  40%), COO49894 (+/-  40%), COO49895 (+/ -  40%), COO49896 

The following samples were processed with matrix spike concentrations (per the protocol) , 
but these matrix spikes levels were too low relative to endogenous levels to be used €or 
evaluating the quantitativeness of results. In these cases, the 13C PFOA surrogate spike? 
that was in the range of sample results and at a concentration of at least 10% relative t:o 
the measured endogenous PFOA was evaluated. Based on this approach, the following sample 
accuracy assessments are to be reported: 

Four samples out of 31 cannot be reported from this data set due to quality 
failures. After these samples are changed to NR, the summary statistics in 
the text must be updated. These samples include the following: 

1 

60%) , COO50025 

control 
the Tables arid 
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C0049877, C0050024, C0050027, C0050028. 

Kent R. Lindstrom 
Senior Research Chemist 
M Environmental, Health, and Safety Operations Building 02-33-09 *re,,, Bush Avenue 
St. Paul, MN 55106 
Tel: (651) 778-5352 
Fax: (651) 778-6176 
krlindstrom@mmm.com 

CONFIDENTIAL 

This communication is intended only for the addressee(s) named above. It contains 
confidential information. 
Unauthorized use, disclosure, dissemination or copying of this communication, or any part 
thereof, is strictly prohibited. 
If the reader of this message is not the intended recipient please notify us immediately 
by telephone or electronic mail and delete or destroy this message and all copies thereof, 
including attachments. 

- - - - -  Forwarded by Kent R. Lindstrom/US-Corporate/3M/US on 09/19/2005 09:47 AM - - - - -  

"Young, Charles 
T. If 
<Charles. Young@W To 
estonSo1utions.c ckrlindstrom@mmm.com> 
om> cc 

09/15/2005 10:31 flKesari , Jai" 
AM ~~.Kesari@WestonSolutions.com> 

cwkreagen@mmm.com> 

Subj ec t 
RE: DRAFT WESTON Comments on Draft 
Interim Report #12 - Analysis of 
Vegetation Samples (P760) 

Kent : 

The subject vegetation data package for PFOA is one of the data packages targeted for 
finalization by 9/25/05 that Exygen has not yet received comments. Based on our discui;sim 
via teleconference today, the samples with assessed accuracies of +/-  30%, +/ -  50% and + / -  
60% need to be identified to Exygen in our combined review and direction issued to revise 
to NR those samples that fall outside of the +/-  60% acceptance range. 

I assume that the intermediate + / -  40% assessed accuracy may be applied where appropriate 
for this package arid others currently under review. 

Charlie 

- - - - -  Original Message----- 
From: krlindstrom@nimm.com [mailto:krlindstrom@mmm.coml 
Sent: Wednesday, September 14, 2005 2:22 PM 

: Young, Charles T. Que : Kesari, Jai; gahohenstein@mmm.com; wkreagen@mmm.com 
Subject: Re: DRAFT WESTON Comments on Draft Interim Report #12 - Analysis of Vegetation 
Samples (P760) 
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Jai, Charlie - 

At the end of this email I will detail required edits that I found, but first would like 
to address observations on the accuracy of the analytical results. I agree with Charlie 
that sample specific accuracy assessments take place. It will be relatively straight 
orward to evaluate the PFOA spike data to assess those results that are +/-30% or 

w / - 5 0 % ,  but the accuracy statement of results where spike data are 
outside of those limits will need close examination by Jai to determine the data usability 
compared to the data quality objectives. There certainly are methods (e.g. SOMO1.l 
(5/2005) EPA CLP Semivolatiles Method) where matrix spike and surrogate recoveries outside 
of +/-30% or +/-50% are reported, but Jai will need to make that call. This can be 
discussed at our scheduled 9AM CST conference call on Thurs Sept 15th. 

In addition to Charlie's comments / requested changes below, here are what I consider to 
be needed corrections. 

Section 3.0, first sentence includes "...methods entitled,". The word "methods" should 
not be plural. 

Section 4.0 includes information about two sample shipments, both on October 23, 2004. 
The way that this is presented makes it look like the dates should be different or they 
could be combined and referenced as one shipment. 

I agree with the Weston comment seeking additional information regarding the type, 
purpose, and results of the control samples in Section 4.0. The Weston comment below 
inadvertently references liver and serum rather than vegetation. 

In Section 6.1.1, the last sentence includes "samples bags" where this should read "sample 
bags . 
In Section 6.1.3, using the term "SPE tubes" suggests to me that the analytes are being 
extracted from the sample (retained on the packing 
materials) when the samples are passed through the tubes. Please clarify that these t:ubes 
are intended to remove matrix interference and not to retain the PFOA and 13C PFOA. 
lease also clarify that the tubes are packed at Exygen and not purchased commercially. vt should also state that additional details about the packing materials are in the raw 

data or those additional details should be provided here. The general roles of each t:ypa 
of packing material might also be useful. If the "SPE" description is removed, then the 
IISPE" references in 6.1.4 should be updated. 

In Section 6.6, the last sentence of the first paragraph switches from discussion about 
the curve to the quantitation of environmental samples. 
Please clarify the last sentence refers to the concentration determined in unknown samples 
rather than prepared standards. 

In addition to the sample Descriptions / Exygen ID discrepancy between Tables I, 11, and 
I11 that Weston noted below, the following samples show inconsistent IDS: DF06-V02- 
RCP001-0-041007, DF09-V02-RCP001-0-041007, DF8b-V02-RCP001-0-041007, and DF09-V02- 

DF8b-V02-pap001-0-041007 should use consistent capital lettering in Table 11. In Table 
I11 the sample description associated with COO49885 does not appear to be correct. Also :in 
Table 111, Spk H associated with COO59893 has an incorrect numerical ID. Please review 
all sample IDS for consistency between Tables I, 11, and I11 in addition to making the: 
corrections as noted. Sample DF06-V02-SSP001-0-041007, Table 111, needs narration either 
as to why the surrogate was recovered at less than 5% or the results not reported at all,, 

PAP001-0-041007. Also, 

Kent R. Lindstrom 
Senior Research Chemist 
3M Environmental, Health, and Safety Operations Building 02-33-09 
935 Bush Avenue 
St. Paul, MN 55106 

(651) 778-6176 
krlindstrom@mmm.com 

(651) 778-5352 

CONFIDENTIAL 
3 



This communication is intended only for the addressee(s1 named above. 
It contains confidential information. 
Unauthorized use, disclosure, dissemination or copying of this communication, or any :part 
thereof, is strictly prohibited. 

by telephone or electronic mail and delete or destroy this message and all copies thereof, 
including attachments. 

@#f the reader of this message is not the intended recipient please notify us immediately 

To 

cc 

Subject 

llYoung, Charles 

T. II 

cCharles.Young@W 

estonSo1utions.c 

om> 

09/08/2005 12:04 

PM 

"Kent LindstromV1 

ckrlindstrom@mmm.com> 

IIKesari , Jail1 

cJ.Kesari@WestonSolutions.com> 

DRAFT WESTON Comments on Draft 

Interim Report #12 - Analysis of 

Vegetation Samples (P760) 

Kent: Please contact me when you have had an opportunity to discuss these. 
Thanks , Charlie 

WESTON has reviewed of the Draft Interim Report #12 - Analysis of Vegetation Samples 
(P760) for PFOA and has the following comments: 

In Section 1.0 - Summary, the LOQ and LOD for PFOA in vegetation are stated as 0.5 ng/g 
nd 0 ng/g respectively. The smallest standard amount is cited as 0.0005 ug/ml in w ubsection 6.4. Does this correspond to a 
0.5 ng/g LOD? 

4 O f 4 5  



In Section 4.0 - Analytical Test Samples, the first sentence indicates that a vegetation 
sample used as the control was obtained from Exygen's facility. While the vegetation 
species and method of collection need not be included in the interim report, the report 
does not describe the purpose of analyzing control liver and serum samples and does not 
present the results of the analyses of the control tissues or matrix spikes of the control 

explanation of the control sample analyses should be provided in Section 7.0 - 
Experimental Design. 

-issues other than the chromatograms shown in several of the figures. At a minimum, some 

In Subsection 6.2 - Preparation of Standards and Fortification Solutions, the last 
sentence in the first paragraph needs to end in a period. 

In the Subsection 6.3 - Chromatography text, statements regarding control vegetation 
results should probably added for consistency with interim reports on other matrices. 

In Subsection 6.4 - Instrument Sensitivity, the smallest standard amount is cited as 
0.0005 ug/ml. Does this correspond to a 0.5 ng/g LOD? 

In Subsection 6.6 - Quantitation and Example Calculation, equation 2 should indicate that 
the concentration is on a wet weight basis (i.e, PFOA found (ppb; wet weight)). The 
example calculation shown on should also include the weight basis in the parentheses. 

In Table I, the heading for the PFOA column states the results are Dry Weight. Please 
revise to Wet Weight. 

The Client Sample ID for the Exygen COO49890 and COO49890 Rep samples are listed as D178b- 
V01-RCP001-0-041007 and DF8b-V01-RCP001-0-041007*. 
The Client SamDle IDS should be chansed to DF8b-V02-RCP001-0-041007 and 

~F8b-V02-RCP00i-0-041007* respectiveiy. The correct Client Sample IDS are reflected in 
Tables I1 and 111. 

The footnotes to both Table I and Table I1 define ND as "ND = Not detected = Peak Area 0". 
Please revise to state the LOD as a non-zero number in concentration units of ng/g. 

Finally, matrix spike and surrogate spike recoveries in Tables I1 and I11 for some 
vegetation samples are below the 70 - 130% range. Some are significantly lower. I will. 
defer to Kent with respect to whether sample by sample accuracy assessment (and tabulation 
in Table I) may be warranted for the vegetation samples. 

Charlie 

Charles T. Young 
Senior Technical Manager 
Weston Solutions, Inc. 
1400 Weston Way (4-2) 
West Chester, PA 19380 

fax (610) 701-3187 
(610) 701-3787 
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APPENDIX VI 

STUDY PERSONNEL LOG AND 
EXPLANATION OF ERROR CODING 

W 



3058 Research Drive Phone: 814-272-1039 n@' State College, PA 16801 Fax: 814-231 -1 580 
E A R C H  

E 
STUDY PERSONNEL LOG 

PRINTED NAME ) SIGNATURE IN IT1 ALS 

I I \ 

ADMINISTRATIVE FORM 

8 1 4 8  . .  LIBRARY ID: VOOO1632-2 



- a 
z . - -  

Centre Analytical Laboratories, Inc. 
3048 Research Drive 
Phone: (81 4) 231 -8032 

State College, PA 16801 
Facsimile: (814) 231-1253 “THIS IS AN EXACTCOPY OF 



U 

. .  
, 

3058 Research Drive Phone: 814-272-1039 n@ State College, PA 16801 Fax: 814-231-1580 
E A R C H  

E 
STUDY PERSONNEL LOG 

--c. 

EXYGEN PROJECT#: ??bo CLIENT PROJECT#: 

PRINTED NAME SIGNATURE I INITIALS 

ADMINISTRATIVE FORM 
. .  

LIBRARY ID: VOOO1632-2 

04.50 



.- 

W Master Signature Log 



3058 Research Drive Phone: 814-272-1 039 n@' State College, PA 16801 Fax: 814-231-1580 E 
E A K C H 

ERROR CORRECTION CODE LIST 

Project Number: P 7-60 

The following abbreviations may be used to explain corrections. 

Code 
(cc) 
(ce) 
(ne) 
(re) 
(sm) 
(sp) 
(te) 
(wd) 
(wl) 

le 

Meaning 
Change for greater clarity 
Calculation error 
Numerical transcription error 
Recording error 
Stray mark with no other feasible explanation 
Spelling error 
Transcription error 
Wrong date 
Wrong location 
Inadvertent write over 
Entry not initialed and dated at time of entry 
Entry inadvertently not recorded at time of initial observation 
Late entry 

Printed from SOP VOOOO365-4. 

Initials: gM Date: @ / D T / k  

A MlNlSTRATlVE FORM 0152) LIBRARY ID: VOOO1613-6 
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APPENDIX VI1 

LIST OF MAJOR EQUIPMENT 
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Page 1 of 1 

W 

Balances: 

List of Major Equipment 
Exygen Study No P760 

Analytical, Mettler, Model AT26 1, Mettler Instrument 
Corporation, Hightstown, NJ 

Laboratory Glassware: General Laboratory 

LC/MS/MS Instrument: PE SCIEX API 4000 Biomolecular Mass Analyzer 

HPLC System: Hewlett Packard (HP) Series 1100, Wilmington, DE 

HPLC Column: Fluorphase RP, 50 rmn x 2.1 mm, 5 p, Thermo 
Electron Corporation 

Centrifuge: Allegra 6R, Beckman 

Vacuum Manifold: IST VacMaster 20, Internation Sorbent Technology, 
Mid Glamorgan, U.K. 

SPE Columns: Waters S e p  Pak Vac 6cc (lg) tC18, Waters 
Corporation 

O f 5 4  
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APPENDIX VI11 

SAMPLE RAW DATA AND 
CHROMATOGRAPHY 

Tuning Information 

Note to File 

Overall Summary 

Vegetation Set #1: Internal Chain of CustodylFortification 
Sheets 

Vegetation Set #1, Data Set 071205D, Extracted on 
07/12/05 (Analyzed on 07/14- 1 5/05) 

Vegetation Set #1, Data Set 071205DR, Extracted on 
07/12/05 (Analyzed on 07/24/05) 

Vegetation Set #2: Internal Chain of CustodylFortification 
Sheets 

Vegetation Set #2, Data Set 071205E, Extracted on 
07/12/05 (Analyzed on 07/15/05) 

Vegetation Set #2, Data Set 071205ER, Extracted on 
07/12/05 (Analyzed on 07/26-27/05) 

Vegetation Set #3: Internal Chain of CustodylFortification 
Sheets 



W 

APPENDIX VI11 

SAMPLE RAW DATA AND 
CHROMATOGRAPHY 

Tuning Information 

Note to File 

Overall Summary 

Vegetation Set #1: Internal Chain of Custody/Fortification 
Sheets 

Vegetation Set #1, Data Set 071205D, Extracted on 
07/12/05 (Analyzed on 07/14-15/05) 

Vegetation Set #1, Data Set 071205DR, Extracted on 
07/12/05 (Analyzed on 07/24/05) 

Vegetation Set #2: Internal Chain of Custody/Fortification 
Sheets 

Vegetation Set #2, Data Set 071205E, Extracted on 
07/12/05 (Analyzed on 07/15/05) 

Vegetation Set #2, Data Set 071205ER, Extracted on 
07/12/05 (Analyzed on 07/26-27/05) 

Vegetation Set #3: Internal Chain of Custody/Fortification 
Sheets 
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APPENDIX VI11 Continued 

SAMPLE RAW DATA AND 
CHROMATOGRAPHY 

Vegetation Set #3, Data Set 071305C, Extracted on 
07/13/05 (Analyzed on 07/19-20105) 

Vegetation Set #3, Data Set 071305CR, Extracted on 
07/13/05 (Analyzed on 07/27-28/05) 

Vegetation Set #3, Data Set 071305CR.2, Extracted on 
07/13/05 (Analyzed on 07/29/05) 

Vegetation Set #4: Internal Chain of CustodylFortification 
Sheets 

Vegetation Set #4, Data Set 071405C, Extracted on 
07/14/05 (Analyzed on 07/20-2 1/05) 

Vegetation Set #5: Internal Chain of CustodylFortification 
Sheets 

Vegetation Set #5, Data Set 071505C, Extracted on 
07/15/05 (Analyzed on 07/2 1/05) 

Vegetation Set #6: Internal Chain of CustodylFortification 
Sheets 

Vegetation Set #6, Data Set 072805A, Extracted on 
07/28/05 (Analyzed on 07/29-30/05) 



APPENDIX VI11 Continued 

SAMPLE RAW DATA AND 
CHROMATOGRAPHY 

Vegetation Set #6, Data Set 072805AR, Extracted on 
07/28/05 (Analyzed on 08102-03/05) 

Vegetation Set #6, Data Set 072805AR2, Extracted on 
07/28/05 (Analyzed on 08/08/05) 

Vegetation Set #7: Internal Chain of CustodyFortification 
Sheets 

Vegetation Set #7, Data Set 072805B, Extracted on 
07/28/05 (Analyzed on 07/28-29/05) 

Vegetation Set #7, Data Set 072805BR, Extracted on 
07/28/05 (Analyzed on 0810 1-02/05) 

Vegetation Set #8: Internal Chain of Custody/Fortification 
Sheets 

Vegetation Set #8, Data Set 080805C, Extracted on 
08/08/05 (Analyzed on 08/09/05) 

Vegetation Set #8, Data Set 080805CR, Extracted on 
08/08/05 (Analyzed on 08/10/05) 
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Tuning Information 



PPG 
Performed By: 

1254.925 0.560 
1545.134 0.633 
2010.469 0.886 

m t  Resolutim Tahle 

Page 1 of 2 
Printing Time: 7 : 2 5 : 3 8  

Printing Date: Tuesday, July 2 6 ,  

Acq. Date: n / a  
Exygen Research 



pPG Calibration / Optimization LC/MS/MS # 9 
performed By: 

17246 

1545.134 29405 
2010.469 38248 

23879 

File path  of a@red data for r w o l u t i ~ ~ ~  Cptimization : 
1 D:W@ ~~ta\Projects\ApI htrcmtbta~.2005.07.26.07.21.33 

Page 2 of 2! 
Printing Time: 7:25:38 

Printing Date: Tuesday, July 26, 
2005 

I 

A c q .  Date: n/a 
Exygen Research 



PPG C ion / mization LC/M/MS P 9 
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PPG C a l i b r a t i o n  / Opt imiza t ion  LC/MS/MS # 9 

I 

Page 1 of 2 
P r i n t i n g  T i m e :  7:42:42 

P r i n t i n g  Date: Tuesday, J u l y  26, 
2005 

- _. .. . -. ~ ___________ - - 

#it Resolution Optimization for Quad 3, Positive 

m y ,  July 26, 2005, 07:41 
Wtkd File: 
D:\Aralyst ~ta\prOjedsWI W t n m ? n t w i t i r n  I%zhxki\Q3 FC6 PA; 051205.b 

!33xch R?lrg2: 5.0 am 
Width At ( W t  IMX): 50.0 
Target Feak Width: 0.70 
Feak Width Tolerance: 0.100 
M3X Iteratims: 20 
Original Fesolutirn Table 

m s  offset 
59.050 0.055 
175.000 0.118 
906.673 0.430 
1254.925 0.578 
1545.134 0.698 
1836.344 0.832 

First Resolution Table 
m s  offset 

59.050 0.055 
175.000 0.118 
906.673 0.430 
1254.925 0.578 
1545. W 0.698 
1836.344 0.832 

73Teshold: 200 cps 

Tre w s e s  selected in the r e f e m  table cb notmt& themsses in the aayisitimrrr-.thcd. 
Iteratirn 0 

I%ss offset FandAt Intensity Width 
59.050 0.055 59.066 33432064 0.633 

, 175.000 0.118 175.(x)7 4903586 0.626 
0.430 906.651 6809328 0.646 WlEE 0.578 1254.899 2812269 0.624 

1545.134 0.698 1545.l24 753941 0.656. 
1836.344 0.832 1836.348 71549 . 0.691’’ . 

j sucressful reS3lLItia-l cptiminiticn. 
1 Ned ksolutirn Table 
I M3S-s offset 

1 175.000 0.118 
906.673 0.430 

1 1254.925 0.578 1 1545.134 0.698 
~ 1836.344 0.832 

’ 59.050 0.055 

m s  calibraticpl Results 
frkss EburdAt PassShift WakWidth W S h i f t  Intensity IntensityMff 

I 59.050 59.066 -0.016 0.633 0.061 33432064.75 -2.34 
I 

1 175.000 175.007 -0.007 0.626 0.074 490=6;44 -1.58 
I 906.613 906.651 0.022 0.646 0.054 6803328.13 1.86 
’ 1254.925 1254.899 0.026 0.624 0.076 2812263.38 2.55 
, 1545.134 1545.124 

1836.344 1836.348 - 
Original Cdibratirn Table 

M3S-s mc 
59.050 1100 
175.000 3314 
906.673 17261 
1254.925 23900 
1545.134 29432 
1836.344 34981 

YESS mc 
59.050 1100 

Ned calibraticn Table 

0.010 0.656 0.044 753941.34 1.99 
-0.004 0.691 0.003 71549.14 -8.43 

A c q .  Date:  n / a  
Exygen Research 



pPG Calibration / Optimization LC/MS/MS # 9 
performed By: h 6  07)Zb~o'j- 

Page 2 of 2 
Printing Time: 1:42:43 

Printing Date: Tuesday, July 26, 
2005 

3314 
17261 

1254.925 23900 
1545.134 29432 
1836.344 34981 

File path of &red data for resolutim qtimimtim : 
D : w y s t  tBta\Projects~I Instnm=nt~\.2005.07.26.07.41.42 

, w  
I 

I I 

, 

/ ,  

I..'. 

j 



ion / Optimization LC/MS/MS # 9 

' 07'&/oS 

_ j l  * - - -  - 1  

+Q3: 10 hjiCAscans from S... Max. 3.3e7 cps. 

3.3e7 

3.oe7 

2.5e7 

2. 2.@7 
2 

1.5e7 

1 .Oe7 

5 '  

m/z, m u  
1 +Q3: 10 MCA scans from S... Max. 3337 cps 

1254.9 
2 . m  A, 

I 

i 
2 . m  - 1 

i 

I256 

-~ - . -____~I  ~ - - -  
+Q3: I O  MCAscans from S... 

4.9e6 : 
4.5e6 j 

175.0 

5.0e5-72 5 - , 

! 176.0 
1w 
174 176 178 

mlz, amu 
Max. 3 3 7  cps +Q3: 10 MCA scans from S... 

7.5e5 
7.oe5 

6.0e5 

5.0& 

& 4.0e5 
8 

g 3.oe5 

cn 
C 

- 
2.Oe5 

1 .oe5 

Acq. Date: Tuesday, J u l y  26, 2005 
Exygen Research 

' J Page 1 of 1 
Time: 7:42:53 

Printing Date: Tues J u l y  26, 2005 

6.- 

6 . W  

5.Oe6 

4.W 

3.Oe6 

2.Oe6 

1 .Oe6 

9 c 

904.7 / -1' L--- 
I 

906 908 
mlz, amu 

+Q3: 10 MCA scans from S... . Max. 3.3e7 c p  



I 
IYk3.S 

585.385 
933.636 

1165.804 
1223.845 
1572.097 

Iteraticn 0 
ms 

44.9% 
585.385 
933.636 

~ 44.998 

1 

I Iteraticn 1 

1 44.998 
m s  

585.385 
1 933.636 
I 1165.804 

1223.845 
1572.097 i 

~ W3S.7 
, 44.998 

i 933.636 
I 1165.804 
' 1223.845 

1572.097 

1 I t e r a t i a l 2  

I 585.385 

Page 1 of 2 
Printing T i m e :  8:01 :07  

Printing Date: Tuesday, J u l y  26, 

ppG Calibration / Optimization LC/MS/MS # 9 
performed By: h 4  07JZ(O)DC 

2005 

~ 

____-____ - ~ -  

UrllCl$olution Optimization for Quad 1,  Neetive 

Tuesthy, July 26, 2005, 07:47 
wthui File: 
D : \ A r a l y s t  Cata\prOjects\ApI l 3 s t m m t w i t i m  Pktfds\Ql NEG PFG 081803.dan 
%uxsbld: 200 cps 
s€El?xh Range: 5.0 am 
width At ( m t  m): 50.0 
Target EBak Width: 0.70 
pzk W i d t h  Tolerance: 0.100 
PBX 1teratim: 20 
G r i g i m l  Resolutian Table 

ms offset 
44.998 0.053 

585.385 0.289 
933.636 0.438 

1165.804 0.532 
1223.845 0.557 
1572.097 0.706 

First Resoluticn Table 
offset 
0.053 
0.289 
0.438 
0.532 
0.557 
0.706 

offset -At  Intensity Width 
0.053 44.975 81749553 0.616 
0.289 585.356 3760141 0.633 
0.438 933.629 
0.532 1165.786 
0.557 1223.830 
0.706 1572.134 

offset FandAt 
0.053 44.W2 
0.289 585.349 
0.438 933.633 
0.532 1165.800 
0.557 1223.837 
0.696 1572.079 

offset FoLHdAt 
0.053 44.971 
0.289 585.360 
0.438 933.638 
0.532 1165.807 
0.557 1223.820 
0.701 1572. E1 

16479352 
8954152 
6509409 
931154 

Intmsity 
81322553 
3900238 

15619456 
9096959 
7524956 
1044566 

Intmsity 
81005251 
3782609 

14804699 
9226697 
6983490 
997395 

0.608 
0.655 
0.640 
0.593 . 

width ' . 
0.623 
0.626 
0.620 
0.664 
0.625 
0.816 

width 
0.625 
0.652 
0.650 
0.648 
0.634 
0.682 

~ S K l l  resoluticn cptllnizaticn. 
New Wsolhcn Table 

m s  offset 
44.998 0.053 

585.385 0.289 
933.636 0.438 

1165.804 0.532 
1223.845 0.557 
1572.097 0.701 

m s  cdlibraticn Fesults 
&ES Founj At kbss  Shift k a k  Width Ew Shift Intensity Intensity Iliff 

44.993 44.971 0.027 0.625 0.075 61005251.50 -2.10 
585.385 585.360 0. IO25 0.652 0.048 3782609.84 59.33 

1 

A c q .  Date: n/a 
Exygen Research 



PPG Calibration / Optimization LC/MS/MS # 9 
Performed By: 

Page 2 of 2 
Printing Time: 8 : 01 : 9 7  

Printing Date: Tuesday, Ju1.y 2 6 ,  
2 0 0 5  

933.638 -0.002 0.650 0.050 14804699.75 54.81 
0.648 0.052 9226697.94 48.52 

1223.845 1223.820 0.025 0.634 0.066 6983490.25 42.83 
1572.097 1572.121 -0.024 0.682 0.018 997395.80 47.13 

w:::: 1165.807 -0.003 

& i g j m l  QLibratim Table 
m.Ss CaC 

44.998 833 
585.385 11123 
933.636 17759 

1165.804 22182 
1 1223.845 23286 

1572.097 29919 

m.Ss mc 
44.998 832 

585.385 11123 
, 933.636 17759 
1 1165.804 22182 ' 1223.845 23286 

1572.097 29919 ' File path of a m p i d  data for resoluticn cptimizatichl: 
1 D:\Ara lys t  me\projectsWI I r ~ L ~ u n m t b t a ~ . 2 0 0 5 . 0 7 . 2 6 . 0 7 . 4 7 . 3 3  

New QLibratim Table 
1 

i 

: r  . 
. .  

A c q .  Date: n/a 
Exygen Research 



ion / Optimization LC/MS/MS # 9 

:ht% O ~ ] U O ) O C  

' Page 1 of 1 
Print' Time: 8:01:18 

Printing Date: Tues a J u l y  26, 2005 

- I --. - -  -1 - 
1 -QI: 10 MCAsCans from3 ... Max. 8.le7 cps 
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PPG Calibration / Optimization LC/MS/MS # 9 

J v s o l u t i o n  Optimization for @id 3, Negative 
1 

Tuesday, July 26, 2005, 08:27 
t&tkxi m e :  
D:-@ bta\projectsWI I n s t n m m t ~ i t i o n  b%&kds\Q3 NEG mG 081803.dmn 
?hr;eshold: 200 qps 
searcfi mq=: 5.0 aw 
Width At (Feroslt m): 50.0 
T@ Ei33k width: 0.70 
m i k w i d t h ’ h l e ~ :  0.100 
m Itelatims: 20 
Origiml Pesoluticsl Table 

k5.5 offset 
44.998 0.050 

585.335 0.290 
933.636 0.435 

1165.804 0.537 
1223.845 0.561 
1572.097 0.707 

First Resoluticn Tahle 
m Offsst 

44.998 0.050 
585.335 0.290 
933.636 0.435 

1165.804 0.537 
1223.845 0.561 
1572.097 0.707 

1teratia-I 0 
l%ss Offset FtundAt Intensity Width 

44.998 0.050 45.005 79898509 0.677 
585.335 0.290 585.368 1569936 0.619 
933.636 0.435 933.608 9252174 0.666 - ‘y.804 0.537 1165.790 4808521 0.623 

0.561 1223.841 2878910 0.620 
0.707 1572.099 488725 0.693 

:e . p!!!!j!k!LEF cptimizaticn. I .  

~ ms m* 

i 585.385 0.290 
\ 44.998 0.050 

~ 933.636 0.435 
’ 1165.804 0.537 
~ 1223.845 0.561 
~ 1572.097 0.707 
‘ rn CaLibratiCn Fesults 

F h - d  At kss %.ft peak Width RJ shift Intensity Intensity Mff 
44.998 45.005 -0.007 0.677 0.023 79898509.00 . 0.71 

~ 585.385 585.368 0.017 0.679 0.021 1569936.61 . -4.23 1 933.636 933.608 0.028 0.666 0.034 9252174.63 ’ -3.38 
~ 1165.804 1165.790 0.014 0.623 0.077 4808521.3 - 2.05 
1 1223.845 1223.841 0.004 0.620 0.080 2878910.05 4.67 
! 1572.097 1572.099 -0.002 0.693 0.007 488725.52 -20.99 I obgi.nd cidibraticn W e  

1 

W S  Ex 
44.998 834 

i 585.385 11134 
933.636 17774 

~ 1165.804 22201 
1223.845 23307 
1572.097 29946 

Mass lhc 
44.998 834 

585.385 11134 

NEW QLibra tcn  Table 

Acq. Date: n/a 
Exygen Research 

Page 1 of 2 
Printing Time: 8 : 2 9 : 1 7  

Printing Date: Tuesday, July 26, 
2005 

1 

“THIS ISAN EXACTCOPY OF: 



PPG Calibratio Page 2 of 2 
Printing Time: 8 : 2 9 : 1 7  

Printing Date: Tuesday, July 26, 
performed By: 

2005 
-____. -_ .- 

17773 
22201 

1223.845 23307 
’ 1572.097 29946 
i File path of acquired &&I for resolution cptimizatim : 
D: wpt hta\projedsWI h.strmentDtahk&s .2005.07.26.08.27.48 

I 

Acq. Date: n/a 
Exygen Research 



Perf orme 

- -  .--- - 
-Q3:30 MCAs&&omS ... ~ Max. 8.Oe7 cps 

8.Oe7 

7.oe7 

6.Oe7 

$ 5.oe7 

E 3.oe7 

a ,  4.0e7 = .  

2.k7 

1 .oe7 

45.0 

i ! 

/ 
/, 

,42.1 1' /7 47.1 
=-T--L-7, , , I 7 
I 43 44 45 46 47 

mlz, m u  
1 4 3 :  10 MCAscans from S... Max. 8.Oe7 cps 

1165.8 

j l  

i\ 
\ \  
/ \  

4 . w  
4 . w  

3.526 1 .  

1163.8 
1164 

e-. I .  

1166 1168 

e 
1.6~6 

1.4~6 

1.2e6 
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PPG C a l i b r a t i o n  / Opt imiza t ion  LC/MS/MS # 9 
Performed B y :  h b  DUI2qlD< 

wid th  At (pmt mx): 50.0 
Target Feak Width: 0.70 

Width Tolerance: O.l(X) 

F,!qe 1 of 2 
P r i n t i n g  T i m e  : L 3 : 05 : 00 

P r i n t i n g  Date:  F r iday ,  June 2 4 ,  
2005 

i 175.000 0.107 
906.673 0.427 

1254.925 0.570 1 1545.134 0.688 
~ 2010.469 0.886 

1 Pass offset FtxndAt Intensity W i d t h  
~ 59.050 0.050 59.069 82115045 0.742 
I 175.000 0.107 175.024 71734878 0.628 ’ , 906.673 0.427 906.648 74345577 0.689 

1254.925 0.570 1254.954 15669557 0.679 
1545.134 0.688 1545.l29 4858306 0.743 
2010.469 0.886 2010.457 8446448 0.797 

Itemtim 0 

; , I . .  .“  
. .  I sLxxessN ~ u t i m  cptirriiUti.cn. I &a Fesolutian Table 

m s  offset 
~ 59.050 0.050 
j 175.000 0.107 
I 906.673 0.427 
I 1254.925 0.570 I 1545.134 0.688 
! 2010.469 0.886 
~ Pass chlibxatim ReniLts 
~ &IS Found A t  Mss Shift Feak Width PW Shift ‘Intensity 

175.000 175.024 -0.024 0.628 0.072 71734878.00 

~ 1254.925 1254.954 4.029 0.679 0.021 15669557.50 
1545.134 1545.129 0.005 0.743 -0.043 4858306.53 

I 2010.469 2010.457 0.012 0.797 -0.097 8446448.63 

Y 

59.050 59.069 -0.019 0.742 -0.042 82115O45.00 

906.673 906.648 0.025 0.689 0.011 74345577.00 

Cb5qix-d Blibraticn Table , Pass IBC 
59.050 1099 

175.000 3309 i 906.673 17244 
’ 1254.925 23875 

1545.134 29401 
i 2010.469 38261 

I%SS Dac 
59.050 10% 

175.000 3309 

&a cXi.ibmti.cn Table 

A c q .  Date:  n / a  
Exygen Research  

Intensity niff 
-0.15 
1.12 

-2.27. 
2.41 
4.36 

-2.95 

I 

“TCIIS iSAN EXACTCOPY OF 
llJEORlGINALDOCUMENT” 

BY DATE +#6 
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PPG Calibration / Optimization LC/MS/MS # 9 Pagf  2 of 2 
Printing Time: 13:C15:00 

Printing Date: Fr iday ,  J u n e  24, 
2005 

Performed By: h 6  D \ P l Z q o ~  
- ~ . . _ _  __-__ , -  

906.673 17244 
1254.925 23876 

' 1545.134 29401 
2010.469 38261 

File path of -red data for Lesolution qtimizatim : 
' D : M y s t  lhta\Projeds\ApI ~ ~ t \ ~ t a ~ ~  .2005.06.24.12.57.37 

I 
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PPG C a l i b r a t i o n  / 0pt. imization LC/MS/MS # 9 
Performed By:  

Page 1 of 2 
P r i n t i n g  Time: 1 3 : 2 0 : 2 7  

P r i n t i n g  Date: F r i d a y ,  June 24, 
2 0 0 5  

h b  019)2410< 

1 .~ . ; ‘I .. .... ~ . - ~ 

‘nit Resolution Optimization for Quad 3, Positive 4 
Friday, June 24, 2005, 13:18 
@W File: 
D : h d y s t  IBta\hrojects\ApI : ~ ~ t ~ i t i m  & m \ Q 3  WS PFG 051205.cim 
7Tm3tiOl.d: 200 cps 
ss3rdl R a q 2 :  5.0 am 
Width At (Fercpnt IMX): 50.0 
T a r g e t  Feak Wictth: 0.70 

%x Iteratim: 20 
3righd Resolutim Table 

ms OffEt 
59.050 0.055 

175.000 0.118 
906.673 0.430 

1254.925 0.578 
1545.334 0.698 
2010.469 0.961 

First Resolutim Table 
ms offset 

59.050 0.055 
175.000 0.118 
906.673 0.430 

1254.925 0.578 
1545.134 0.698 
2010.469 0.961 

Width Tolerance: 0. UXl 

Iteratim 0 
ms O f k t  F m x i A t  Intxmity Width 

59.050 0.055 59.061 44080428 0.646 
175. 000 0.118 174.!378 7841854 0.635 
906.673 0.430 906.663 10734372 0.684 

‘1254.925 0.578 1254. !335 5237993 0.678 
1545. 334 0.698 1!545..162 1616251 
2010.469 0.961 2010.457 7166 

IQss offset FtmdAt Intensity 
59.050 0.055 59.062 45743796 

I 175.000 0.118 174. !381 832709 
0.430 906.663 11152019 

1254.925 0.578 1254.933 5547157 
1545.134 0.698 1545.:164 1853899 
2010.469 0.951 2010.401 18795 

Iteraticn 1 

I 
I 5kxxEssm Lesoluticn C p t h i z 3 t i m .  

New Ek~~lutim Table 

i 59.050 0.055 
j 175.000 0.118 
i 906.673 0.430 
~ 1254.925 0.578 
, 1545.134 0.698 

2010.469 0.951 
’ m5.5 caliblatim Fesults 

0.720 
0.539 

width’ 
0.647 
0.634 
0.688 
0.685 
0.727 
0.723 

; r  

I I%% F t m d A t  IQs:;Shift A3akWidtl-1 EWShift Intensity IntensityIliff 
59.050 59.062 -0.012 0.647 0.053 45743796.50 1.09 

I 175.000 174.981 0.019 0.634 0.066 8302709.50 -0.43 ’ 906.673 906.663 0.010 0.688 0.012 11152019.56 -1.17 
’ 1254.925 1254.933 -0.008 0.685 0.015 5547157.47 -2.92 

1545.134 1545.164 -0.030 0.727 -0.027 1853899.05 -6.77 ! 2010.469 2010.401 0.068 0.723 -0.023 18795.43 52.88 
’ Origindl Gilibratim Table 

M3SS lzlc 
59.050 1100 

175.000 3314 

Acq. Date: n / a  
Exygen Research 
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Printing T i m e :  3.3:20:27 

Printing Date: Friday, June 24, 

Performed By: 

2 0 0 5  

hf3 OlflWl.( 
- ~ _ _ _  _. ____ ~~- . 

' 1545.134 ' 2010.469 
i New Q l i b r a t i o n  
I M3SS 

59.050 
i 175.000 

906.673 

1 1545.134 
1 2010.469 

i 1254.925 

17259 
23897 
29428 
38309 

Table 
rac 
1100 
3314 

17259 
23897 
29429 
38308 

~ File p a t h  of acquired data for resoluticn cptimizatian : 
 analyst hta\projedsV1pI :Cnstrcrrent\mt~\.2005.06.24.13.18.15 

I 

W I 

____- - - 

TflIS IS AN EXACTCOPY OF 
A c q .  Date: n/a NO. p 3 b o  ~ORI~NALDOCUhf fEh lT '  
Exygen Research _ .  W #@! DATE&$& 

w - - 

017% 



ion / Optimization LC/MS/MS # 9 
Performed By: 

J 

6.0e6 - 

! 5 . M -  

a 4.06  
s 

3.06-  

I +Q3: 10 MCA scans from S... Max. 4.6e7 cp: 

59.1 
4 3 7  

1 . 8 6  _I 

1.66 - 

1.4e6 - 

1.26-  

5 1.0e6- 
P i 8.Oe5- 

E 

6.0e5 - 

4.0e7 

3.5e7 

3.0e7 

g: 2.5e7 

2.Oe7 s 
G 

1.5e7 

1 .Oe7 

5 .06  

B 
v) 

4.06 : 
% 3.56 I 
5 3.06: 
B - 2.561 !! 
= 2.064 

1.56: 

57.1 .-. 

: 1256.0 ' 

I 1 1  

I 

1256.9 
P 

57 58 59 60 61 62 
m/z, amu - - - - - - -~ --- 

I' -+Q3: MXA swk from s... Max. 4.6e7 6s 

5.56  
5 . 0 6  i 
4.5e6 

1254.9 

" 
125c9: 

.__ i 5.0e5 1252.9 ,, 
1252 I254 1256 

mlz; ami! 

.- . - L I  

I +Q3: 10 MCAscans from S... Max. 4.6e7-qx 

175.0 
8 . M  I 

4 

7 . M  i 

176 0 
/-, 

174 176 178 
. O 6 L - -  /y;l 172.9 I1742 I r__  --A 4 c-- 177.0 -1 

I 

mlz, amu . . - - _ _  
+Q3 10 MCAscans from S... Max. 4.6e7 cps 

1545.1 

/ 

4.0e5 1yp.1, 4 
, 
I 

1544 1546 1548 
m/z, amu 

: Page 1 of : 

Printing Date: Friday, June 24 , 2001 
~ 

3K +Q3: 10 MCA scans from S... Max. 4.6e7 cps 

1.10e7 
1 . m 7  
9.00e6 
8.OOe6 

8 7.006 

!! 5.00e6 
6 6.006 

!! 
= 4.OOe6 

3.0M 
2.006 

9ofj.6 
i \  

908.7 
,I-, , 

w---;Q3: 

1.8~24 

1.6e4 

1 4 4  

1.2e4 

5 l.oe4 
i 
ij 8000.0 

6000.0 

4000.0 

2000.0 

!i 

-. .. - ... __ .- 
mlz, arnu 

3 MCA scanifi<m-S ... M&. 4.6e7 cps 

, ', , . >  

,2007.6 

2008 2010 201 2 
-.5.-<---- - - - 

mlz. ijmu 

2013.2. ., ~ 

- L  

V I S  &AN EXACTCOWOF 
Acq. Date: Friday, June 2 4 ,  2005 
Exyg-en Research 

. 



Page 1 of 2 
Printing 'Time : 13 : 52 : 05 

Printing Date: Friday, *rune 24, 
2005 

PPG Calibration / Optimization LC/MS/MS # 9 
Performed By: d 

# pnv\b h l z ( r l O (  

- I.- .. _______ .- -. 
I s  

it Resolution Optimization for Quad 1, Negative 

m y ,  JLple 24, 2005, l3:49 
M File: 
~Vk-alyst rab\Fmjects\Am In&mmtbx&iiti.cn Pkthxb\Ql MG pH; 081533.d3m 
'Ihreshald: 200- 
seurfi Farq2: 5.0 .mu 
WjmlAt  ( W I M X ) :  50.0 
T a r g e t E B a k m :  0.70 
EBakwidthTol-: 0.100 
m Iteraticns: 20 
odgbd  W u t i m  Tahle 

m s  a&& 
j 44.998 0.053 

585.385 0.289 
0.438 
0.532 

1572.097 0.706 
1863.306 0.830 
2037.431 0.895 
2211.557 0.970 

First keoluticn Tahle 
i 
i 44.998 0.053 
i 585.385 0.289 

0.438 
0.532 
0.706 

, 1863.306 0.830 
j 2037.431 0.895 , 2211.557 0.970 
" 'teraticn 0 

i 
mss 

585.385 
' 933.636 
1165.804 
1572. 097 
1863.306 
2037.431 
22ll .557 

6 44.998 offset EhpdAt 
0.053 44.W 
0.289 585.383 
0.438 933.628 
0.532 1165.758 
0.706 1572.061 
0.830 1863.313 
0.895 2037.469 
0.970 2211.512 

Intensity width 

23958562 .' 0.6575.. . 

80111398 0.731 
4947099 0.688 

14590182 0.697 
1369618 0.688 
2213323 0.638 
220109 0.73 
l360537 0.769 

Successfulresdutialcptimizaticn. 
NaJFk92LutimTable 

m of- 
44.998 0.053 
585.385 0.289 
933.636 0.438 
1165.804 0.532 
1572.097 0.706 
1863.306 0.830 
2037.431 0.895 
2211.557 0.970 

M3ss(2ubmthflesults 
MsS FasdAtmsShiftEBakWidth 

44.998 44.990 0.008 0.731 
585.385 585.383 0.02 0.688 
933.636 933.628 0.008 0.657 
1165.804 1165.758 0.046 0.697 
1572.097 1572.061 0.036 0.688 
1863.306 1863.313 -0.007 0.638 

I 2037.431 2037.469 -0.038 0.730 
~ 2211.557 2211.512 0.045 0.769 

I MsS DX 
,oJiginalcalibraticnTable 

-".. , 

EwShift Intensity 
-0.031 80111398.00 
0.012 4947099.78 
0.043 23958562.75 
0.003 14590182i75 
0.012 1369618.66 
0.062 2213323.69 
-0.030 2320109.80 
-0.069 1360537.80 

Intensity Mff 
-2.37 
19.76 
11.92 
19.50 
2.11 
-0.15 
-8.08 
6.08 

, 



PPG Calibration / Optimization LC/MS/MS # 9 Page 2 of 2 
Printing Time: 13:52:05 Performed By: 

2005 
Printing Date: Friday, June 24, 

832 
11121 

933.636 17757 
1165.804 22180 
1572.097 29917 
1863.306 35460 
2037.431 38774 
2211.557 42091 

M3.s D32 
44.998 832 
585.385 11121 
933.636 17757 
1165.804 22179 
1572.097 29916 
1863.306 35460 
2037.431 38775 
2211.557 42090 

Jew Qlibraticn Table 

W e  path of acrphd cata for Lesdluticn q k i m h t i c n  : 
X \Analyst cata\PmjectsWI ~ b t a ~ .  2oO5.06.24.13.49.16 

c 

, 

I 

Aqq. Date: n/a 
E#ygen Research 



PPG C a l  ion / Optimization LC/MS/MS # 9 
Performed By: 

2.2e7 - 
2.0e7 - 
1 Be7 
1.6e7 - 

9 1.4e7: 

421: 10 MCA SI.. 

8.0e7 

Max: 8.Oe7 cps 

45.2 

I 

7.0e7 

6.0e7 

8 ,  5.0e7 

3 ' 4.0e7 
I 
5 3.0e7 

, 2.0e7 

1 .Oe7 

4 . w  - 

4 . w  

3 . M  

3.Oe6 

2.2e6 

2.0e6 

1 . 8 6  

1.66 

1 1.4e6 k 
5 1.26  
i 1.oe6 i 
i 8.0e5 

6.0e5 

4.0e5 

2.0e5 

. I  

I ,  

! i  

. .  

1863.3 

I .Oe7 - 

8 .06  - 
s 
5 
2 

1865.4 

1866.3. 
/ 

~ -- 18w.4 - I 
1862 1864 1866 

m/z. emu 

g 1166.8 

I 

ACq. Date: Friday, June 24, 2005 
Exygen Research 

E 25361 
C 

e! 2.oe6I 

. 

-Q1: 10 MCAs ... Max 8.0e7 cp: 

! '  

! i  

, I  6.0e6 

4.0~6 

2.0e6 

- - 

1.M 

1.2e6 

1 .oe6 

8 8.oe5 
6 
5 
9 c 

6.Oe5 

4.oe5 

2.Oe5 

, I  

1167.8 

j168.8, 
\/ 

v 1163.8,,$164.6 

1572.0 

- _ _  1 1570.41 - ---- 
1570 1572 1574 

mh, arnu 

m---Ql: 10 MCA s... Max. 8 Oe7 cps 

b ,  4.0e5 1 - 
2.0e5 / 

2.Q40.9 
j ,203$t.5 ' ,  
J 

2036 2038 2040 
rnlz, arnu ,. --_ - -  . . 

c:-> Page 1 of 
Printing Time: 13:52:1 

Printing Date: Friday, June 24, 200 

. .  ~ -I- a -Q1: j0 MCA s... Max. 8.0e7 cps 

I .4e6 

1.2e6 

1 .06 

3 8.0e5 
5 

6.06 B 

4.0e5 

2.0e5 

n 

; 

221 I .5 

2?D8,7 ._ . - j 
2210 2212 2214 

mlz, amu 



PPG Calibration / Optimization LC/MS/MS # 9 
performed By: 

2005 

---I p--.-.-.-.-- 
/ ': 

Page 1 of 2 
Printing Time: 16:03:12 

Printing Date: Friday, June 24, 

#nit Resolution Optimization for Quad 3, Negative 

R: 200 qs 
searcfi Felrq: 5.0 am 
iNidthFlt ( W m ) :  50.0 
T a r g e t E B a k w :  0.70 
Eeakwidthlbkmrn2: 0.100 
k Iterdticns: 20 
3 d g i n a l . m  ' W e  

tbss offset 
44.998 0.050 
585.385 0.290 
933.636 0.435 
1165.804 0.537 
1572.097 0.707 
1863.306 0.831 
2211.557 0.992 

First Wsoluth Table 
m s  offset 

44.998 0.050 
585.385 0.290 
933.636 0.435 
1165.804 0.537 
1223.845 0.561 
1572.097 0.707 

Iterati6n 0 
m3.3 O f f s e t F a C a d A t  mtm!sity ad th  

44.998 0.050 44.998 88719888 0.784 
. 585.385 0.290 585.407 2473143 0.766 

0.435 933.648 16372704 0.761 
0.537 1165.847 8892008 0.694 
0.561 1223.868 5561614 0.755- 

p1;:::: 
1223.845 
1572.097 0.707 1572.125 944368. 0.70i' '_ 

swxessfiJl rexiiticn q3timizaticn. 
NavWsoluticnTahle 

m3.3 offset 
44.998 0.050 
585.385 0.290 
933.636 0.435 
1165.804 0.537 
1223.845 0.561 
1572.097 0.707 

.I.: 

1 

Miss CdLibratiCn Fesults 
MsS F t n a r l A t l r B s s s h i f t E B a k ~  EWShift IntensityIntaStyDiff 

44.998 44.998 O.OO0 0.784 -0.W 88717888-00 -0.12 
585.385 585.407 -0.022 0.766 -0.066 2473143.23 4.52 
933.636 933.648 -0.012 0.761 -0.061 16372704.25 0.93 
1165.804 1165.847 -0.043 0.694 0.006 8892008.94 6.22 
1223.845 1223.868 -0.023 0.755 -0.055 5561614.06 6.22 
1572.097 1572.125 -0.028 0.701 -0.001 944368.08 8.97 

OdgindLCdlibraticnTable 
M39s EBc 

44.998 833 
585.385 ll13 
933.636 17772 
1165.804 22199 
1572.097 29943 
1863.306 35475 
2211.557 42129 

MsS EBc 
NewcaumtimTable 

t 

~HI~S~~X~TEEXACTCOPYQF 
THE ORIGINALDOCUMENT" 

Acq. Date: n/a 
Gxygen Research 

0 1 8 1  



Page 2 of 2 
Printing Time: 16:03:12 

Printing Date: Friday, June 24, 

PPG LC/MS/MS # 9 
Performed By: 

2005 
---7 - +-.- ~ -_ 

" . 
833 

11132 
17772 

1165.804 moo 
1223.845 23306 
1572.09 29944 

P ;::E 
933.636 

File path of -red d3ta for resoluticn @&k4icn : 
D w y s t  mta\mjects\Am I. 2005.06.24.16.02.05 

? 

I 

i 

1 
I 
I 

1 



ion / Optimization LC/MS/MS # 9 

: h$OdW/05-  

8.0e7 

7.oe7 

6.&7 

!. ' 5.oe7 

1 4.Oe7 
? '  

3.0e7 

2.Oe7 

1.Oe7 

m/z, m u  _________ 
I- -Q3710MCA-scans from s... Max.'8.%7 .cps 

8.9e6 

8.0e6 

7.0e6 

6.0e6 

! 5.0e6 

E 4.0e6 

' 3.0e6 

2.06 

1 .Oe6 

T 

i 

1165.8 
;2 
. /  

c 
1168.8- 

\ I- 

- 1164.0 / - __ 
1164 1166 1168 

mlz, amu 
I 1" 

E - ; " ~ P a g e  1 of 1 
Printing Time: 16:03:2: 

Printing Date: Friday, June 24, 2 0 0 :  

Max. 8.9e7 cps 
. - _  I ._ 

r z Q 3 :  10 MCA scans from S... 
- _ _ _ _ .  ~- _ _  

-Q3:=10 MCA scans from S.. . 

1 5.0e5 

2.5& j 

2.&6 I 
8 1.5e6 

mlz. arnu 

1.6e7 

1.47 

.2e7 

8 1.Oe7 

.c 8 . M  

E 6 . M  

4 . w  

2 . M  

c 
a, 

933.6 
\ 

1 9357 

\ 

935. 

9.0e5 

8.0e5 

7.0e5 

5 6.0e5 
6 5.oe5 
5 
ij 4.0e5 

3.0e5 

2.0e5 

1 .Oe5 

- - - 

1572.2 
I 

'\ . >  
1573.3 I ,  

'. 
/ 

i 
, 

__ - - ~  - 1569.9 _ _  .I - -  
1579 1572 1574 

mli ,  amu . _  

5.5e6 - 

4.0e6 
v, 3.5e6 

E 2.5e6 
= 2 . M  

1.56  

1.0e6 

1222 

8 
.- 

i 
i 
I 

WiIS BAN EXACTCOPY CF 
EJw€m-ma.43/Gb 

Acq. Date: Friday, June 24, 2005 
Exygen Research 

1223.8 

1224.9 
1 

I 1225.8 
/ \  

Y 

1226.7, .. /' 
_.. - - -- - 

1224 1226 
mlz, amu 



Performed by: 
Instrument Calibration ! € 

2.4e7 
2.2e7 
2.Oe7 
1.8e7 
1.6e7 

8 1.4e7 
$ 1.2e7 
9 1.Oe7 
E 

8.M 
6 . M  
4.Oe6 
2.0e6 

C 

5 60.1 I I 

S S j  ' S L 5 '  < 61.0 
I ' I ' I ' I ' I ' I  

57 58 59 60 61 62 
mlz, amu 

+Q1: 10 MCA scans from Sa ... Max. 2.4e7 cps 

0 
c; 8.0e5 
00 
& 7.0e5 

6.0e5 

$ 5.0e5 
5 
h 4.0e5 
2 
- 3.0e5 

2.0e5 

1 .Oe5 

1 
I 

1255.0 
I-! 

4 .  1'1 

1257.9, 

'"i i 
1253.1 p 5 3 . 9  

>L- . .22  , 
n 1254 1256 

m/z. a m  

175.1 

176.1 

1 74 176 178 
mh, amu 

1 +Q1: 10 MCA scans from Sa ... Max. 2.4e7 cps 

API 4000 
LC/HS/MS 0 

1.6e7 

1.4e7 

$ 1.2e7 

1.Oe7 

8 . M  

. 6 . M  

4.06 ! 1 908.8 
i : *  

2 . M  ' j  '.,r.,> 
I 

908 
mlz, amu 

1 .+Ql: 10 MCA scans from Sa.. Max. 2.4e7 cps 

1 .'10e5 

1.00e5- 

9.ooe4- 

8.0064 - 

il 5.00e4: 
2 
= 4.00e4- 

1836.5 
1 

2.0064 

- 
1834 1836 

--- mlz, a m  - 



Printing Date: F r i .  5& 
Performed by: 

Instrument Calibration A P I  4000 
w n s / u s  . .  0 

Iution Optimization for Quad 1, Positive 

A.qu3t05, 2005, u:10 

' " i b p t  mtawects\ApI m3tmmt-b -\a PPG pCsitiwm.dan 
200 qxs. 
3.0 a~ 

%ak Width: 0.70 
'IhLeranz: 0.100 

b$x 1teratiul9: 20 --- 
m3.9 of- 

59.050 0.070 

. .  

175.133 O . l l . 5  
906.673 0.398 
1254.925 0.525 
1545.134 0.67 
1836.344 0.729 

First MmhtIcn Tahle 
Mass ofbet 

59.050 0.070 
175.133 0.115 
906.673 0.398 < 
1254.925 ' 0.525 ' 

1545.w 0.627 
1836.344 0.729 

lhenesses seleded in the I.ebereyz table do nxmtdltbenesses in the axpisithlnwud. 
Iterab 0 

m3.9 o f I k t m A t  nltm3i.Q width 
59.050 0.070 59.053 23909662 0.686 
175.133 0.115 175.131 ll.836541 0.763 
906.673 0.398 906.695 20024774 0.718 
1254.925 0.525 1254.948 839364 0.669 
l545.w 0 . a  1545.146 106780 0.603 
1836.344 0,729 1836.397 109871 0.620 

s u m e s s m ~ ~ z a t i c n .  
NeclMUthiTahle 

m3.9 offset 
0.070 
0.115 
0.398 

m4.925 0.525 
w5.134 0.627 
M36.344 0.729 

msscahraum &3Ults 
M3ss m A t m s s s l i f t p B a k w i d t h  EwshFft I r r tensi tyIntfzdtyMff  

59.050 59.053 -0.003 0.686 0.014 23909661.00 3.86 
175.l33 175.131 0.002 0.763 -0.063 11836541.25 -0.71 
906.673 906.695 -0.022 0.718 -0.018 XV24774.00 0.14 
1254.925 1254.948 -0.023 0.669 0.w1 835064.80 -17.76 
1545.134 1545.146 - -0.Ol2 0603 0.097 106180.36 -14.83 
1836.344 1836.397 -0.p- 0.a0 0.080 109871.35 -15.81 

Crisinal-m 
mss mc 

59.050 1098 
175.133 3307 
906.613 17245 
1251.925 23881 
1545.134 29413 
1836.344 34945 

t " B s 5 - m c  
59.050 1098 
175.133 3307 
906.673 17245 
1254.925 23881 
195.134 29413 
1836.344 34946 

NewwIbratirnTatlle 

File path of data far rasoluticn~tirn : 
D wpt mta\proj'ebs\ApI ~ ~ t a ~ . 2 0 0 5 . 0 8 . 0 5 . 1 3 . 1 0 . 0 7  



Printing Date; ” 5 05 
Performed by: --- vu/ & o r  

59.1 
1 Be7 4 

’...’ 1.4e7 
I /  

: I  1.2e7 - 

6 1.0e7- 
z 
9 8.0e6- 
c 

; I  

6.06 -, ,I I 

B 
I 

‘ I  
I c 

, 

60.9 61.8 
57 5% 59 60 61 62 

2.06 

, , , , , , I , , 
m/z, amu 

+Q3: 10 MCA scans from Sa ... Max. 1.9e7 cps 

1255.0 
(1 
i \  
I \  
I ’  

’ 1.7e5 
1.6e5 

3 ’ 1.4e5 

L 

Instrument Calibration -e 
-___I__ --- _r - *-- --- -.- ‘@--:a3: 10 MCA scans from Sa.. . Max. 1.9e7 cps 

1.31e7 

1.2Oe7 

1.60e7 

$ 8 . m  

; . a  

: 6.KM 
2 

4.Doe6 

2 . m  

- 

175.1 

I 

1 I 8 

1 74 176 178 
mlz, amu 

tQ3: 10 MCA scans from Sa ... Max. 1.9e7 cps 

1.8e4- 

1.6e4- 

1.4e4- 

1.2e4- 

- l.Oe4- P a 

$ 

5 aoo0.o- - - - 
6000.0- 

mlz, amu 

API 4000 
LC/MS/MS 0 

-&_La.--= --* - . - - -- ---*- 

W-ia33: 10 MCA scans f r m  Sa... Max 1.9e7 cps 

1.7& 
1.66 

1.4e6 

1.2e6 

B l.oe6 
5. : ’ 8.oe5 
E ,  

6.Oe5 

4.0e5 

2.&5 

906.6 

mlz amu 
1 Max. 1.9e7 cps ,+Q3: 10 MEA Scans from Sa.. 

1660.4 
1.1oe4- 

1.OOe4- 

9000.00 - 
8o00.00- 

8 7000.00- 

6 6000.00- 

5000.00 ‘ 4000.00 

3000.00 

2000.00 

v) 

1658 1660 1662 
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Instrument Calibration Printing Date: t 5 05 
Performed by: &/ -- o ~ / o ~  

lution Optimiion for Quad 3, Positive 

arps t  05, 2005, u:35 

Taleranoe: 0.100 

59.050 0.075 
t75.l33 0.145 

.673 0.556 

.925 0.733 

.w 0.896 

.400 0.921 
Firalt€&solutialTahle 

Eass Gffse t  
$9.050 0.075 

In5.m 0.145 
.673 0.556 ' 
.925 0.733 
.l34 0.8% 
.400 0.921 

Itez#tialO 
'Mass 

3ip5.l.33 
5@6.673 

w5.134 
1860.400 

Itdtiull 
Eass 

59.050 

$9.050 

q 4 . 9 2 5  

wa;i 
m 5 . w  
ld60.400 

Itebtial 2 
u3s.5 

59.050 
175.m 
906.673 

lE54.925 
1545.134 
11660.400 

b h s s  
59.050 

175.l.33 
906.673 

$54.925 

1t"p"ti" 3 

I $%J4 

I -  , 59.050 
175.l.33 
906.673 

Gffaet EbxxlAt Iritmaity width 
0.075 59.028 19091067 0.670 
0.145 175.l34 l316B679 0.670 
0.556 906.656 
0.733 l254.957 
0.696 1545.146 
0.921 1660.380 

offset - A t  
0.075 59.029 
0.145 175.l32 
0.556 906.660 
0.743 1254.978 
0.8% 1545.247 
0.921 1660.304 

of- - A t  
0.075 59.030 
0.145 175.l32 
0.556 906.659 
0.738 1254.943 
0.906 1545.189 
0.921 1660.347 

offset m u :  
0.075 5 9 . a  
0.145 175.128 
0.556 906.6Sl 
0.738 1254.960 
0.906 1545.251 
0.931 1661.317 

1 

.of€%& - A t  
0.075 59.025 
0.145 175.l31 
0.556 906.657 
0.738 1254.944 
0.8% 1545.145 
0.926 1660.416 

~ji3lresaluticncptinbZaticn. 
New I18salution %le 

mss offset 
59.050 0.075 

175.133 0.145 
906.673 0.556 

1254.925 0.738 
l545.l34 0.896 
1660.400 0.926 

1715421 
207493 
16796 
2089 

E213717 
1721521 
120992 
16956 
16756 

=ty 
190€6464 
12943487 
1701594 
180044 

11117 
16680 - 

=ty 
18927994 
13064979 
1709423 

93% 
5815 

i m m  

% z z  
13085516 
1699053 
170563 
18236 
11400 

0.640 
0.809 
0.612 
0.608 

width 
0.669 
0.665 
0.622 
0.576 
0.945 
0.781 

Width 
0.669 
0.677 
0.642 
0.731 
0.695 
0.807 

W i d t h  
0.671 
0.677 
0.637 
0.638 
0.597 
0.345 

width 
0.668 
0.675 
0.88 
0.749 
0.m 
0.772 

. Mass M A t  thssShift wakwidth Ews.lift Intensity Int€mityDiff 
0.025 0.668 0.032 18897595.88 -0.52 ._ '., 

xygen Research L 



. .  
Printing Date: Fri A ust 5 Instrument Calibration API 4000 

LC/MB/MS 8 Performed by: h& -- or/ 0; _ _  

.El3 175.l31 0.002 0.615 0.025 w85516.25 -1.02 

.m 906.657 0.016 0.638 0 . W  1699053.27 3.71 

.925 1254.944 -0.019 0.749 -0.049 170563.70 -23.93 
0545.134 1545.145 -0.Oll 0.634 0.066 18236.65 -0.44 
$660.400 1660.416 -0.016 0.772 9.072 11400.87 -27.52 

t k i q h l ~ c l l ~  
Mass Isc 

59.050 1096 
175.W 3304 
906.673 17225 
1254.925 23851 
1545.134 29372 
1660.400 31584 

n3ss mc 
59.050 1096 

175.l33 3304 
906.613 17225 

1250.925 23851 
1545.l34 29372 
1660.400 31584 

NarcalihuraticnTahle 

Eue path of z c q l b d  data faK lxL3cllUti.cn cptimizaticll : 
D \ ~ ~ l a l y s t  mtawects\Am -\mtavutm3s.m.ca.m.u.35.= _ -  

* 
I 



Printing Date 
Performed by: 

6.8e7 

6.Oe7 

5.0e7 

8 4.0e7 

= 3.oe7 9 c 
2.0e7 

1 .oe7 

In 

2 

45.0 
:? 
; '. . .  

I !  

i . ! 46.0 46.9 
,421 - 43.1 1 - 4  I b.7- 

43 44 45 46 47 
m/z, amu 

1 -Q1: 10 MCA scam from Sa ... M a .  6.8e7 CQS 

5.0e6i 

x, 4.5e61 

4.0e6: 

3.5e6' 

i 

1 .oe6 

5.0e5 

1164 1166 1168 
mlz, a m  _ _  __ . - , . - . . ___ 

rcygen Research 

-?HIS iS AN EXACTCOWOF 

8.0e5 

7.0e5 

60e5 
- 

$ 5.oe5 
* 

4.0e5 

3.0e5 

- 
3 

2.Oe5 

l.Oe5 

m/z. amu 
1 41: 10 MCA scans from Sa ... Max. 6.8e7 cps 

2.4e5 - 
2.2e5 - 

1.8e5- 
2.Oe5 - 

2.084 
I 

1572 1574 
m/z, amu 

P 

API 4000 
LC/MS/HS 8 

9 . w  

' 8.0IIj 

7 . w  

933.6 

8 ,  

6 . w  - i 

! 934.7 
{PI 

1 \ 

I . '  i 
'' 1; 935.6 

j30.9 931.7 I ,93h.4 I I 

5.0e6 - 

4.oe6 - 
i 

-1, \ 
i i , !  I i 

/ '  

3 . w  - i 
i 

\JT\ 
2.w - 

1.0e6- , 
9- 

932 934 936 
m/z, amu 

TIC of -Q1: from Sample 1 of ... Max. 7.97 cpc 

1 2.0e7 

I .Oe7 

0.0 
0. I 0:2 0.3 0.4 

Time. min 



Printing Date: Fri, Au / Instrument Calibration 
Performed by: a?!: a i /  0, 

API 4000- 
LC/UiyMS 0 

laion Optimization for Quad 1, Negative 

05, m, u:43 
bwkd !%le: 
b:myst mta\prqiectsvIpI Irsmnmt-itirn -\a ;.eS gpg m1.h 
The3b.M 200- 
SeaTXh R;nge: 3.0 am 
-At (peroaam): 50.0 
lkq& peak width: 0.70 
-width-: 0.100 
wx I-: 20 
Cti@A?LRfSOW&nTahle 

m offset 
44.998 0.055 

585.385 0.269 
933.636 0.392 

1165.804 0.482 
1572.097 0.630 

E!trst IIasdluLicn Tahle 
m3S offset 

44.998 0.055 
585.385 0.269 
933.636 0.392 

1165.804 0.482 ' 
1572.097 0.630 

Iteraticn 0 
m3S c€&etFhrdAt htemity width 

44.998 0.055 44.993 682706oO 0.660 
585.385 0.269 585.357 815100 0.641 
933.636 0.392 933.592 9517100 0.735 

l165.804 0.482 l165.766 5217578 0.661 
1572. 097 0.630 1572.066 249270 0.761 

~ f u l L t 3 3 o l ~ c p t i n d z a t i c n .  
New-utirnTahle 

m offset 
44.998 0.055 

585.385 0.269 
933.636 0.392 

0.482 
0.630 
PBUlt .9  

m FhrdAtt43ssShi f tWakWidth E w S l i f t  mtemity 
44.998 44.993 0.005 0.660 0.040 6827o600.00 

0.028 0.641 0.059 815100.00 585.385 585.357 
933.636 933.592 0.044 0.735 -0.035 9517100.00 

1165.804 l165.766 0.038 0.661 0.039 5217578.59 
1572.097 1572.066 0.031 0.761 4.061 249270.46 

@L 
triQLnalcalllpatFcnTable 

M33s rB2 
44.998 a32 

585.385 11123 
933.636 17759 - 
1165. BO4 22184 I 

1572.097 29928 

m3S w 
44.998 832 

585.385 11122 
933.636 17758 

1165.804 22183 
1572.097 29927 

NRJCdibmticnTahle 

W e  path of acplired data for rexilutirn cptimizatrn : 
D ~ n a l y s t  miAmjeasvIpr 1 n s t r u r e n t V . 2 m  .oa .os. 13.43. u 

mtemity Mff 
-3.22 

-143.49 
-122.86 
-85.10 
-21.61 

A 

EStygenrnYNo! l--m "MIS BAN EXACTCOPY OF 
"HEOI?IGfNAlDOCUMENT" 

xygen Research 
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Printing Date:. 5, 05 
Performed by: phr /os / O Y -  

6.7e7, 

5.0e7 

45.1 

: I  
/ I  

] I  

, L  

! ;  

I 
; :  

.a I 
I )  

I 1  

i I 

$ 4.0e7- 
5 
= 3.0e7- 
3 

i ; I  
ij ! I  

2.0e7 - / I  - 

1 .Oe7 - 
I L 

, _  - /;, , , , ; 47.1 , , 
0.0 

42 43 44 45 46 47 
m/z, amu 

1 -Q3: 10 MCA scans from Sa ... Max. 6.7e7 cps 

1 165.8 3 6.0e5- A 

0 
1;1 

5.0e5- 

4.0e5- 

' 3.0e5- s 
P 

2.0e5- 

; 

i 
i 

1164.0 1; 
1164 1166 1 168 

1 .Oe5 

0.0 

mlz. amu 

Instrument Calibration 4 

7flfS %AN EXACTCOPY OF cygen Research 

1 . 4 6  

1 2e6 

585.4 
7 

: '  

1 1  

1 .oe6 I \  

2.k5 - 

583.4 
0.0) I I 

5th 586 588 
mlz, a m  

43:  10 MCA scans from Sa ... Max. 6.7e7 cpa 

1223.9 
.? 5 

\ 

5.0&j, / ~ ~ 122#$ 

1221.5 1 2 2 d  0.0 
1222 1224 1226 

mlz, amu 

API 4000 
Lc/ns/Ms B 

1 . M  
1.4e6 

1.2e6 

1 .oe6 

5 8.0e5 
P 
f ' 6.Oe5 

4.0e5 

2.Oe5 

0.0 

B 

933.7 
.< 

m/z amu 
Max. 5.667 cpa 1 TtC of 4 3 :  from Sample 1 of ... . 

4.5e7 

4.Oe7 

3.5e71 

- 3.0e71 

= 2.5e7f P 
= 2.0e71 

B 

1.5e7 

5.0e6 0.0 1.b7b- 0.2 0.3 0.4 0.1 
Time, min 

-_? 



Instrument Cal ib ra t ion  
.. 
API 4000 
LC/YQ/HS 8 

pcsOlution Optimization for Quad 3, Negative 

llwoust 05, 2005, 14:21 

D:wlalyst mta\PKojectswI n w i t i c n  ME&&\a3- m.dan 
llmwd.& a c p s  

WiCdhAt (perraanex): 50.0 
selrkll 3.0 HN. 

T a r g e t w w m  0.70 
Feagwidth’Ibleranoe: 0.100 
ksx zteaticns: 20 
MQlal-m 

mss offset 
44.998 0.061 

585.385 0.347 
933.636 0.519 

1165.804 0.636 
1572.097 0.88 

FirstkaoluticnTable 
m9s offset 

44.998 0.067 
585.385 0.347 
933.636 0.519 

1165.804 0.636 ‘ 
1223.845 0.669 

Ihemssea tml.e&& In the re- t&le do lmt lmtdl thenassee in the ao@5iticnln?md. 
Iteraticn 0 

Mas3 offsetFbrdAt Intaosity width 
44.998 0.061 45.024 634088oO 0.706 

585.385 0.347 585.340 1949400 0.Q8 
933.636 0.519 933.642 1485000 0.741 

l18.804 0.636 1165.800 535970 0.740 
1223.845 0.669 1223.834 323930 0.456 

mss off3etFbrdAt Irdslsity width 
44.998 0.061 45 .m 66929ooo 0.m 

585.385 0.347 585.383 1483400 0.740 
933.636 0.519 933.612 1506000 0.606 
’165.804 0.636 1165.807 602828 0.86 

404170 0.718 

IteratFcn 1 

bhss offset 
44.998 0.061 

585.385 0.347 
933.636 0.519 

l165.804 0.636 
1223.845 0.659 

~ ~ m R e s u l t s  
Mas3 F a r d A t b h s s S h i f t p e a k W ~  msl i f t  IrharsityIntensityDiff 

44.999 45.022 -0.024 0.697 0.003 66829ooo.00 2.69 
585.385 585.383 - 0.m 0.740 -0.040 1483400.00 -4.52 
933.636 933.612 0 .b24 0.606 0.094 1506aX).m 9.48 

im.804 iis .eo7 -0.003 0.656 0.044 602828.54 18.70 
1223.845 1223.838 0.007 0.718 -0.018 404170.48 18.70 

Cr igha l  CaUbratim Tahle 
Egss LBC 

44.998 830 
m.385 11109 
933.636 17735 

1165.804 22152 
1572.097 29885 

Mas3 mc 
44.998 830 

585.385 11109 

1165.804 22152 
1223.845 23257 

Newcamxatl ‘m b 

933.636 in35  

Eile path of acquireddata for remlutim qkhh45n : 
D wyst mta\prqjects\ApI n m t a - . 2 0 0 s .  08 .a. 14 21.17 

. .  
. “E! 

xygen Research “HI8 BAN EXACTCOPY OF 
THEQFllf;rlNALDOCUMENT 

0192  BY fi&tL DATE* 



Printing Date: d Ly 6 ,  05 Instrument Calibration 
erformed by: '3 l /L /S  
I +Q1 : 10 MCA scans from Sa ... Max. 4.2e7 cp: 

u) g 2.587: 

E 2.0e7- 
m 

2; 

E 

1.8e7 

I .6e7 - 

1.4e7 - 

1.2e7 - 
v) 
Q 
0 1.0e7 s 
5 8.0e6 
= 
v) 

w 
C - 

59.0 

i 
6.0e6 

4.0e6 

2.0e6 

61 .O 
, ' I  

57 58 59 60 61 62 
mlz, amu 

I +QI: 10 MCA scans from Sa ... Max. 4.2e7 cps 
4 
d 
i 

i a 6.0e6 a 
5.5e6 

5.0e6 

1254.9 

A 
4.5e6 

4.0e6 L 
3.5e6 : 
3.0e6 I 
2.5e6 I 
2.0e6 

1.5e6 L 
1 .Oe6 I 
5.0e5 I 

1252 1254 1256 
mlz. amu T-krrF, is A 

Exygen Research TtiEGFX 

1255.9 

~~~ 

I +Q1: 10 MCA scans from Sa ... Max. 4.2e7 cp: 

175.1 1.4e7 I n 

1.3e7 - 
1.2e7 - 
l.le7- 
1 .Oe7 - 
9,0e6 - 

8- 8.0e6: 
s 5 7.0e6- 

2 6.0e6- 
5.0e6 - 
4.0e6 - 
3.0e6 - 
2.0e6 - 

C 

C - 

1 74 176 178 
mlz, amu 

I +Q1: 10 MCA scans from Sa ... Max. 4.287 cp: 

6.9e5 
6.5e5 , 
6.085 I 
5.5e5 I 
5.0e5 1 
4.5e5 . 

8 4.0e5i 

3.5e5 I 

1.5e5 L 
1 .Oe5 < 

1 547.1 

I 
5.0e4 I 

Max. 4.2e7 cp 

A P I  4000 
'C/MS/MS 8 

+QI: 10 MCA scans from Sa ... 

4.2e7 ,.,,I 
i 3.567 

201 0.6 
1.20e5 

1.10e5 

1.00e5 

9.00e4 

8.0064 

E 7.0Oe4 

6.0064 

5.0084 

4.00e4 

3.00e4 

2.00e4 

1 .ooe4 

VI 

P) 

rJz, ami 



P r i n t i n g  Date: Wed, J u l y  6 ,  05 Ins t rumen t  Calibration API 4000 
Performed by: px --- 3 / G  ,os ‘LC/MS/MS 8 

_ .  
Unit Resolccion Optimization for Qmd 1, Positive 

W Z y ,  July 06, 2005, 09:07 
?d File: , --.. 

yst mta\prqiecm\Aer mmmtwpisiticn -\a PR. m t i w 0 2 . b  
200 qs 
3.0 au 

WL: 
searcfi Farge: 
WidthAt  ( g g r w c ) :  50.0 
TargetEBakwidth: 0.70 
€w.k Width la-: 0.100 
l?ax Iteratials: 20 
O r i g i r d  m l u t i m  Table 

mss off& 
59.050 0.070 

175.l33 0.125 
906.673 0.398 

1254.925 0.525 
1545.l.34 0.627 
2010.469 0.796 

First F&soluticn W e  
IeES 

59.050 
175.l.33 
906.673 

1254.925 
1545.134 
2010.469 

I te ra t icno  
MsS 

59.050 
175.l33 
906.673 

1254.925 
1545.E.4 
2010.469 

Itenticn 1 
mss 

59.050 
175. U3 
906.673 

1254.925 
1545.l34 

-0.469 

u%?s 
59.050 

175.l33 
906.673 

1254.925 
1545.l.34 
2010.469 

rteraticll3 
MsS 

59.050 
175.l33 
906.673 

1254.925 
1545.U4 
2010.469 

Iteratim 4 
MsS 

59.050 
175.l.33 
906.673 

1254.925 
1545.L-34 
2010.469 

w . L c n  2 

offset 
0.070 
0.125 
0.398 
0.525 
0.627 
0.796 

o f f s i t  l3xm3At Rltensl ‘ty 
0.070 59.118 21885172 
0.125 175.091 11684854 
0.398 906.689 54335849 
0.525 1254.931 6043227 
0.627 1545.112 677955 
0.796 2010.526 129404 

offset l3xm3At Mensity 
0.070 59.123 21355387 
0.125 175.106 10476343 
0.408 906.799 40326793 
0.525 1254.921 6533429 
0.627 1545.122 743543 
0.796 2010.508 103712 

offset -At n l m i t y  
0.070 59.124 21251077 
0.125 175.097 11943698 
0.403 906.747 46695295 
0.525 1254.922 ‘7266428 

0.796 2010.481 E3067 
0.627 i ~ ~ . i 8 8  ~12018 

offset  F u x d A t  Int€rbsity 
0.070 59.128 21253314 
0.115 175.062 I3369064 

0.525 1254.911 6419930 
0.627 1546.133 674595 
0.786 2010.549 l37585 

Offset M A t  Intmsity 
0.070 59.103 17871271 
0.115 175.044 13953241 
0.403 906.732 42165943 
0.525 1254.922 6226432 
0.627 1546.117 694672 
0.791 2010.471 124604 

0.403 906.743 i 45978240 

Kidth 
0.660 
0.602 
0.804 
0.717 
0.710 
0.659 

W i d t h  
0.650 
0.612 
0.560 
0.706 
0.702 
0.669 

Kidth 
0.656 
0.592 
0.648 
0.684 
0.761 
0.560 

Kidth 
0.638 - 0.754 
0.655 
0.701 
0.701 
1.100 

width 
0.641 
0.768 
0.653 
0.705 
0.689 
0.608 

srx€ssful r e s 1 U t i a - l  q)timizaticll. 
&w Resoluticn Tahle 

mss Offset 
59.050 0.070 

175.U3 0.115 
906.673 0.403 

1254.925 0.525 
1545.l34 0.627 
2010.469 0.791 

VBSS CdLibratiCll mts 
mss FandAt u%?sShift Eeakwdth Ews-Lift Menu ‘ty Intensity Diff 

59.050 59.103 -0.053 0.641 0.059 17871271.00 -35.53 
175.133 175.044 0.089 0.768 -0.068 13953241.U 19.82 
06.673 906.732 -0.059 0.653 0.047 42165943.44 -32.79 

0.003 0.705 -0.005 6226432.63 0.38 
0.689 0. 011 694672.25 6.34 
0.608 0.092 124604.22 18.01 

‘&?:E: &?:E -0.983 
. 2010.469 2010.471 -0.002 

x i g i n d  Blihat icn w e  
mss DBC 

59.050 1097 

THIS 15 AN EXACT COPY C F 

Exygen Research 0 1 9 4  



gY 
API 4000  Printing Date: Wed, July 6, 05 Instrument Calibration 

erformed by: -- > / C  - P 4  ‘tC/MS/MS 8 
. .  

175.133 3309 
906.673 17245 

1254.925 23882 
-- 1545.134 29413 

10.469 38284 
ilDmA.cn Table 
mss 

59.050 1098 
175.l33 3307 
906.673 17246 

1254.925 23882 
1545. l34 29432 
2010.469 38284 

& 

File path of acplired &td for resaluticn QXimim ticn: 
D M y s t  D%ca\PmjectsW I m t . 2 0 0 5 . 0 7 . 0 6 . 0 9 . 0 7 . 3 6  

W 

0 1 9 5  Exygen Research 



Printing Date: Wed, July 6, 05 
Performed by: e?/ 7 / L / 05 

8.0066 - 

2 7.00e6- 

6.00e6: 

n 

i 5.0066- - - 
4.00e6 - 

1 

I +Q3: 10 MCA scans from Sa. .. Max.. 2.2e7 cps 

2 
$ 
0 

fn 
C 
8 
E 

2.2e7 
2.0e7 

1.8e7 

1.5e7 

1.4e7 

1.2e7 

1 .Oe7 

8.0e6 

6.0e6 

4.0e6 

2.0e6 

d z ,  arnu 
I +Q3: 10 MCA scans from Sa ... Max. 2.2e7 cp: 

3 

3 
73 

i 

fn 

8 
5 
8 
5 

fn 
C 

1.8e6 

1.6e6 - 

1.4e6 - 

1.2e6 - 

1 .Oe6 - 

8.0e5 

6.0e5 

4.0e5 

2.0e5 

I 

1 252 1254 1256 

1254.9 1254.9 
1.8e6 

1.6e6 - 

1.4e6 - 

1.2e6 - 

1 .Oe6 - 

8.0e5 

6.0e5 

4.0e5 

2.0e5 

1255.9 

1 252 1254 1256 

e :  
Instrument Calibration 

+Q3: 10 MCA scans from Sa ... Max. 2.2e7 cps 

1.7e7 
1.6e7 

1 Ae7 

1.2e7 

1 .Oe7 

8.0e6 

6.0e6 

4.0e6 

2.0e6 

175.1 1.7e7 
1.6e7 

1 Ae7 

1.2e7 

1 .Oe7 

8.0e6 

6.0e6 

4.0e6 

2.0e6 176.1 

I , 
174 176 178 

dz,amu 
+Q3: 10 MCA scans from Sa ... Max. 2.2e7 cps 

2.0e5 

1.8e5 

1.2e5 

1 .Oe5 

8.0e4 6 . k I  

4.0e4 

2.0e4 
I 

1546 1548 
mlz, amu 

API 4000 
LC/MS/MS 8 

b +Q3: 10 MCA scans from Sa ... Max. 2.267 cp 

907.7 

3.0086 - 

2.00e6- 

1.00e6 - 

I 

904 906 908 
d z ,  atnu 

+Q3: 10 MCA scans from Sa ... Max. 2.267 cp 

1.7e4. 

1.664 - 

1.464 - 

1.284 - 
n 
1 

1.Oe4- 

8000.0- 

- 6000.0 - 

5 
2 - 

201 0.4 20-i*5 

2000.0 

008.4, 
2008 201 0 201 2 

mlz, amu 



Printing Date: Instrument Calibration 
Performed by: 6 f  ' 5 7  / 6 i d  

API 4000 
LC/MS/MS 8 

;e Optimization for Quacl3, Positive 

-, July 06, 2005, 09:34 
mthcd File: 
~ : ~ p t  mm\prSieasw rnstnmnt~siticn -\a+ -.dm 
T t z e s b -  200 q;s 
seascfi wlge: 3.0 am 
WLdth At mx): 50.0 
7aIqetpBakwidth: 0.70 
E e a k w i d t h w :  0.100 
Max Itetatials: 20 
Original wluticn Table 

?.!ass offset 
59.050 0.075 
175.133 0.145 
906.673 0.556 
1254.925 0.733 
1545.134 0.896 
2010.469 1.174 

&t Resoluticn Table 
?.!ass 

59.050 
175.133 
906.673 
1254.925 
1545.134 
2010.469 

1mtialo 
m€s 

59.050 
175.l33 
906.673 
1254.925 
1545.l34 
2010.469 

Iteraticn 1 
M3ES 

59.050 
-- ' '75.133 u:;; 
1545.l34 
2010.469 

1mtia-I 2 
M3Ss 

59.050 
175.l33 
906.673 
1254.925 
1545.l34 
2010.469 

1mtim 3 
b?ass 

59.050 
175.133 
906.673 
1254.925 
w5.l34 
2010.469 

Itenticn 4 
lass 

59. 050 
175.l33 
906.673 
1254.925 
1545.134 
2010.469 

offset 
0.075 
0.145 
0.556 
0.733 
0.896 
1.174 

Offset - A t  Intensity width 
0.075 59.069 20566759 0.632 
0.145 175.133 14344251 0.676 
0.556 906.643 6796721 0.499 
0.733 1254.928 2211097 0.655 
0.896 1545.095 196123 0.669 
1.174 2011.495 20282 0.859 

offset -At Mensity WL& 
0.075 59.069 21780963 0.630 
0.145 175.127 17376357 0.646 
0.546 906.500 11791706 0.765 
0.733 1254.932 1895884 0.649 
0.896 W5.092 168529 0.549 
1.184 2010.654 9668 0.557 

offset - A t  Mensity WL& 
0.075 59.060 21244672 0.618 
0.145 175.128 17251612 0.649 
0.546 906.515 11794349 0.773 
0.733 1254.909 1814349 0.679 
0.886 w5.085 279468 0.906 
1.179 20U. 575 9600 0.718 

offset ~ t l r d ~ t  ' Intarsity v3idth 
0.075 59.070 21633445 0.626 
0.145 175.130 17317187 0.645 
0.546 906.513 ll952339 0.774 
0.733 1254.916 1741031 0.726 
0.891 1545.084 200203 0.717 
1.179 2011.583 11628 0.580 

offset -At Mensity width 
-0.075 59.069 21515919 0.628 
0.145 175.122 17294312 0.615 
0.546 906.523 11869888 0.784 
0.733 1254.924 1814801 0.688 
0.891 1545.080 201402 0.682 
1.174 2011.527 17375 0.661 

Siozesful-luticn @&nizaticn. 
Mw Resoluticn Table 

M a s  offset 
59.050 0.075 
175.133 0.145 
906.673 0.546 
1254.925 0.733 
1545.134 0.891 
2010.469 1.174 

CalihatiCrlFesdlts 
?.!ass - A t  M3ESWft - W i d t h  €Waft Intensity IntmsityDiff 

59.050 59.069 -0.019 0.628 0.072 21515919.25 -3.65 
0.011 0.615 0.085 17294312.50 -4.22 

Qmf 
. 175.133 175.122 

xygen Research 



Printing Date: Wed u l y  6 ,  05 Instrument Calibration 'API 4000 
Performed by: ' $flc 71 -6 / &- LCLMS/MS 8 

906.523 0.150 0.784 -0.084 11869888.00 54.29 
1254.924 0.001 0.688 0.012 1814801.31 1.63 
1545.080 0.054 0.682 0.018 201402.% 20.21 

2010.469 2011.527 -1.058 0.661 0.039 17375.63 7.78 
C z i g h l l t i c n T a b l e  1 

lass rBz 
59.050 1096 

175.l.33 3305 
906.673 17227 
1254.925 23853 
1545.l34 29376 
2010.469 38216 

I?ass Dac 
59.050 10% 

175.l33 3305 
906.673 17224 

1254.925 23853 
1545.l34 29375 
2010.469 38236 

New Calilxaticn Table 

File mth of 
D:\Aralyst  Ea~\FmjeaSulm Ins~t\.2005.@7.06.09.34.12 

dta for resaluticn w z a t i c n  : 

llrsl . _.' 



Printing Date: Wed, July 6, 05 
Performed by: POI _l-/le/34 

fn 

4.0e7- 

3.0e7- 

2.0e7 - 

.- d 
l f n  

K - 

421: 10 MCA scans from Sa ... Max:7.0e7 cps 

45.0 

7.0171 

3.0e5 

2.5e5 - 

2.0e5 - 

1.5e5- 

L 

$ - - 
1 .Oe5 - 

5.0e4 - 

&Oe7 1 
5.0e7 -/ 

8.087 - 

7.0e7 - 

6.0e7- 

& 5.0e7- 

8 4.oe7- c 
3.0e7 - 

0 

fn 
C 

2.Oe7 - 

1 .Oe7) 

1 .Oe7 - 

47.0 
( I - , . , ' , .  

42 43 44 45 46 47 
mlz, arnu 

I 4 1 :  10 MCA scans from Sa ... Max. 7.0e7 cps 

€ 
Instrument Calibration 

b -QI: IO MCA scans from Sa ... Max. 7.0e7 cps 

2.0e6 

1 .Be6 

1.6e6 

1.4e6 

B 1.2ef~ 

1.Oe6 

8.Oe5 

6.0e5 

4.0e5 

2.Oe5 

B 
- 

585.3 

h 

I 
1569.9 I 1570.d 1 

1570 1572 1574 
mlz, amu 

C- A P I  4000 
LC/MS/MS 0 

I 4 1 :  10 MCA scans from Sa ... M a .  7.Oe7 cpi 

933.6 2.1e7 

~:~~~ 1.6%7 fl, 
v )  

0 
n 

5 
I 
8 
E 

C 

mlz, arnu 
I T K  of -Q1: from Sample 1 (T... Max. 9.6e7 cp! 

0.0 ' I 

0.1 0.2 0.3 0.4 
Time, rnin 



Printing Date: Wed, July 6,  05 Instrument Calibration 
Performed by: p>L ? /  6 / 6 

. .  
API 4000 
LC/.&S/MS 8 

ion Optimization for -1, Negative 

Jbly 06, 2005, 10:14 
*-File: - 
D:\Analyst mm\prOjeaSuler I r s t n m r l t ~ t k x l  M?&ds\Ql nsg 
n-ueSt0l.d: 200 q;s 
searcfi FarQ9: 3.0 am 
WidthAt (percentlmx): 50.0 
TargetpBakwidth: 0.70 
Eeak width Ihlearne: 0.100 
I.sx I&zatiaYs: 20 
Griginal Iesduticn W e  

MISS offset 
44.998 0.055 

179.092 0.108 
295.176 0.154 
585.385 0.269 
933.636 0.392 

1223.845 0.505 
First Fedutim W e  

Egss offset 
44.998 0.055 

585.385 0.269 
933.636 . 0.392 

l165.804 0.482 
1572.097 0.640 

M1.h 

Ihe nassg 
I t e r a t i C l l O  

in the ref- W e  d3 not rmtd-~ the msses in the U i t i c n  M. 

I.?ass offset -At Mensity math 
44.998 0.055 45.Oll 70204800 0.650 

585.385 0.269 585.363 2021600 0.676 
933.636 0.392 933.564 2ii7aoo 0.772 

l165.804 0.482 1165.797 9796079 0.701 
1572.097 0.640 1572.181 180063 0.542 

Itezatim 1 
mss offsetFardAt mwrsity width 

44.998 0.055 4 5 . O l l  70470700 0.652 
585.385 0.269 585.360 1984700 0.694 
-73.636 0.392 933.572 2l210000 0.792 

0.482 l165.809 9657925 0.701 w::: 0.630 1572.115 303297 0.769 
saxcessful resolutim cptindzatiln. 
NEW Remluticn W e  

mss offset 
44.998 0.055 

585.385 0.269 
933.636 0.392 

1165.804 0.482 
1572.097 0.630 

Mass  Qlihatm F e s u l t s  
bass M A t  lrsssslift Eeakviidp W a f t  Mensity IntensityDiff 

44.998 45.011 -0.OU 0.652 0.048 70470700.00 0.02 
585.305 585.360 0.025 0.694 0.W 19847QO.00 -2.82 
933.636 933.572 0.064 0.792 -0.092 21210000.W 1.18 

1165.804 1165.809 -0.005 0.701 -0.001 9657925.25 1.18 
1572.097 1572.115 -0.018 0.769 -0.069 303297.22 1.18 

0riqjnalCaljhaticn"able 
MISS m.2 

44.998 832 
585.385 ll l23 

1165.804 . 22184 
1572.097 29928 

mss mc 
44.998 832 

585.385 11123 
933.636 17759 

1165.804 22184 
1572.097 29928 

933.636 i n 6 0  

mw Blitaaticn W e  

File pth of 
D. \Analyst mta\prOjectsvm mtM-mt\.~oos. 07.06. io. 14.03 

data for resolutim clptimiza tim : 

.. . 
~~~ 

Exygen Research 
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Printing Date: Wea, ' €  July 6, 05 
Performed by: 

2.5e6 - 

2.[)66 - 

fn 
Q 

1.5e6- p 
K a c 

1.Oe6- 

H -Q3: 10 MCA scans from Sa ... Max.. 8.2e7 cps 

fn 

8- 4.0e7- 

3.oe7- 
p 
K 

K - 

8.0e7 

7.0e7 

6.087 

5.0e7 

4.0e7 
d 
E 3.0e7 

2.0e7 

1 .Oe7 

v) 

C 

mlz, amu 
I -Q3: 10 MCA scans from Sa ... Max. 8.2e7 cps 

11 65.8 
0 2.0e6 

0" 1.8e6 

W 1.6e6 

1.4e6 

5 1.2e6 

$ 1.0e6 

E 8.Oe5 

6.0e5 

4.0e5 

2.0e5 

v)  

C 

1 

1164 1166 1168 

Exygen Research 

Instrument Calibration C '  
I 4 3 :  10 MCA scans from Sa ... Max. 8.287 cpr 

rn 
V 
n 

5 
I 
d c 
C 

1 .Oe6 - 

8.0;s - 

6.065 - 586.4 

4.0e5 

2.0e5 

I R 

V 

I , 
584 586 588 

mlz, amu 
I 4 3 :  10 MCA scans from Sa ... Max. 8.2e7 cps 

1572.5 1.5e4 

1.4e4 - 

1.2e4 - 

v )  1.0e4- 
3 
$ 8000.0- - - 
2 6000.0- 

4000.0 - 
1 

2000.0 - 

I 

1570 1572 1574 
mlz, arnu 

API 4000 
LCIMSIMS a 

43: 10 MCA scans from Sa ... Max. 8.287 cp! 

2.7e6 933.5 n 

kJ, 5.1 

5.Oe5 ,935.8 

931.6 
932 934 936 

mlz, amu 
' TIC of -Q3: from Sample 1 (T... Max. 7.067 cp: 

5.0e7 
I .  

1, 2.0e7 

1 .Oe7 

0.0 
0.1 0.2 0.3 0.4 

Time, min 



.. 
Instrument Calibration API, 4000 Printing Date: Wed, July 6, 05 

Performed by: p9c 2-/L/H LC,LMS/MS 8 

- 
Resolution wimization for Quad3, Negative W 

VIBcbmSdav, Jiitv 06. 2005, 1022 

mresbld: 200 gs 
searcfi FarQe: 3.0 am 
WidthAt  (pe r ran I IEQ0:  50.0 
TargetFmk-: 0.70 
EBak width l b l m :  0.100 
M 3 x  Iteraticns: 20 
cnriginal m l u t i a ~  Table 

mss of- 
44.998 0.067 
585.385 0.347 
933.636 0.519 
1165.804 0.631 
1223.845 0.666 

First Resaluticn Table 
m?.s offset 

44.998 0.067 
585.385 0.347 
933.636 0.519 
1165.804 . 0.631 ' 

1572.097 0.875 
?henassg select& in the ?Xf- tat 
Iteratim 0 

lgss Offset - A t  btensity Width 
44.998 0.067 45.014 82496500 0.687 
585.385 0.347 585.362 1495600 0.739 
933.636 0.U9 933.630 2670300 0.620 
1165.804 0.631 l165.792 2033008 0.601 
1572.097 0.875 1572.412 15491 0.638 

su=cessful d u t i c n  cptinrizaticn. 
Nau ResolutFcn m e  

EgSs offset 
44.998 0.067 
585.385 0.347 

. '73.636 0.519 
0.631 u: :: 0.875 

bEl5s Blilraticn w t s  

1 3 1 1 B s s g  in t 

Kas.9 ~ A t ~ s h i f t E B a k W i d t h  Ewshift Mensl 'ty Inte-sityDiff 
44.998 45.014 -0.016 0.687 O.Ol3 82496500.00 16.30 
585.385 585.362 0.M3 0.739 -0.039 1495600.00 19.30 
933.636 933.630 0.006 0.620 0.080 2670300.00 58.05 
1165.804 1165.792 0.012 0.601 0.099 2033008.95 58.05 
1572.097 1572.012 -0.315 0.638 0.062 15491.82 58.05 

Grig.ir!al -titn Table 
l.ass Dr 

585.385 11110 
933.636 17736 
1165.804 22153 
1572.097 29882 

lrgss Ib2 
44.998 831 
585.385 llll0 
933.636 17736 
1165.804 22153 
1572.097 . 29888 

44.998 831 - 
i 

&u Cdlhatim Table 

File pa of azqdrd  Cats f a  resolurim cptirrdmtim : 
D: wpt me,\mectsum m t m n r x t ~ e , w ~  .2005.07.06. io .Z .13 
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3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231 -1 580 

R E S E A R C H  

NOTE TO FILE 

U 

Date: 07/28/05 

Exygen Research Project/Study #: P760 and P I  131 

Protocol #: PO000760 and PO001 131 

NOTE: 
Vegetation samples COO49876 - COO49885 and COO73483 were pulled from Freezer 
34 (IN0000713) at 0829 on 07/06/05. Samples were weighed on Balance 20 and 
capped tightly. After weighing, the samples to be used for the extraction were 
transferred to Freezer 34 at 1225. 
The samples remained in the freezer until the day of extraction, 07/12/05. 

Vegetation samples COO49886 - COO49890 and COO73483 were pulled from Freezer 
34 (IN0000713) at 0829 on 07/06/05. Samples were weighed on Balance 20 and 
capped tightly. After weighing, the samples to be used for the extraction were 
transferred to Freezer 34 at 1225. 
The samples remained in the freezer until the day of extraction, 07/13/05. 

Vegetation samples COO49891 - COO49895 and COO73483 were pulled from Freezer 
34 (IN0000713) at 1341 on 07/06/05. Samples were weighed on Balance 20 and 
capped tightly. After weighing, the samples to be used for the extraction were 
transferred to Freezer 34 at 1553. 
The samples remained in the freezer until the day of extraction, 07/14/05. 

Vegetation samples COO49896 - COO49897 and COO73483 were pulled from Freezer 
34 (IN0000713) at 1341 on 07/06/05. Samples were weighed on Balance 20 and 
capped tightly. After weighing, the samples to be used for the extraction were 
transferred to Freezer 34 at 1553. 
The samples remained in the freezer until the day of extraction, 07/15/05. 

vegetation samples COO50021 - COO50029 and COO73483 were pulled from Freezer 
34 (IN0000713) at 1423 on 07/27/05. Samples were weighed on Balance 20 and 
capped tightly. After weighing, the samples to be used for the extraction were 
transferred to Freezer 34 at 1610. 
The samples remained in the freezer until the day of extraction, 07/28/05. 

W 

LIBRARY ID: VOOOl631-I ADMINISTRATIVE FORM 
Page 1 of 2 

0 2 0 4  



w 
3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1 039 
Fax: 814-231-1580 

R E S E A R C H  

NOTE TO FILE 

Samples COO49876 - COO49897 were weighed by Carlyle Horrell and verified by 
Brittany Kravets. 

All spiking was performed on the day of extraction after the samples were pulled 
from the freezer. 

Signature: Jk- 
I 1  

LIBRARY ID: VOOO1631-1 ADMINISTRATIVE FORM 
Page 2 of 2 

0 2 0 5  
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3058 Research Drive 'Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231-1580 

R E S E A R C H  
W 

NOTE TO FILE 

W 

Date: 08/16/05 

Exygen Research ProjecVStudy #: P760 and P1131 

Protocol #: PO000760 and PO001 131 

NOTE: 

The method for extraction of fish (v0001783) and the method for extraction of 
vegetation (V0001784) require samples to be evaporated on a Rotovap. Procedure 
indicates that, when using a Rotovap, the temperature of the water bath should not 
exceed 40°C. Because temperature settings on the water baths are not accurate, 
water baths were left off during evaporation and the water was at room temperature 
for all fish and vegetation samples. 

Signature: Date: 0(3,/5/65- 

ADMINISTRATIVE FORM 0 2 0 6  LIBRARY ID: VOOO1631-1 



3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231-1580 

R E S E A R C  C-1 w 
NOTE TO FILE 

Date: 09/21/05 

Exygen Research ProjecVStudy #: P760 and P I  131 

Protocol #: PO000760 and PO001 131 

NOTE: 
The extraction sheets show that vegetation samples COO49876 - COO49890 
were transferred to freezer 34 at 1225 on 07/06/05. ExyLlMS shows that these 
samples were transferred to freezer 30. The extraction sheets are correct. The 
samples were, in actuality, transferred to freezer 34. 

Signature: Date: o f / $ !  /6 

LIBRARY ID: VOOO1631-1 
~ 

ADMINISTRATIVE FORM 
Page 1 of 1 0 2 8 7  



Overall Summary 



Summary of PFOA in Vegetation Samples 

C8 Acid PFOA 
Client Pemuorooctanoic Acid 

Exygen ID Sample ID Analyte Found (ppb, ng/g) Wet Weight Assessed Accuracy (+I- %) 

COO49876 
COO49876 Rep 

COO49877 
COO49877 Rep 

COO49878 
COO49878 Rep 

COO49879 
COO49879 Rep 

COO49880 
COO49880 Rep 

COO49881 
COO49881 Rep 

COO49882 
COO49882 Rep 

COO49883 
COO49883 Rep 

COO49884 
COO49884 Rep 

COO49885 
C0049885Rep 

COO49886 
COO49886 Rep 

COO49887 
COO49887 Rep 

COO49888 
COO49888 Rep 

COO49889 
COO49889 Rep 

COO49890 
COO49890 Rep 

COO49891 
COO49891 Rep 

COO49892 
COO49892 Rep 

COO49893 
COO49893 Rep 

COO49894 
COO49894 Rep 

COO49895 
COO49895 Rep 

COO49896 
COO49896 Rep 

COO49897 
COO49897 Rep 

w 

DF06-VOI-AVP001-0-041007 
DFO6-VO1 -AVPOOl-0-041007* 
DFOG-VO1 -PAP001-0-041007 
DF06-VOI-PAPOOI -0-041 007' 
DFOG-V01-RCP001-0-041007 
DFO6-VO1 -RCP001-0-041007' 
DF06-V02-AVP001-0-041007 
DF06-V02-AVP001-0-041007* 
DF06-V02-PAP001-0-041007 
DF06-V02-PAP001-0-041007' 
DF06-V02-RCP001-0-041007 
DF06-V02-RCP001-0-041007' 

DF09-VOI-AVP001-O-O41007 
DFOSVOI -AVPOOI -0-041 007' 
DF09-VOI-PAP001-O-O4I 007 
DFOSVOI -PAP001 -0-041 007' 
DFO9-VO1 -RCP001-0-041007 
DFOSVOI-RCP001-0-041007' 
DF09-V02-RCP001-0-041007 
DF09-V02-RCP001-0-041007" 
DF09-V02-PAP001-0-041007 
DFOSV02-PAP001-0-041007' 
DF8b-VO1 -PAP001 -0-041 007 
DF8b-VO1 -PAPOO1-0-041007' 
DF8b-VO1 -RCPOOI -0-041 007 
DF8b-VO1 -RCP001-0-041007* 
DF8b-V02-PAP001-0-041007 
DF8b-V02-PAP001-0-041007' 
DF8b-V02-RCP001-0-041007 
DF8b-V02-RCP001-0-041007* 

DF I 4 4 0  I -AVPOO 1 -0-04 I 007 
DF14-VO1-AVP001-0-041007* 

DF14-VOI -PAP001 -0-041 007 
DF14-V01-PAP001-0-041007" 
DF14-V02-AVP001-0-041007 
DF14-VO2-AVPOOI -0-041 007' 
DF14-V02-PAP001-0-041007 
DFI 4-V02-PAP001-0-041007" 

DBKG-V01-AVP001-0-041007 
DBKG-VOI-AVPOOI -0-041 007' 

DBKG-V01-PAP001-0-041007 
DBKG-VO1 -PAP001 -0-041 007' 

DBKG-V01-RCP001-0-041007 
DBKG-VOI -RCP001-0-041007* 

90.0 
78.4 
NR 
NR 
238 
255 
46.8 
37.7 

440 
472 
123 
138 

10.0 
9.56 
62.0 
64.8 
50.4 
48.8 
150 
165 

448 
464 

912 
912 
212 
204 
944 
904 

236 
225 

4.76 
6.04 
9.36 
9.08 
5.52 
5.52 
11.3 
11.4 

3.70 
2.85 

3.92 
4.68 
2.00 
1.97 

60 
60 
--I 

- 
30 
30 
50 
50 

40 
40 
60 
60 
50 
50 
50 
50 
30 
30 
30 
30 

40 
40 
60 
60 
30 
30 

60 
60 

50 
50 

30 
30 

60 
60 
40 
40 

40 
40 

40 
40 
30 
30 

30 
30 

'Laboratory Duplicate 
ND = Not detected at or above 0.2 ng/g, 
NQ = Not quantifiable = Measured concentration between 0.2 ng/g and the Limit of Quantitation (LOQ) which is 0.4 nglg. 
NR = Not reported due to quality control result failures. 
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Summary of PFOA in Vegetation Samples (continued) 

C8 Acid PFOA 
Client Perfluorooctanoic Acid 

Exygen ID Sample ID Analyte Found (ppb, ng/g) Wet Weight Assessed Accuracy (+/- %) 

COO50021 DF09-V01-SSP001-0-041007 112 50 
COO50021 Rep DFO9-VO1-SSPOOl-0-041007* 108 50 

COO50022 DF09-V02-UGP001-0-041007 388 30 
COO50022 Rep DF09402-UGP001-0-041007* 386 30 

COO50023 DF06-VOI-SSP001 -0-041 007 245 30 
COO50023 Rep DFO6-VO1 -SSP001 -0-041 007" 258 30 

COO50024 DF06-V02-SSP001-0-041007 NR _I 

COO50024 Rep DF06-V02-SSP001-0-041007* NR - 
COO50025 DF8b-V01-UGP001-0-041007 580 50 

COO50025 Rep DF8b-VO1 -UGP001-0-041007' 632 50 
COO50026 DF8b-V02-UGP001-0-041007 369 60 

COO50026 Rep DF8b-V02-UGP001-0-041007* 362 60 
COO50027 DFI4-VO1 -SSP001 -0-041 007 NR 

COO50027 Rep DF14-V01-SSP001-0-041007* NR - 
COO50028 DF14-V02-SSPOOl-0-041007 NR - 

COO50028 Rep DF14-V02-SSP001-0-041007" NR - 
COO50029 DBKG-VOI -SSP001 -0-041 007 2.53 50 

COO50029 Rep DBKG-VO1 -SSP001 -0-041 007' 2.51 50 

- 

'Laboratory Duplicate 
ND = Not detected at or above 0.2 ng/g. 
NQ = Not quantifiable = Measured concentration between 0.2 ng/g and the Limit of Quantitation (LOQ) which is 0.4 ng/g. 
NR = Not reported due to quality control result failures. 



Laboratory Matrix Spike Recovery Summary for PFOA in Vegetation Samples 

Sample 
Description 

(COO49876 Spk C, 10 ppb) 

DF06-V01-AVP001-0-041007 
(COO49876 Spk D. 100 ppb) 

DF06-V01-PAP001-041007 
(COO49877 Spk E. 10 ppb) 

DF06-V01-PAP001-0-041007 
(COO49877 Spk F. 100 ppb) 

DF06-V01-RCP001-0-041007 
(COO49878 Spk G. 10 ppb) 

DF06-V01-RCP001-0-041007 
(COO49878 Spk H, 100 ppb) 

DFO6-VOl -AVPOOl-O-O41007 

DFO6-VO2-AVPOO1-0-041007 
(COO49879 Spk I ,  10 ppb) 

DF06-V02-AVP001-0-041007 
(COO49879 Spk J, 100 ppb) 

DF06-V02-PAP001-0-041007 
(COO49880 Spk K. 10 ppb) 

DF06-V02-PAP001-0-041007 
(COO49880 Spk L. 100 ppb) 

DF06-\102-RCP001-0-041007 
(COO49881 Spk C. 10 ppb) 

DF06-V02-RCP001-0-041007 
(COO49881 Spk D. 100 ppb) 

DFOS-VO1 -AVPOO1-0-041007 
(COO49882 Spk E, 10 ppb Spike) 

DF09-VOl-AVP001-0-041007 
(COO49882 Spk F. 100 ppb Spike) 

DFOS-VO1 -PAP001 -0-041 007 
(COO49883 Spk G, 10 ppb Spike) 

DFOS-V01-PAP001-0-041007 
(COO49883 Spk H. 100 ppb Spike) 

DFOS-VO1-RCP001-0-041007 
(COO49864 Spk I, 10 ppb Spike) 

DFOSV01-RCP001-0-041007 
(COO49884 Spk J, 100 ppb Spike) 

DF09-V02-RCP001-0-041007 
(COO49885 Spk K, 10 ppb Spike) 

DF04V02-RCP001-0-041007 
(COO49885 Spk L, 100 ppb Spike) 

Amount 
Spiked 
(ng/g) 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

C8 Acid PFOA 
7 

Amt Found Amount 
in Sample Recovered Recovery 

(ngl S, (ng/g) ( % ) 

90.0 

90.0 

NR 

NR 

238 

238 

46.8 

46.8 

440 

440 

123 

123 

10.0 

10.0 

62.0 

62.0 

50.4 

50.4 

150 

150 

98.8 

129 

NR 

NR 

265 

317 

49.2 

98.8 

496 

540 

128 

168 

15.8 

71.2 

70 

116 

58.0 

133 

165 

246 

39 

NR 

NR 

79 

52 

. 
45 

58 

61 

54 

83 

96 

‘Sample residue exceeds the spiking level significantly; therefore, an accurate recovery value cannot be calculated. 
ND = Not detected at or above 0.2 nglg. 
NQ = Not quantifiable = Measured concentration between 0.2 ng/g and the Limtt of Quantitation (LOQ) which is 0.4 ng/g. 
NR = Not reported due to quality control result failures. 
Note: Since this summary table shows rounded results, recovery values may vary slightly from the values in the raw data. 
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Laboratory Matrix Spike Recovery Summary for PFOA in Vegetation Samples (continued) 

Sample 
Description 

DF09V02-PAP001-0-041007 
(COO49886 Spk C, 10 ppb Spike) 

DF09V02-PAP001-0-041007 
(COO49866 Spk D. 100 ppb Spike) 

DF8b-V01-PAP001-0-041007 
(COO49887 Spk E, 10 ppb Spike) 

DF8b-V01-PAP001-0-041007 
(COO49887 Spk F. 100 ppb Spike) 

DF8b-VO1-RCPOOl-0-041007 
(COO49888 Spk G. 10 ppb Spike) 

DF8b-VOl -RCPOOl-O-O41007 
(COO49888 Spk H. 100 ppb Spike) 

DF8b-V02-PAP001-0-041007 
(COO49889 Spk I, 10 ppb Spike) 

DF8b-V02-PAP001-0-041007 
(COO49889 Spk J, 100 ppb Spike) 

DF8b-V02-RCP001-0-041007 
(COO49890 Spk K, 10 ppb Spike) 

DF8b-V02-RCP001-0-041007 
(COO49890 Spk L. 100 ppb Spike) 

DF14-V01-AVP001-0-041007 
(COO49891 Spk C, 10 ppb Spike) 

DFl4-VO1 -AVP001-0-041007 
(COO49891 Spk D. 100 ppb Spike) 

DF14-VO1 -PAP001-0-041007 
(COO49892 Spk E, 10 ppb Spike) 

DF14-VOl-PAP001-0-041007 
(COO49892 Spk F. 100 ppb Spike) 

DF14-VO2-AVPOOI -0-041 007 
(COO4!3893 Spk G. 10 ppb Spike) 

DF14-V02-AVP001-0-041007 
(COO49893 Spk H. 100 ppb Spike) 

DF14-V02-PAP001-0-041007 
(COO49894 Spk I, 10 ppb Spike) 

DF14-V02-PAP001-0-041007 
(COO49894 Spk J. 100 ppb Spike) 

DBKG-VO1 -AVPOO1-0-041007 
(C004W95 Spk K, 10 ppb Spike) 

DBKG-V01-AVP001-0-041007 
(COO49895 Spk L. 100 ppb Spike) 

Amount 
Spiked 
(ng/g) 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

C8 Acid PFOA 
Amt Found Amount 
in Sample Recovered Recovery 

448 

448 

91 2 

912 

212 

212 

944 

944 

236 

236 

4.76 

4.76 

9.36 

9.36 

5.52 

5.52 

11.3 

11.3 

3.70 

3.70 

416 

540 

996 

1060 

212 

298 

948 

1044 

236 

384 

12.6 

72.0 

13.8 

93.6 

12.2 

79.2 

18.2 

95.2 

10.4 

84.8 

t 

. 
86 

148 

78 

67 

44 

84 

67 

74 

69 

84 

67 

81 

'Sample residue exceeds the spiking level significantly; therefore, an accurate recovery value cannot be calculated. 
ND = Not detttcted at or above 0.2 ng/g. 
NQ = Not quantifiable = Measured concentration between 0.2 ng/g and the Limit of Quantitation (LOQ) which is 0.4 ng/g. 
NR = Not reported due to quality control result failures. 
Note: Since this summary table shows rounded results. recovery values may vary slightly from the values in the raw data. 

Exygen STUDY NO. 17b0, 
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Laboratory Matrix Spike Recovery Summary for PFOA in Vegetation Samples (continued) 

Sample 
Description 

DBKG-VOl-PAP001-0-041007 
(COO49896 Spk C. 10 ppb Spike) 

DBKG-V01-PAP001-0-041007 
(COO49896 Spk D, 100 ppb Spike) 

DBKG-V01-RCP001-0-041007 
(COO49897 Spk E, 10 ppb Spike) 

DBKG-V01-RCP001-0-041007 
(COO46897 Spk F. 100 ppb Spike) 

DFO9-VOI -SSP001 -0-041 007 
(COO50021 Spk C, 10 ppb) 

DFOS-VOl-SSPOO1-0-041007 
(COO50021 Spk D. 100 ppb) 

DF09-V02-UGP001-0-041007 
(COO50022 Spk E, 10 ppb) 

DF0S-V02-UGP001-0-041007 
(COO50022 Spk F, 100 ppb) 

DFO6-VO1 -SSP001 -0-041 007 
(COO50023 Spk G. 10 ppb) 

DF06-V01-SSP001-0-041007 
(COO5W23 Spk H, 100 ppb) 

DF06-V02-SSP001-0-041007 
(COO50024 Spk I, 10 ppb) 

DF06-V02-SSP001-0-041007 
(COO50024 Spk J, 100 ppb) 

DF8b-VO 1 -UGPOOI -0-041 007 
(COO50025 Spk K. 10 ppb) 

DF8b-VOl-UGPOOl-0-041007 
(COO50025 Spk L, 100 ppb) 

DF8b-V02-UGP001-0-041007 
(COO50026 Spk C. 10 ppb) 

DF8b-VO2-UGPOO 1-0-04 I 007 
(COO50026 Spk D. 100 ppb) 

DF14-VO1 -SSP001 -0-041 007 
(COO50027 Spk E, 10 ppb) 

DF14-VO1 -SSP001 -0-041 007 
(COO50027 Spk F. 100 ppb) 

DF14-V02-SSP001-0-041007 
(COO50028 Spk G. 10 ppb) 

DF14-V02-SSP001-0-041007 
(COO50028 Spk H. 100 ppb) 

Amount 
Spiked 
(ng/g) 

10 

I00 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

10 

100 

C8 Acid PFOA 
Amt Found Amount 
in Sample Recovered Recovery 

(ng/g) (ng/g) (%) 

3.92 

3.92 

2.00 

2.00 

112 

112 

388 

388 

245 

245 

NR 

NR 

580 

580 

369 

369 

NR 

NR 

NR 

NR 

11.5 

80.0 

9.04 

78.0 

116 

163 

366 

464 

260 

315 

NR 

NR 

824 

848 

364 

416 

NR 

NR 

NR 

NR 

76 

76 

70 

76 

51 

76 

70 

NR 

NR 

t 

47 

NR 

NR 

NR 

NR 

'Sample residue exceeds the spiking level significantly; therefore, an accurate recovery value cannot be calculated. 
ND = Not detected at or above 0.2 ndg. 
NQ = Not quantifiable = Measured concentration between 0.2 ng/g and the Limit of Quantitation (LOQ) which is 0.4 nag. 
NR = Not reported due to quality control result failures. 
Note: Since this summary table shows rounded results, recovery values may vary slightly from the values in the raw data 

Exygen STUDY NO? 
0 2 s  ht3 w\+5 



W Laboratory Matrix Spike Recovery Summary for PFOA in Vegetation Samples (continued) 

C8 Acid PFOA 

(COO50029 Spk I ,  10 ppb) 

DBKG-VOl-SSP001-0-041007 
(COO50029 Spk J. IbO ppb) 

Average: 71 
Standard Deviation: 20 

'Sample residue exceeds the spiking level significantly; therefore, an accurate recovery value cannot be calculated. 
ND = Not detected at or above 0.2 ng/g. 
NQ = Not quantiflable = Measured concentration between 0.2 ng/g and the Limit of Quantitation (LOQ) which is 0.4 ng/g. 
NR = Not reported due to quality control result failures. 
Note: Since this summary table shows rounded results, recovery values may vary slightly from the values in the raw data. 

Exygen STUDY NO. 



Surrogate Spike Recovery Summary for 13C-PFOA in Vegetation Samples 

I3C-PFOA 
W 

Amount Amount 
Exygen 

ID 
Sample 

Description 

COO49876 
COO49876 Rep 

COO49876 Spk C 
COO49876 Spk D 

COO49877 
COO49877 Rep 

COO49877 Spk E 
COO49877 Spk F 

COO49878 
COO49878 Rep 

COO49878 Spk G 
COO49878 Spk H 

COO49879 
COO49879 Rep 
COO49879 Spk I 
COO49879 Spk J 

COO49880 
COO49880 Rep 

COO49880 Spk K 
COO49880 Spk L 

COO49881 
COO49881 Rep 

COO49881 Spk C 
COO49881 Spk D 

COO49882 
COO49882 Rep 

COO49882 Spk E 
COO49882 Spk F 

C 0 0 4 9 8 8 3 
COO49883 Rep 

COO49883 Spk G 
COO49883 Spk H 

DFO6-VO1 -AVPOOl-0-041007 
DFO6-VOI-AVPOO1-0-041007 
DFO6-VO1-AVP001-0-041007 
DFO6-VO 1 -AVPOO 1-0-041 007 

DF06-V01-PAP001-0-041007 
DF06-V01-PAP001-0-041007 
DFO6-VO1 -PAPOO1-0-041007 
DF06-V01-PAP001-0-041007 

DFO6-VO1 -RCP001-0-041007 
DFO6-VO 1 -RCP00 1-0-04 1 007 
DFO6-VO1 -RCPOOI -0-041 007 
DF06-V01-RCP001-0-041007 

DF06-VO2-AVPOO 1-0-041 007 
DF06-V02-AVP001-0-041007 
DFO6-VO2-AVPOO 1-0-041 007 
DF06-V02-AVP001-0-041007 

DF09-VOI-AVP001-0-041007 
DF09-V01-AVP001-0-041007 
DFO9-VO1-AVP001-0-041007 
DF09-V01-AVP001-0-041007 

DF09-VOI-PAP00 1-0-041 007 
DFO9-VO1 -PAPOO1-0-041007 
DFO9-VOI-PAP001-0-041007 
DF09-V01-PAP001-0-041007 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

4.16 
4.16 
4.72 
64.4 

NR 
NR 
NR 
NR 

4.04 
3.82 
4.40 
70.4 

4.44 
4.56 
5.20 
58.4 

2.70 
2.78 
3.40 
65.2 

4.76 
4.72 
5.20 
73.2 

4.92 
5.64 
6.64 
61.2 

4.64 
5.24 
6.12 
66.8 

42 
42 
47 
64 

NR 
NR 
NR 
NR 

40 
38 
44 
70 

44 
46 
52 
58 

27 
28 
34 
65 

48 
47 
52 
73 

49 
56 
66 
61 

46 
52 
61 
67 

NR = Not reported due to quality control result failures. 
Note: Since this summary table shows rounded results, recovery values may vary slightly from the values in the raw data. 



Surrogate Spike Recovery Summary for 13C-PFOA in Vegetation Samples (continued) 

I3C-PFOA 
w 

Amount Amount 
Spiked Recovered Recovery 
(ng/g) (ngm (%I 

Sample 
Description 

COO49884 
COO49884 Rep 
COO49884 Spk I 
COO49884 Spk J 

DFO9-VO1 -RCPOO1-0-041007 
DFO9-VO1 -RCP001-0-041007 
DF09-V01-RCP001-0-041007 
DFO9-VO1 -RCPOO 1-0-04 1007 

10 
10 
10 
100 

5.88 
5.68 
6.56 
80.0 

59 
57 
66 
80 

COO49885 
COO49885 Rep 

COO49885 Spk K 
COO49885 Spk L 

10 
10 
10 
100 

4.68 
4.20 
4.60 
73.6 

47 
42 
46 
74 

COO49886 
COO49886 Rep 

COO49886 Spk C 
COO49886 Spk D 

10 
10 
10 
100 

2.76 
2.60 
3.28 
65.2 

28 
26 
33 
65 

COO49887 
COO49887 Rep 

COO49887 Spk E 
COO49887 Spk F 

DF8b-VO1 -PAPOO1-0-041007 
DF8b-VO 1 -PAP00 1-0-04 1 007 
DF8b-VO1 -PAP001 -0-041 007 
DF8b-VOl -PAPOO1-0-041007 

10 
10 
10 
100 

1.67 
1.62 
1.92 
48.0 

17 
16 
19 
48 

W C049888 
COO49888 Rep 

COO49888 Spk G 
COO49888 Spk H 

DF8b-VO 1 -RCPOO 1-0-04 1 007 
DF8b-VOI-RCP001-0-041007 
DF8b-VO1 -RCPOO 1-0-041 007 
DF8b-VO1 -RCP001-0-041007 

10 
10 
10 
100 

3.54 
3.58 
3.97 
71.6 

35 
36 
40 
72 

COO49889 
COO49889 Rep 
COO49889 Spk I 
COO49889 Spk J 

10 
10 
10 
100 

1.48 
1.43 
1.76 
46.8 

15 
14 
18 
47 

COO49890 
COO49890 Rep 

COO49890 Spk K 
COO49890 Spk L 

10 
10 
10 
100 

3.58 
3.06 
3.84 
73.2 

36 
31 
38 
73 

COO49891 
COO49891 Rep 

COO49891 Spk C 
COO49891 Spk D 

DF14-VO1 -AVP001-0-041007 
DF14-VO1 -AVPOOI -0-041 007 
DF14-VO 1 -AVPOOI -0-041 007 
DF14-V01-AVP001-0-041007 

10 
10 
10 
100 

6.24 
6.20 
7.16 
67.6 

62 
62 
72 
68 

Note: Since this summary table shows rounded results, recovery values may vary slightly from the values in the raw data. 

w 



Surrogate Spike Recovery Summary for 13C-PFOA in Vegetation Samples (continued) 

I3C-PF0A 
W 

Amount Amount 
Sample 

Description 

COO49892 
COO49892 Rep 

COO49892 Spk E 
COO49892 Spk F 

COO49893 
COO49893 Rep 

COO49893 Spk G 
COO49896 Spk H 

COO49894 
COO49894 Rep 
COO49894 Spk I 
COO49894 Spk J 

COO49895 
COO49895 Rep 

COO49895 Spk K 
COO49895 SDk L 

COO49896 W 
COO49896 Rep 

COO49896 Spk C 
COO49896 Spk D 

COO49897 
COO49897 Rep 

COO49897 Spk E 
COO49897 Spk F 

COO50021 
COO50021 Rep 

COO50021 Spk C 
COO50021 Spk D 

COO50022 
COO50022 Rep 

COO50022 Spk E 
COO50022 Spk F 

DF14-V01-PAP001-0-041007 
DF14-V01-PAP001-0-041007 
DF14-V01-PAP001-0-041007 
DF 14-VOI -PAP001 -0-041 007 

DFI 4-VO2-AVPOO 1-0-041 007 
DF14-V02-AVP001-0-041007 
DF14-V02-AVP001-0-041007 
DF14-VO2-AVPOOI -0-041 007 

DFI 4-V02-PAP001-0-041007 
DF14-V02-PAP001-0-041007 
DFI 4-VO2-PAP00 1-0-04 1007 
DF14-V02-PAP001-0-041007 

DBKG-V01 -AVP001-0-041007 
DBKG-V01-AVP001-0-041007 
DBKG-VOI-AVP001-0-041007 
DBKG-VO1-AVP001-0-041OO7 

DBKG-VO1 -PAPOO1-0-041007 
DBKG-VOI-PAP001-0-041007 
DBKG-VOI-PAPOOI-0-041007 
DBKG-V01-PAP001-0-041007 

DBKG-VOI -RCPOO1-0-041007 
DBKG-VOI-RCPOOI-0-041007 
DBKG-VO1-RCP001-0-041OO7 
DBKG-VOI-RCP001-0-041007 

DF09-V01-SSP001-0-041007 
DFO9-V01-SSP001-0-041007 
DFO9-VOI -SSPOO1-0-041007 
DFO9-VO1 -SSPOO1-0-041007 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

6.32 
6.36 
6.96 
81.2 

6.52 
6.44 
6.92 
74.0 

6.88 
6.36 
7.08 
81.2 

6.84 
6.64 
7.80 
80.8 

6.08 
6.36 
7.48 
76.0 

6.68 
6.44 
7.16 
79.2 

1.25 
1.31 
1.67 
54.8 

2.70 
2.51 
3.00 
60.0 

63 
64 
70 
81 

65 
64 
69 
74 

69 
64 
71 
81 

68 
66 
78 
81 

61 
64 
75 
76 

67 
64 
72 
79 

13 
13 
17 
55 

27 
25 
30 
60 

~ ~ ~~~~~~~ 

Note: Since this summary table shows rounded results, recovery values may vary slightly from the values in the raw data. 

W 
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Surrogate Spike Recovery Summary for 13C-PFOA in Vegetation Samples (continued) 

- 13C-PFOA 
Amount Amount 

Exygen Sample Spiked Recovered Recovery 
ID Description (ns/g) (ng/g) ("/.I 

COO50023 
COO50023 Rep 

COO50023 Spk G 
COO50023 Spk H 

COO50024 
COO50024 Rep 
COO50024 Spk I 
COO50024 Spk J 

COO50025 
COO50025 Rep 

COO50025 Spk K 
COO50025 Spk L 

COO50026 
COO50026 Rep 

COO50026 Spk C 
COO50026 SDk D 

yys COO50027 
COO50027 Rep 

COO50027 Spk E 
COO50027 Spk F 

COO50028 
COO50028 Rep 

COO50028 Spk G 
COO50028 Spk H 

COO50029 
COO50029 Rep 
COO50029 Spk I 
COO50029 Spk J 

DF06-V01-SSP001-0-041007 
DFO6-VO1 -SSP001 -0-041 007 
DFO6-VO 1 -SSP001 -0-041 007 
DFO6-VO1 -SSP001 -0-041 007 

DF06-V02-SSP001-0-041007 
DF06-V02-SSP001-0-041007 
DF06-V02-SSP001-0-041007 
DFO6-VO2-SSPOO 1-0-041 007 

DF8b-VO1 -UGP001-0-041007 
DF8b-VO 1 -UGPOO 1 -0-04 1 007 
DF8b-V01-UGP001-0-041007 
DF8b-VO1 -UGP001-0-041007 

DF14-VOI-SSPOOI-0-041007 
DF14-VO 1 -SSP001 -0-041 007 
DF14-VO1 -SSP001 -0-041 007 
DF14-VOI -SSP001 -0-041 007 

DBKG-VO1 -SSP001 -0-041 007 
DBKG-VO1 -SSPOO1-0-041007 
DBKG-VO1 -SSP001 -0-041 007 
DBKG-VO1 -SSP001 -0-041 007 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

10 
10 
10 
100 

1.06 
I .22 
1.24 
50.0 

NR 
NR 
NR 
NR 

1.88 
1.75 
2.05 
54.0 

3.97 
3.82 
4.68 
64.4 

NR 
NR 
NR 
NR 

NR 
NR 
NR 
NR 

4.40 
4.48 
5.40 
80.4 

11 
12 
12 
50 

NR 
NR 
NR 
NR 

19 
18 
21 
54 

40 
38 
47 
64 

NR 
NR 
NR 
NR 

NR 
NR 
NR 
NR 

44 
45 
54 
80 

Average: 50 
Standard Deviation: 20 

NR = Not reported due to quality control result failures. 
Note: Since this summary table shows rounded results, recovery values may vary slightly from the values in the raw data. 

Exygen STUDY NO! 37bO 
0 4 j 2 4 ~ ~  

0 2 1 8  



1 -RCP001-0-0410 

W 

__-- 
_- 
___- 



DF14-VOI -SSPOOl-0-041007 
DF14-VO1 -SSP001 -0-041 007*- 

Exygen STUDY NOI ,= 

0 2 2 0  



I 1 (Laboratory Matrix Spike Recovery Summary for PFOA in Vegetation Sample4 
r . 1  I I T- I 

DF06-V01-AVP001-0-041007 
(COO49876 Spk C. 10 ppb) 10 90 98.8 

(COO49876 Spk D, 100 ppb) 100 90 129 
-c 

DF06-V01-AVP001-0-041007 

1 

DF06-VOl-PAP001-041007 
(COO49877 Spk E. 10 ppb) 10 NR i NR ’ NR 

(COO49877 Spk F, 100 ppb) 100 NR- NR NR 
DFO6-VOI -PAP001 -0-041 007 

-- 
DFO6-VO 1 -RCP00 1-0-04 1 007 

- 
(COO49878 Spk G. 10 ppb) 10 238 - 265 

DFO6-VOI -RCP001-0-041007 
(COO49878 Spk H. 100 ppb) 100 238 - ’ 317 =((D24-C24)lB24)’100 ~ 

-- 

-- 46.8 -e 26 DF06-V02-AVP001-0-041007 
2 7  10 

29 DF06-V02-AVP001-0-041007 
30 (COO49879 Spk J, 100 ppb) $00 46.8 
31 

198.8 
- .  

- .  
32 DF06-V02-PAP001-0-041007 
33 (COO49880 Spk K. 10 ppb) 10 440 

36 (COO49880 Spk L. 100 ppb) 100 440 
_L 

35 DF06-V02-PAP001-0-041007 

DF09-V01-AVP001-0-041007 
(COO49882 Spk F, 100 ppb Spike) - 

DFOS-VOI-PAP001-0-041007 ~ 

(COO49883 Spk G. 10 ppb Spike) - 

DFOQVOI-PAP001-0-041007 

69 ‘Sample residue exceeds the spiking I 
70 ND = Not detected at or above 0.2 ng/ 
71 NQ = Not quantifiable = Measured cor 
72 NR = Not reported due to quality contrc 
73 N I  t---------- 



I A 1 8 1  C I D I E 
7 A  I I I I 
-_  I 

81 C8 Acid PFOA 
82 Amount Amt Found1 Amount 1 
83 Sample Spiked in Sample 1 Recovered 1 Recovery 

-- 
79 btory Matrix Spike Recovery Summary for PFOA in Vegetation 
80 I I I I-- 

ngl ngl % 

=((Dl 0241 02)/8102)"10~ 

105 (COO49889 Spk I, 10 ppb Spike) 10 944 ,948 I 

107 DF8b-V02-PAP001-0-041007 
108 (COO49889 Spk J. 100 ppb Spike) 100 944 
i no 

1 __ 
1044 * - 

I"" 

- - 

__ 
384 

11 0 DF8b-V02-RCP001-0-041007 
11 1 (COO49890 Spk K. 10 ppb Spke) 10 236 

11 3 DF8b-V02-RCP001-0-041007 -1 
114 (COO49890 Spk L. 100 ppb Spike) 100 236 
115 

(COO49891 Spk D, 100 ppb Spike) 4.76 - 

122 DF14-VO1 -PAP001 -0-041 007 
r r 3 . 8  ' ( (  = D123-C123 8123 '100 

125 DF14-VOI-PAP001-0-041007 
_I (COO49892 Spk F. 100 ppb Spike) 9.36 93.6 '=((D126=26 8126 YO0 

I 

Exygen STUDY NO, ?lbotl 
0 2 2 2  h b  0917+5 
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155 
I F i  

57btOry Matrix Spike Recovery Summary for PFOA in Vegetation 
SB I 1 I -- B C D E 

DF06-V02-SSP001-0-041007 - 
- (COO50024 Spk I, 10 ppb) 

7 - 

DF8b-V02-UGP001-0-041007 
(COO50026 Spk D. 100 ppb) 

0 2 2 3  



A B 
- 232 

733 
234 
235 
236 /-I-- 

Laboratory - Matrix Spike dcovery Su kmary for 'PFOA in Vegetation Samples (continued) 

C D E 
-- 

I 

-~ 

022.2 



I A B I C 1  D I  E 3 1 Surrogate - Spike Recovery Summary for I3C-PFOA in Vegetation Samples 

- 3 
4 
5 
6 
? 

I3C-PFOA 

__ 
-- --I - imour Amount 

Exygen Sample bpi kecqecoveret Recovery 
ID - Description (ng/g) (n9/9). (%) 

I I I Is1 I 1 =I 

49 
50 
51 
52 

c 
DFO6-VOI-AVP001-0-041007 10 4.16 =(D9)/C9*100 
DFO6-VO1-AVPOOI-0-041007 10 4.16 =(D10)/C10*100 
DF06-V01-AVP001-0-041007 10 '4.72 =(Dl 1)/C11*100 
DFO6-VOI-AVP001-0-041007 - ' 100 64.4 =(D12)/C12*100P 

~~ ~ 

___ - 
- ~ - _ _ _  NR = Not reported d 

Note: Since this suq - 
I 

- 

- DFO6-VOl-PAPOO1-0-041007 10 NR NR 
DFOG-VO1 -PAP001 -0-041 007 10 NR NR 
DFO6-VOI-PAP001-0-041007 ! 10 NR NR 
DFO6-VOI-PAP001-0-041007 - 100 NR NR 

LJ 

24 COO49879 I DF06-V02-AVP001-0-041007 , I O  4.44 =(D24)/C24*100 

--__ 

_ _ ~ - _ _  

25 COO49879 Rep ~ DF06-V02-AVP001-0-041007 10 4.56 =(D25)/C25*100 
26 COO49879 Spk I I DF06-V02-AVP001-0-041007 '10 5.2 =(D26)/C26*100 
27 COO49879 Spk J DF06-V02-AVP001-0-041007 - 100 58.4 =(D27)/C27*100 
28 
29 COO49880 DF06-V02-PAP001-0-041007 ' 10 2.7 =(D29)/C29*100 
30 COO49880 Rep ' DF06-V02-PAP001-0-041007 10 ~2.78 =(D30)/C30*100 

~ 

31 COO49880 Spk K ~ DF06-V02-PAP001-0-041007 10 '3.4 - =(D31)/C31*1OOP 
32 COO49880 Spk L i DF06-V02-PAP001-0-041007 - 100 '65.2 1=(D32)/C32*100 
Q9 __-_ 

=( D34)/C34* 100 
=(D35)/C35*100 
=(D36)/C36*100 

F06-V02-RCP001-0-041007 100 73.2 =(D37)/C37*100 - 
-- 

__ 

DFO9-VOI-AVP001-0-041007 10 4.92 =(D39)/C39*100 _____ 
DFO9-VOI-AVP001-0-041007 10 5.64 =(D40)/C40*100 _______-_ 

~ 

DFO9-VO1-AVP001-0-041007 10 6.64 - =(D41)/C41*100 
DF09-V01-AVP001-0-041007 100 61.2 =(D42)/C42*100 

F09-V01-PAP001-0-041007 10 4.64 =(D44)/C44*100 

- 

F09-V01-PAP001-0-041007 10 5.24 - =(D45)/C45*100 _____ 

F09-VO1-PAP001-0-041007 100 66.8 =(D47)/C47*100 -___ 
FO9-VO 1 -PAP00 1-0-041 007 1 0 6.12 =( D46)/C46* 100 

Exygen STUDY NO. 
mb 091240ri' 

0 2 2 5  



I A I B I C 1  D I  E 
53 I Surroaate Spike Recoverv Summarv for l3C-PF0A in Vegetation Samples (continued) 

55 - 
56 
57 
58 

1541 I I 1  I I 
13C-PFOA 

I 

________ 

4mour Amount ! - 

Exygen - Sample Recovery 
ID - Description 

-- --  
61 COO49884 DFO9-VO1 -RCP001-0-041007 ! I O  5.88 =(D61)/C61*100 

,63 COO49884 Spk I I DFO9-VOI-RCP001-0-041007 , I O  6.56 ~=(D63)/C63*100 
62 COO49884 Rep DF09-VOI-RCPOO1-0-041007 ' 10 5.68 =(D62)/C62*100 

64 COO49884 Spk J DFO9-VO1-RCP001-0-041007 - '100 180 =(D64)/C64*100 
65 
66 COO49885 DF09-V02-RCP001-0-041007 10 ~4.68 =(D66)/C66*100 
67 COO49885 Rep DF09-V02-RCPOO1-0-041007 10 ~4.2 =(D67)/C67*100 

' 68 COO49885 Spk K DF09-V02-RCP001-0-041007 10 4.6 =(D68)/C68*100 
- 

69 COO49885 Spk L - DF09-V02-RCP001-0-041007 100 73.6 =(D69)/C69*100 
70 

DF09-V02-PAP001-0-041007 10 12.76 - =(D71)/C71*100 ______-~_ 
72 COO49886 Rep DF09-V02-PAP001-0-041007 10 ,2.6 =(D72)/C72*100 ___ 
73 COO49886 S k C DF09-V02-PAP001-0-041007 10 3.28 -_ =(D73)/C73*100 _________ P 74 COO49886 Spk D - DF09-V02-PAP001-0-041007 100 65.2 _- =(D74)/C74*100 

~~ 

_ _ _ _ _ ~ ~ _ _  
DF8b-VO1-PAP001-0-041007 10 1.67 =(D76)/C76*10OP __ 
DF8b-VO1-PAP001-0-041007 10 1.62 =(D77)/C77*100 
DF8b-VOI-PAP001-0-041007 10 1.92 =(D78)/C78*100 ~ ~ _ _  
DF8b-VO1-PAPOOI-0-041007 - 100 48 =(D79)/C79*100 

Exygen STUDY NO.P&~, 
fW6 Dp\24-- 8 2 2 6  



- I - A B I C 1  D I  E 
Surrogate Spike Recovery Summary for 13C-PFOA in Vegetation Samples (continued) 

; - 104 
I 

__- 
I 141 - 

142 COO50021 , DFO9-VO1-SSP001-0-041007 110 11.25 =(D142)/C142*100 _ _ ~ _ _ _ _ _  

145 COO50021 Spk D DF09-V01-SSP001-0-041007 100 54.8 =(D145)/C145*100 ~ _ _ _ -  

147 COO50022 I DFO9-V02-UGPOO1-0-041007 10 2.7 _ -  =( D147)/C147* I00 ~ _ _ _ _ -  
148 COO50022 Rep ~ DF09-V02-UGP001-0-041007 10 2.51 =(D148)/C148*100 __- 
149 COO50022 Spk E ,  DFO9-V02-UGPOO1-0-041007 10 3 =( D149)/CI 49*1 Or -__- 
'150 COO50022 Spk F , DF09-V02-UGP001-0-041007 100 60 =( D150)/C150* I00 __- 

151 - 
1 52 
153 Note: Since this sum - 

154 - 

=( D143)/CI 43*100 
=( D 1 44)/C144* 1 0 0  

143 COO50021 Rep , DFO9-VO1-SSPOOl-0-041007 '"- 
,144 COO50021 Spk C I DFO9-VOI-SSP001-0-041007 

146 __- 

10 

I - 7 

__-- , -  

~ _ _ _  
__- 

~ _ _ -  
-__- 
~ _ _ _  



A I B I C 1  D I  E 

156 T i r  
Surrogate - Spike Recovery Summary - for 13C-PFOA in Vegetation Samples ~ _ _ _ ~ _ _ -  (continued) w 155 

~ 

157 "C-PFOA - 
158 - 4mour Amount 
159 Exygen ~ - Sample S pi keAecovex- Recovery 
160 ID 

~ - Description , (ng/g), (n!$gT, ("/.I 
I I I I 
I 

_ _ _ _ - ~  

_______ 
~ ~ B K G - V O l - S S P O O l - O - O 4 l O O ~ ~  =( D193)/C193* 1 0 0  
194 COO50029 Rep ITBKG-VO1 -SSP001 -0-041 007 10 =( D 1 94)/C 1 94* 1 00 
195 COO50029 Spk I UBKG-VO1-SSP001-0-041007 10 15.4 1 =(D 195)/C195*100 

_ _ _ _ ~ ~  196 COO50029 Spk J __ ITBKG-VO1-SSP001-0-041007 100 80.4 - =(D196)/C196*100 
4 A 7  
I J I  I - 
198 - 

199 - 

200 - 

201 NR = Not reported d 
202 Note: Since this SUIT 

- 

Exygen STUDY NO .n&, 
0 2 2 8  



Vegetation Set #1: 

Internal Chain of Custody/Fortification 
Sheets 
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. 
3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231-1580 

IN OF CUSTODY/FORTlFlCATlON SHEET 

E 
FOR SOLID SAMPLES 

' The samples listed below were removed from: 
CED ID': Frppm 3L.1 I Time: 0929 I Date: O>/O/ , /~S I Initials:& 

I FORTIFICATION 1 CLIENT SAMPLE 1D I EXYGENIDNUMBER 1 WElGfiT(g) I 

Spike 14 5sm 03404 (0 I ?It&> I 25 15/50 0m 0+/1qlT 
5S 00074d (0. \ q / l n  L l  500 roo/2CQ tw d d o s  

2--. - Spike 6 

Spike - 
All samples were measured on: 
Balance ID: $m N U  a0 I Time: 0400 Initials: & 
After measuring samples were returned to: 
CEDID': rgfiu 34 I Time: 1225 I Date: oy/ob/  6 5  I Initials: Lsd;kL 
comments:@ @ @K o ? / I z / ~  

Spike - - - - - 

- 
I 6  

LIBRARY ID: VOOOl399-3 

8 2 3 0  

~~~ _ _ _ _ _ ~  

LABORATORY FORM 



3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1039 
Fax: 814-231 -1 580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Exygen StLidyi’ProjEct Niirnber: F760iPi i 3i Matrix: Vaetation 

STEP 1 
STEP 2 
STEP 3 
STEP 4 
STEP 5 
STEP 6 
STEP 7 
STEP 8 
STEP 9 
STEP 10 
STEP 11 
COMMENTS: 

= Measure 5 g of frozen sample into a 50 m i  pdypropytene centrifuge tube. 
ACN and shake for -15 min. Shaker ID: I d W ~  

SPE Columns. (Pack with -29 of florisil, silica gel. carbon, and -1g of LC-NH2) (Condition with 20 mL methanol, 20 mL ACN) 
= Centrifuge at -2000 rpm for -10 minutes. Decant onto SPE and cdlect in silanized flask. Centrifuge ID:- Glassware silinized: initials/D 
= Add 20 mL ACN to 50 mL centrifuge tube, shake for -10 min. Shaker ID:- 
= Centrifuge at -2000 rpm for -5 minutes. Decant onto same SPE column and collect in the same silanized flask. Centrifuge ID:]AJ6ooatU 

= Add 3-4 drops of 1-octanol. evaporate using rotovap at <40”C. 
= Add 2 mL 2% ascorbic acid in methanol, mix. transfer to HPLC vial. 
= Perform LClMSlMS analysis for PFOA, PFBS, PFHS, and PFOS. 
= Perform LClMSlMS re-analvsis. 

= Repeat steps 5 through 6 again. - A#& 
own$&. 

Final extracts stored in Refrigerator #I 32 Initials: Date: d? / l3 , /6  

LIBRARY ID: VOOO2603-1 LAB0 RAT0 RY FORM 
I 



3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231 -1 580 

E A R C t i  

NAL CHAIN OF CUSTODY/FORTlFlCATlON SHEET 

E 
FOR SOLID SAMPLES 

r AII samples were measured on: 
Balance ID: Rlsr RNCC. 20 I Time: 0900 I Date: O T ~ O ~ / Q ~  I Initials:# 

After measuring samples were returned to: 

I 1  

I Set extraction/analysis data verified by InitialslDate: I / nf&)()q- 1 
I ' CED = Controlled environment device; specify the type of device and number (e.g., Waldn Freezer 8) 

- 
LABORATORY FORM 0 2 3 2  LIBRARY ID: VOOOl399-3 



nB 
E A K C H  

3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1039 
Fax: 814-231 -1 580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

STEP I 
STEP 2 
STEP 3 
STEP 4 = Centriiuge 
STEP 5 = Add 20 mL 
STEP 6 = Centrifuge 

STEP 9 

STEP 7 = Repeat steps 5 through 6 again. 
STEP 8 = Add 3-4 drops of I-octanol, evaporate using rotovap at <40°C. 

STEP 10 = Perform LCIMSlMS analysis for PFOA, PFBS, PFHS, and PFOS. 
STEP 11 = Perform LClMSlMS re-analysis. 

= Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. 
Add 30 CN and shake for -15 min. Shaker 10:- 

h a c k  anand i t i on  SPE Columns. (Pack with -29 of 

= Add 2 mL 2% ascorbic acid in methanol, mix, transfer to HPLC 

COMMENTS: 
Final extracts stored in Refrigerator # 52 Initials: & Date: 6d3/k 

LABORATORY FORM LIBRARY ID: VOOO2603-1 



3058 Research Drive Phone: 814-272-1039 Eqgem R E S C A R C t - 1  State College, PA 16801 Fax: 814-231-1580 

INTERNAL CHAIN OF CUSTODY/FORTlFlCATlON SHEET 
FOR SOLID SAMPLES 

@-The samples listed below were removed from: 
CEDID': F K H ~ ~ K  a4 I Time: O$Zq I Date: o ~ / ~ / ~  I Initials: 

I 

All samples were measured on: 

After measuring samples were returned to: 
CED ID': .34 I Time: lu5 I Date: & L / o ~ / o ~  I Initials: 

I 

I 1 Set extraction/analysis data ve&ed by f InitialslDate: I / o  
I I  

' CED = Controlled environment device; specify the type of device and number (e.g., WalkM Freezer 8) 
~ ~~ 

LIBRARY ID: VOOOl399-3 o x 3 4  LABORATORY FORM 



3058 Research Drive 
State College, PA 16801 

Phone: 81 4-272-1 039 
Fax: 81 4-231 - 1 580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Exygen StudyoIProject Number: PiMioIPI 131 Matrix: Veqetation 

STEP 1 
STEP 2 =$AI 30 W C N  and shake for -15 min. Shaker ID:- 
STEP 3 
STEP 4 = Centrifuge at -2000 rpm for -10 minutes. Decant onto SPE and cdlect in silanized flask. Centrifuge I D m G l a s s w a r e  silinized: initials/Date&/d6 
STEP 5 = Add 20 mL ACN to 50 mL centrifuge tube, shake for -1 0 min. Shaker ID:]h16oob 
STEP 6 = Centrifuge at -2000 rpm for -5 minutes, Decant onto same SPE column and collec!the same silanized flask. Centrifuge ID:abM)()33 
STEP 7 = Repeat steps 5 through 6 again.-> 
STEP 8 = Add 3-4 drops of 1-octanol. evaporate using rotovap at <40”C. 
STEP 9 = Add 2 mL 2% ascorbic acid in methanol, mix, transfer to HPLC vial. 
STEP 10 = Perform LCIMSlMS analysis for PFOA, PFBS, PFHS. and PFOS. 
STEP 11 = Perform LClMSlMS re-analysis. 

= Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. 

ack an ndition SPE Columns. (Pack with -29 of florisil, silica gel, carbon. and -19 of LGNH2) (Condition with 20 mL methanol, 20 mL ACN) Do t et col m go dry. 

COMMENTS: 
Final extracts stored in Refrigerator #$ Initials: &@ Date: @/n//6 

LIBRARY ID: VOOO2603-1 LABORATORY FORM 



3058 Research Drive 
State College, PA 16801 

Phone: 81 4-272-1 039 
Fax: 81 4-231 -1 580 

E A R c t-{ 

INTERNAL CHAIN OF CUSTODY/FORTIFICATION SHEET 
FOR SOLID SAMPLES 

E 
Exygen Study/Project No.: Protocol No. Matrix: 

I 

I CLIENT SAMPLE ID I EXYGENIDNUMBER I WElGHT(g) I FORTIFICATION I - 

were measured on: 
fi~c- 20 I Time: 0900 I Date: 03/&,5 I Initials: 

I 

After measuring samples were mtumed to: 
CED ID’: Fma~g 34 I Time: J W ~  I Date: oy/bb,/ o r  1 Initials: 

Comments:O @BW 67/+ 
I t  

I Set extraction/analysis data verified by I InitialsDate: I / O f q 2 . 0 7  1 
I \  I ’ CED = Controlled environment device; specify the type of device and number (e.g., Walki#reezer 8) 

LABORATORY FORM LIBRARY ID: VOOOl399-3 8 2 3 6  



3058 Research Drive 
State College, PA 16801 

R F S F A R C t I  

Phone: 814-272-1039 
Fax: 814-231 -1 580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Matrix: ~ Veq etat ion Exygen Stiu&yPioj& Number: F76GiF1131 

STEP 1 
STEP 2 - dd 30 ACN and shake for -15 min. Shaker ID:- 
STEP 3 & c k  an%ndition SPE Columns. (Pack with -29 of florisil, silica gel, carbon, and -1g of LC-NH2) (Condition with 20 mL methanol, 20 mL ACN) Do n t let c u go dry. 
STEP 4 = Centrifuge at -2000 rpm for -10 minutes, Decant onto SPE and collect in silanized flask. Centrifuge ID: lhsMooa Glassware silinked: in i t ia ls lDat&d&! !  
STEP 5 = Add 20 mL ACN to 50 mL centrifuge tube, shake for -10 min. Shaker ID:- 
STEP 6 = Centrifuge at -2000 rpm for -5 minutes, Decant onto same SPE column and collect in the same silanized flask. Centrifuge l D : M W W  
STEP 7 = Repeat steps 5 through 6 again. ---> 
STEP 8 = Add 3-4 drops of I-octanol, evaporate using rotovap at <40”C. 
STEP 9 = Add 2 mL 2% ascorbic acid in methanol. mix. transfer to HPLC vial. 
STEP 10 = Perform LC/MSlMS analysis for PFOA. PFBS, PFHS, and PFOS. 
STEP 1 I = Perform LClMSlMS re-analysis. 

= Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. 

c6ve)-c6 w/ 
32 (wooo~oe) mfiiF 

COMMENTS: 
Final extracts stored in Refrigerator # sa Initials: Date: 6?/n/a 

LIBRARY ID: VOOO2603-1 LABORATORY FORM 



3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231 -1 580 

E A R C t J  

INTERNAL CHAIN OF CUSTODY/FORTIFICATION SHEET 
FOR SOLID SAMPLES 

E 
Exygen StudylPKlfeet No.: Protocol No. Matrix: 

The samples listed below were &moved from: I - w  I Time: o a g  I Date: o ~ / o b / f f i  I Initials:- 
m 

All samples were measured on: 
Balance ID: W ~ P Q  30 I Time: 0900 I Dat&/E I Initials: &?A 

1 1  

After measuring samples were returned to: 
CEDID': F&gap 34 I Time: 1 Date:o$./bS I Initials: &',', 

I [  / -  

Comments:@ @ 67//2/05 

l n  I Set extraction/analysis data verified by I InitiaMDate: I 1 b0/246 I 
I 1  
W ' CED = Controlled environment device; specify the type of device and number (e.g., Walkin Freezer 8) 

LIBRARY ID: VOOOl399-3 02338 LAB0 RAT0 RY FORM 



nB 
E A R C H  

3058 Research Drive 
State College, PA 16801 

Phone: 81 4-272-1 039 
Fax: 814-231 -1 580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Vegetation Exygen Stiib-y,’Projeci Number: P76OiP1 13i Matrix: ~ 

STEP I = Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. 
STEP 2 
STEP 3 z k  anNndit ion SPE Columns. (Pack with -29 of florisil, silica gel, carbon, and -1g of LC-NH2) (Condition with 20 mL methanol, 20 mL ACN) Do t let c Iu n go dry. 
STEP 4 = Centrifuge at -2000 rpm for -10 minutes. Decant onto SPE and cdlect in silanized flask. Centrifuge ID:- Glassware silinized: i n i t i a l s / O a t e & & $ $  
STEP 5 = Add 20 mL ACN to 50 mL centrifuge tube, shake for -10 min. Shaker 1D:N-K 
STEP 6 = Centrifuge at -2000 rpm for -5 minutes, Decant onto same SPE column and collect in the same silanized flask. Centrifuge ID:&JaoOo1u 

STEP 9 = Add 2 mL 2% ascorbic acid in methanol, mix, transfer to HPLC vial. 

STEP 7 = Repeat steps 5 through 6 again. 
STEP 8 = Add 3-4 drops of 1-octanol. evaporate using rotowp at 40°C. ’ 
STEP 10 = Perform LC/MSlMS analysis for PFOA, PFBS. PFHS, and PFOS. 
STEP 1 I = Perform LClMSlMS re-analysis. 

d 30 m CN and shake for -15 min. Shaker 10:- 

w/ kjl 
~ O U ~ ~ )  oWni 

COMMENTS: 
Final extracts stored in Refrigerator # Initials: 6& Date: e://& 

LIBRARY ID: VOOO2603-1 LAB0 RATORY FORM 



3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231 -1 580 

E A R C H  

INTERNAL CHAIN OF CUSTODY/FORTIFICATION SHEET 

E 
FOR SOLID SAMPLES 

All samples were measured on: 
Balance ID: gmw do I Time: I Date: ~ ~ / ~ ~ / , .  I Initials:- 

CED ID': Date: Initials: 

CLIENT SAMPLE ID I EXYGENIDNUMBER I WElGHT(g) I FORTIFICATION 

After measuring samples were returned to: I I 

CED ID': F&&qg I Time: J ~ L ,  I Date: m/6 I Initials:&& - 
I - 

I Set extraction/analysis data verified by 1 InitiaWDate: I 1 001221c6 I 
' CED = Controlled environment device; specify the type of device and number (e.g., Wall% Freezer 8) 

LIBRARY ID: VOOO1399-3 LABORATORY FORM 

0 2 4 0  



3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1039 
Fax: 814-231 -1 580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Exygen SiuayiFrojeci Number: Pi66iPI 131 Matrix: ilea eiaiion 

STEP 1 = Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. @ ~ ’ l O , I 0 0 , t W ~  

Solutions, and, 
Materials Used 

Inventory ID 

Methanol KeOo2Moi 
Acetonitrile K C C X , ~ ~ ~ O ~  

Dimethyldichiorosilane 00 ( 4 m  
in Toluene Solution 

Toluene RE006~26-7, 

Initialmate *tl/q Extraction Items I 

Analysis Items * 
B< /nitia/als/llate 

!zJoS 

STEP 2 =&Id 30 @ACN and shake for -15 min. ShakerlDf- - 9. DFc 004 POO i ?& % 
STEP 3 
STEP 4 = Centrifuge at -2000 rpm for -10 minutes, Decant onto SPE and cdlect in silanized flask. Centrifuge ID:- Glassware silinized: initials/Date&b$$& 
STEP 5 = Add 20 mL ACN to 50 mL centrifuge tube, shake fw -10 min. Shaker I D : W s  
STEP 6 = Centrifuge at -2000 rpm for -5 minutes, Decant onto same SPE column and collect in the same silanized flask. Centrifuge I D : M m  
STEP 7 = Repeat steps 5 through 6 again. 
STEP 8 = Add 3-4 drops of 1-octanol, e v a p m  
STEP 9 = Add 2 mL 2% ascorbic acid in methanol, mix, transfer to HPLC 
STEP 10 = Perform LCIMSIMS analysis for PFOA, PFBS. PFHS. and 
STEP 11 

ack an ondition SPE Columns. (Pack with -29 of flciisil, silica gel, carbon, and -1g of LC-NH2) (Con ibon with 20 mL methanol, 20 mL‘ACN) Do ‘let c lu n go dry. 

= Perform LCIMSIMS re-analysis. 

Date: 6t/l+ 
COMMENTS: 

Final extracts stored in Refrigerator # 32. Initials: 

LIBRARY ID: VOOO2603-1 
~~ 

LAB0 RAT0 RY FORM 



W 

Vegetation Set #1 

Data Set 071205D 

Extracted on 07/12/05 

(Analyzed on 07/14- 15/05) 



Analyst Version: 1.4.1 Exygen Study No.: P760/P1131 Page 1 of 1 
01:25:43 PM Data Set No.: 071205D Instrument No.: LC/MS/MS #8 
Printing Date: Thursday, J u l y  14, 2005 Analyst: A. Sheehan 

~ ~ ” -  

ion Standard, 0.5 n g l d  

08 071205~071205D 071205D126 
T7+335%-- Calibrzsn Standard 
28 *COO49879 Spike I IDFOGV( 
-+--T- 



LC/MS/MS SYSTEM AND OPERATING CONDITIONS 

SDonsor Study No: NA 
w 

Exvgen Study No: P760F 1 13 1 

Instrument: API 4000 LC/MS/MS System, (LC/MS/MS #8) 
Turbo Ion Spray Liquid Introduction Interface 

Computer: DELL OptiPlex GX400 

Software: Windows NT, Analyst 1.4 

HPLC Equipment: Hewlett Packard (HP) Series 1100 
HP Quat Pump 
HP Vacuum Degasser 
HP Autosampler 
HP Column Oven 

HPLC Column: 
Column Temperature: 35°C 

Therm0 Fluophase RP, 50 mm x 2.1 mm (Exygen ID MA00 18925) 

Mobile Phase (A) : 
Mobile Phase (B) : 

2 mM ammonium acetate in water (SL0014984) 
Methanol (RE0020 196) 

W 

Time [min) %A %B 
0.0 65 35 
1 .o 65 35 
8.0 25 75 
10.0 25 75 
11.0 65 35 
18.0 65 35 

Total run time = -1 8 min 

Flow Rate: 0.3 rnL/min 

Injected Volume: 15 pL 

Ions monitored: 
Analyte Mode Transition Monitored 

PFBS negative 299 + 99 
PFHS negative 399 + 80 
PFOS negative 499 + 80 
PFOA negative 413 + 369 

PFOA Confirm Ion negative 413 + 219 
I3C PFOA negative 415 + 370 

Analyst: Amy S h e e h a n h  fl\Lt\bs 
Exygen Research 
3058 Research Drive, State College, PA 16801 
Phone : (814) 272-1039 FAX : (814) 231-1580 w 

NOTE: ALL HANDWRTTTEN PEAK IDENTIFICATIONS BY / 071 14 !Or 



Analyst Version: 1.4.1 Set NO.: 071205D Exygen Study No.: P760 
Printing Time: 11:43:46 AM Instrument NO.: LC/MS/MS %8 

Printing Date: Thursday, July 28, 21105 Analyst: A. Sheehan 

x x x ~ x I L " I - I ~ ~ -  I_ I-- 

26 qoo49878 Rep DFaBVOlRCPW10041007 U n k m  1 PFOA 61401925 @ NIA 278 0712051)-126 
27 SS7278 Calibration Standard. 5 o ngrmL --- Standard 1 PFOA 1234185 500 5 18 073205b-f27 
28 %96!9 Spke I DFOW02AVP0010041007. 10 ngrg Quality Control 1 PFOA 19433745 @ 250 878 071205D-126 
29 coo49679 Spke J DFOW02AVP0010041007,1M) Wg, DF=10--- Quality-Control 10 '--PFOA 552794i) 250 247 071265D-129 
30 - coo48879 DFO6VO2AVP0010041007 Unknown 1 PFOA- le668056 844 071205D-130 
31 ~0CO04967Q Rep DFOW02AVP0010041007 Unknown 1 PFOA 16168588 8-L- 73 0 0712051)-131 

- I _ _ _ ^ _ _ _ - _  _I__ 

- -  

1 -- 
Exygen Research, 3048 Research Drive, State College, PA 16801 

Calculated Concentration (ng/mL) - [(Analyte Peak Area (counts) - Intercept)/Slopel x Dilution Factor 8 2 4 5  



W 

Vegetation Conversion 

Compound: PFOA Exygen Study No: P760 

Analyte Analyte 
Exygen Sponsor Found Found 

ID ID (ng/mL) (ppb) 

COO49876 Spk D DF06-VO1-AVP001-0-041007 322 129 

COO49879 Spk J DF06-V02-AVP001-0-041007 247 98.8 

Analyte Found (ppb) = [analyte found (ng/mL) x final volume (2 mL)] / sample weight (5 g) 
ND = Not detected +Bddea+ a+ Ov d b W  0.2 
NQ = Not quantifiable = Measured concentration b&w.Limit of Quantitation (LOQ) which is O.fng/g. 

0 
A 

bcfktecn0.2s I ado jt 

0 2 4 6  



A I B I c I D 
1 - Vegetation Conversion (F(F'Rh4ULAS) 

- I 
- Compound: I PFOA Exygen Study No: jP760 

w ' 2  
3 
A I I I 

" 
9 
1u 
11 
,I 

I I Analyte I An 
6 1  Sponsor Found 

=(C9*2)/5 COO49876 S&D DFO6-VOl -AW00 l-O-O41007 ='Raw Data'!H143 - 

COO49879 Spk I DFM-V02-AW001-0-041007 =Raw Data'!H158 =(C11*2)/5 

8 2 4 7  



Analyst Version: c .1 
Printing Time: 02:04:26 PM 

Set No.: 071205D c 
Printing Date: Tue, Jul 19, 05 

- 

Untitled 2 (PFOA): "Linear" y = 2.2e+OO5 x + 9.36e+004 (r = 0.9952) 

1.097 

9.ooe6: 

8.50e6 1 
8.00~6 1 

7.506 

3.006 

w2.00e6 

1.5Oe6 

Study: P760 
Instrument NO.: LC/MS/MS # 8  

Analyst: A. Sheehan 

: z y  
0.00 --, , , , , . , 

0 2 4 6 8 10 

0 
0 

- 
12 14 

7 -I- -I---- - - 1  ' * I . , ,  7 , -  

16 18 20 22 24 26 28 30 32 34 36 38 ' 40 ' 42 ' ' 4k ' 48 ' 50 
Concentration, ng/mL 

Page 1 of 1 



Analyst Version: 
Printing Time: 

Set NO.: 071205D 

Printing Date: Tue, Jul 19, 05 

Study: P760 
Instrument No.: LC/MS/MS # 8  

Analyst: A .  Sheehan 

Sample Index: 1 
Sample Type: Standard 
Concentration: 1 nq/mL 
Calculated Cons: 0 nq/mL 
Acq. Date: 07/14/2005 
Acq. TIM: 02:25:53 PII 

Modified: Yes 
RT Window: 60.0 sec 
Expected RT: 11.5 min 
Use Relative RT: No 

Int. Type: Winu.1 
Retention Time:  11.4 pm ' 
?=e'..: 157152 TL.?L.t: d ym, 
Height: 8.11st003 cps t 
Start Tim: 10.4 nm 
End Time: 11.8 m n  

m- 

Mm- 

7mo- 

Mm- 

Sam& Type: Standard 
1 nq/mL Concentration: 

Calculated cons: 1 n q / a  
Acq. Date: 01/14/2005 
Acq. Time: 02:45:23 Pn 

Modified: Yea 
RT Window: 60.0 sac 
Expected RT: 11.5 min 
u3e Relative RT: NO 

1 c1- 

1 h 4 -  

1.0.4 - 

293199 ei.iinir 

Start Tim: 10.1 min 
~ n d  Time: 11.9 min 

,. 17.49 

Sample Index: 5 
Sample Type: Standard 
Concentzatlon: 10 ng/mL 
Calculated Conc: 12 nq/mL 
Acq. Date: 01/14/2005 
Acq. Tim: 03:44:11 PI4 

ncdified: Y.9 
PXOS. Algorithm: Analyrf Clz;.ris 
Bunching Factor: 5 
Noire Threshold: 11.05 cps 
Area Threshold: 85.25 CDI 
,Nu. Smooths: 
sep. Width: 
Sep. Height: 
Exp. Peak Ratio: 
EXp. Adj. Ratio: 
Exp. Val. Ratio: 
Expected RT: 
Use Relative RT: 

5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

RT Window: 
min 

Int. Type: va11.y 
Rerention Time: 11.4 a n  
Are.: 2725320 counts 
Height: 1.48e+005 cps 
Start T h :  8.66 min 
End Time: 13.1 min 

60.0 

1 4 . 5 -  

1 3 . 5 -  

12.5- 

11.5- 

10.5-  

50.4-  

40.4-  

30.4-  

2 0.4- 

Sample Index: 
Sample Type: 
Concentration: 
Calculated Conc: 
Acq. Date: 
Acq. Tile: 

11 Modified: 
Bunching Factor: 
Noire Threshold: 
Area Threihold: 
,Wn. 5100th.: 
Sep. Width: 
Scp. Height: 
Exp. Peak Ratio: 
Exp. Adj. Ratio: 
Exp. Val .  Ratio: 
Expected RT: 
Use Rdative RT: 

PIOC. Alqorrthn: 

6 
Standard 

25 nq/mL 
26 nq/mL 

01/11/2005 
04:03:50 ??I 

NO 
Analyrt Cl...iS 

10 
17.05 cpr 
85.25 EPI 

5 
0:20 
0.01 
5.00 
4.00 
3.00 RT window: 
11.5 min 
NO 

60.0  

Inf. Type: v.11.y 
Retention Tim: 11.4 min 
Are.: 5908891 CO""tS 
Height: 3.26e+005 cpr 
Start Time: 5.22 min 
End Tim: 14.2 min 5 

12 14 16 

3.0.5 

2.5.5 

2.0.5 

1 .% 

1 .M 

5 . m  

0.0 A 
2 14 16 



Analyst Version: 

Printing Date: Tue, Jul 19, 0 5  

Set NO.: 071205D € 

;amile Type: Standard 
:oncentzation: 50 ng/mL 
:alsulated cons: 48 ng/mL 
Mq. Date: 07/14/2005 
k q .  Tim: 04:23:38 PU 

todified: NO 
?roc. Algorithn: Analyst Classic 
3unching Pactor: 10 
Ioir. Threrhold: 11.05 cps 
4rea Thre3hold: 85.25 cps 
, N m .  Smooths: 5 
3ep. Width: 0.20 
3ep. Height: 0.01 
Ixp. Peak Ratio: 5.00  
Ixp. Adj.  Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 

lie Relative RT: No 

Int. Type: Base To Bas. 
Retention Tire: 11.5 min 
we.: 10588859 counts 

start Tim: 8.45 u n  
End Tim.: 14.1 mi" 

Expected RT: 11.5 mi" 

Keight: 5.78e+005 cp. 

P..k Nam: 'PFOA' Ma.*nl: '413.MB8.0 
N.M' -uupnt comr s a w  ID: . 

C o m n t  - &Inohm:- 
5ample Index: 9 
5ample Type: Unknown 
Concentration: NIA 
Calculated Cons: < 0 
Rcq. Data: 07/14/2005 
Rcq. Time: 05:02:45 PI 

nodified: NO 
PTOC. Algorithm Analyst Classic 
Bunching Factoz: 10 
Noise Threshold: 11.05 cps 
Area ThLe3hold: 85.25 spr 
,Nm. Smooths: 5 
Sep. Width: 0.20 
Sep. Height: 0.01 
EX:. peak Ratio: 5 . 0 0  
Exp. Adj.  Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 60.0  
Expected RT: 11.5 min 
usb Ralatiw RT: NO 

Int. Type: Base  TO Bare 
Retention Tim: 11.5 min 
Are.: 55009 counts 
Height: 6.54e+002 sps 
Start Tire: 8.79 mi" 
End Time: 12.3 min 

Modified: NO 
Pro=. Algorithm wa1y.t c1as.ic 
Bunching Pactox: 10 
Noire Threshold: 11.05 sps 
Area Threshold: 85.25 cplr 
,Mum. Smooths: 5 
Stp. width: 0.20 
Sep. Height: 0.01 

Exp. Val. Ratio: 3.00 RT Windw: 60.0 
Expected RT: 11.5 min 

Exp. Peak Ratio: 5.00 
Exp. Adj.  Ratlo: 4.00 

Use Relative RT: NO 

0.0 - - 2 14 18 

:/ , , , , , , , , 

im 
0 

2 4 6 8 10 12 14 18 
~ ~ rm, M 

~~ ~.~ ~ 

S.mp*N.m:'Rnp.ntBpkk S a w  I D : * C ~ B e .  10nsW FL:'0712oH).wF 
F . - . P F D A .  M..*n) '413.MB8.0 arm' # I 

Sample Index: 11 
Sample Type: Qc 
cmcentration: 25 ng/G 
Calculated CMS: 28 ng/mL 
Acq. Date: 01/1412005 
Acq. Time: 05:41:55 Pn 

Amohfon." 

2.5.54 

B 2.0.51 

"r 

Int. Type: Base TO Bare 
Retention Tin: 11.5 min 
Area: 6218495 c m t s  
neigt: 3.18at005 cp, 
S t u t  Time: 5.89 mi" 
End Time: 16.1 mi" 

J ::I 2 6 8 ,1, , , 

5 0.4 

10 12 14 16 
0 0  

rm .- ~ - 

Study: P760 € Instrument NO.: LC/MS/MS # a  
Analyst: A .  Sheehan 

8.- Nam. W . h d  Wad' S a w  ID: 'y.h.d Wad' FL. '0712050 M 
P r k  Nmm: 'PFOA. W.u(u): '413.01Yo 0 m m r  
commnt- Anmhm:- 

5ampleType: Unknown 
rvpie ~ n d ~ d . ~ :  n 

:onc.ntr.tion: n/A 
:alculated CMC: < 0 13W- 
k q .  Date: 01/14/2005 
k q .  Time: 04:13:16 P I  12m- 

nodifid: Y.., 1100- 
RT Window: 60.0 Des 
Expected RT: 11.5 min 
Use Relative RT: NO 

Int. Typ.: lunU.1 
Retention Tire: 11.5 u n  

9.88 min 

we.: 33ia7 counn 
Height: 5.59et002 cps 
Start Tire: 
End Tine: 11.9 miin 

1 m -  

900- 

Mo 

100 

sample Index: 
Sample Type: 
concentration: 
calculated con=: 
k q .  Date: 
k q .  Tim: 

10 
Qc 
6 ng/mL 
7 ng/mL 

01/11/2005 
05:22:23 PI 

nodified: Y t S  
Pros. Algorithm: Malyst Classic 
Bunchinq PactOz: 4 
Noise Threshold: 17.05 cps 
Area Threrhold: 85.25 cpi 
,Nm. Smooths: 5 
Sep. Width: 0.20 
Scp. Height: 0.01 
Em. Peak Ratio: 5.00 
Exp. Adj.  Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windov: 
Expected RT: 11.5 min 
Use Relati- RT: NO 

Int. Type: valley 
Retention Tim: 11.5 min 
Area: 1565685 count, 
Height: 1.36et005 cps 
Start Tire: 9.21 min 
End Tire: 12.2 min 

60.0 

8.0.4 

8.0.4 

4.0.4 

3.0.4 

20.4 

1 .0.4 

0.0 
i1 .a 

2 4 8 8 1 0  

60.0 

-1 

T m .  mh 
S a m  hm: 'SS727W 8.- ID. ' C m M n  S h h r d .  0.5 + F i b  '071205D.M 
P r k  Nm:'PFOA' L*u(n):'413.MB8.0.rrn' 
commnt- Annoham:- 

Sample Type: standard 
1 n g / a  Concentration: 

Calculated cons: 0 n g / a  
Acq. Date: 07/14/2005 
Acq. Tire: 06:01:25 PM 

Modified: Yes 
Pro=. Algorithp: Malyst Classic 
Bunching Pactor: 5 
Noire Threshold: 11.05 cpr 
Area Thrcihold: 85.25 spr 
,Mum. Smooths: 5 

Sample Index: 12 

sep. width: 0.20 
See. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Patio: 3.00 RT Window: 

Use Relative RT: NO 
Expected RT: 11.5 min 

1 z: 
3Km- 

1.5- 

P I  
2 14 16 

Retention Tire: 11.5 u n  
Are.: 182338 counts 

1 m -  Height: n.o6e+oo3 sps 
Start Tim.: 9.00 u n  ------------- 

0 .  _--, h d  Tire. 12.2 m n  
2 4 8 n i o  12 14 18 

T m .  mn 

a 
Page 2 of 7 



Set  N o . :  0 7 1 2 0 5 1 )  IInalyat V e r s i o n :  
P r i n t i n g  T i m e :  0 2 : 0 4 : 0 7  PM Study: P 7 6 0  

I n s t r u m e n t  NO.: LC/MS/MS # 8  
A n a l y s t :  A .  S h e e h a n  

s-1* Index: I4 

P r i n t i n g  D a t e :  T u e ,  J u l  1 9 ,  05 

Sample Index: 13 

Concentration: 25 ng/mL 
Calsulatad cons: 131 n9/mL 
Asq. Date: 07/11/2005 
Asq. Tint: 06:21:03 PI( 

S-1. Type: Qc s G 1 e  Type: Qc 
Concentration: 250 ng/mL 
Calculated Cons: 322 ng/mL 
Asq. Date: 01/11/2005 
Acq. Tile: 06:40:11 PN 

5% 

5 0.5 

4 5 . 5  

4 0.5 

B 3L5 

**c - 
20.5 :: ndifird: NO 

Pro=. Ngorithnx Ana1y.t classic 
Bunching Factor: 10 
Noism Threshold: 17.05 cps 
Area Threihold: 85.25 sps 
,Nun. Smooths: 5 
Sep. Width: 0.20 
scp. Weight: n 01 
EXP. Peak Ratio: 5.00 
Exp.  Mj. Ratio: 1.00 
Exp. Val. Ratio: 3.00 RT window: 
Expcted RT: 11.5 mi"  
Use Relati- RT: No 

Int. Type: Valley 
Retention TIM: 11.5 min 
Area: 28926901 counts 
Height: 2.11e+006 cps 
Start Time: 10.1 min 
End Time: 111.0 mi" 

ncdified: YO 
Pros. Ngorithl: Analy9t Classic 
Bunching Factor: 10 
Noise Threshold: 11.05 cps 
Area Threshold: 85.25 CPI 
,Nm. Smooths: 5 

0.20 Sep. Width: 

Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
ExP. Val. Ratio: 3.00 RT Windw: 
Expected RT: 11.5 min 
UIC Relative RT: No 

Int. Type: 8.3. TO Base 
Rstention Tin: 11.5 min 

7195952 counts -ma: 
Height: 5.19et005 cps 

1.14 miin Start Tint: 
Knd Tim: 14.1 mi" 

Sep. Xeiyht: 0.01 

6 0 . 0  6 0 . 0  

2 14 16 2 4  8 11 10 I 14 18 
~~ ~~ ~ r m : m r ?  ~~~______  6,- Nm*:.C-7g - 1 0  .~m1A*<m4j-m-r- kTo,r*,x-~-- 

Peak Nmm: 'PFOA' H m r ( n ) :  '413.M88 0 a d  
cwrnm- AmOb(l0 ' ":- 

Sample Index: 15 
Samplc Type: unknown 
Concentration: N/A 
Calculated Cons: 121 ng/mL 
Acq. Date: 07/11/2005 
Acq. Tine: 01:00:16 PN 

Modified: NO 
PZOC. Algorithm: Analyst Classic 
Bunching Factor: 10 
Noire Threshold: 17.05 cps 
Area Threshold: 85.25 cps 
,Nm. Smooths: 5 
sep. width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Bxp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 

Use Relative RT: No 

Int. Type: Base TO Base 
Retantion Time: 11.5 mi" 
Area: 27111925 counts 
Height: 2.04e+006 c?s 
Start Time: 10.2 ml" 
End Time: 16.1 min 

Expected RT: 11.5 mi" 

1 S G l e  Type: unknown 
Concentration: N/A 
Calculated cone 113 n g / a  
M q .  Date: 01/11/2005 
hcq. T i m :  07:19:56 Pn 

60.5 

40.5 

2 0.5 

- 
2 4 6 8 1 0  

~~ 0 0  

Udified: 
Proc. Algorithlo: 
Bunching Fact-=: 
Noire Thrczhold: 
&rei Threshold: 
.Mm. Smwtha: 
sep. Width: 
Scp. Height: 
Bxp. Peak Ratio: 
Ixp. Mj. Ratio: 
Cxp. Val. Ratio: 
Expected RT: 
U I C  Relative RT: 

NO 
Analyst 

10 
17.05 

85.25 
5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

.i 
s.5- i 

60.0  set- 
8 0.5 

8 0.5 

4 0.5 

2 0.5 

00 

6 0 . 0  RT Window: 
mi"  

Int. ~ y p e :  8a-e TO  ass 
Retention Time: 11.5 min 
&re.: 
Height: 1.82et006 cps 
Start T h :  10.0 min 

14.3 min End Time: 

21891626 counts 

--- 
2 14 18 

2 14 16 

Smile Type: Standard 

Calculated COIIE: 1 n g / a  
Asq. Date: 01/11/2005 
Acq. TI-: 07:39:32 PN 

Concentratzm: 1 ng/mL 

Xdified: Yea 
P r o c .  Algorithm: A2alyat Clas3ic 
Bunchinq Factoz: 1 
Noire Threshold: 17.05 cps 
Area Threshold: 85.25 SDS 

qcdified: NO 
Proc. Alporith analyst Cla~=ic 
Bunching Factor: 10 
Noire Threshold: 17.05 cps 
wea Threshold: 85.25 spa 
.Nm. Smooths: 5 
sep. Width: 0.20 
Sep. Height: 0.01 
E x p .  Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
E x p .  Val. Ratio: 3.00 RT Windw: 
Expected RT: 
Jae Relative RT: NO 

11.5 min 

1.m] 

,Nun. Smooths: 5 
Sep. Width: 0.20  
Sap. Height: 0.01 
E m .  Peak Ratio: 5.00 
Ex;. Mj. Ratio: 1.00 
EXP. Val. Ratio: 3.00 RT windou: 
Expected RT: 11.5 min 
Use Relative RT: No 

Int. Type: Ease TO Bas. 
Retention Time: 11.5 min 

111917693 counts wa.: 
6.30e006 cpr ieiqht: 

start Tim: 10.1 min 
Snd Time: 14.1 min 

Int. Type: va11.y 
Retention T-: 11.5 u n  
Are.: 279851 counts 
Height: 1.43e+001 spr 
start Tim: 9.98 min 
End Time: 11.9 min 

h 
R3 
C? 
F 

I m o O -  - 
00 

- 
2 4 8 8 10 12 14 16 

TiL- _ _  
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Analyst Version: c .1 
Printing Time: 0 2 : 0 4 : 0 8  PM 

Set No.: 0712051) Study: P760 
Instrument No.: LC/MS/MS # 8  
Analyst: A .  Sheehan Printing Date: Tue, Jul 19, 05 

sample Index: 19 
Sample Type: ac 
Concentration: 250 w/mL 
Calculated Conc: 1760 ng/mL 

07/14/2005 
08:18:40 Pn 

S w l e  Index: 20 
S w l e T y p e :  Unknm 
Concsntrafion: N/A 
Calculated Cons: 505 ng/mL 
Irsq. Date: 07/14/2005 
k q .  Time: 08:38:22 PM 

26.6-  

24.8- 

22.6- 

2 w -  

1 w- 

8 
:* J ::j 
80.5 

Asq. Data: 
Asq. T i e :  

Mcdified: 
PTOC. AlgorithPx 
Bunching Factor: 
Noise Threshold: 
Area Threshold: 
,Num. Smooths: 
Scp. Width: 
5.p. might: 
Exp. Peak Ratio: 
Exp. Mj. Ratio: 
Exp. Val. Ratio: 
Expected RT: 
UIC Relative RT: 

NO 
Ann.1y9t Clalsio 

10 
17.05 cps 

85.25 cpr 
5 
0.20 
0.01 
5.00 
4.00 
3.00 RT Window: 
11.5 min 
NO 

ncdified: NO 5 . w  
Pmc. Nqorithm: IyL.1yIt Classic 
Bunching Factor: 10 4 .58  
Noise Threshold: 17.05 cps 
area Thr-=hold: 85.25 sps 4.0.8 
,Nu. Smooths: 5 
Sep. Width: 0.20 
5cp. Height: 0.01 

3 5 8  

Exp. Peak Fatie: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windov: 60.0 
ExpeCtCd RT: 11.5 min 
Use Relative RT: No 

Int. Type: Baa* TO Base 
Retention Time: 11.5 min 
-ea: 111415202 counts 
Height: 6.36e+006 c?s 
Start TIM: 9.98 rmn 
End Time: 11.6 mi" 

2.0.8 

1 .58  

1 .0.8 

5.0.5 

0.0 
4 8 8 1 0  

60.0 

Int. Type: Bare TO Base 
Retention Tim: 11.5 min 
Are.: 38860553 count3 
Height: 2.72ctO06 cpr 
Stazt Tim: 10.0 mi" 
End Time: 11.3 min 

2.0.5 :,L 0.0 
2 14 l8 rm, nin 

~~~~~~ ~ ~~~~ ~~ ~- ~ .~ ~ _ _  
S.mp* N.m:'C-77 Rep. Sarnpk ID. ' D F O ( N O l P ~ l a Y l m 7 '  FW'071205D.b 
P u k  N.w 'PFOA' Y...(w) .Y13.01388.O .W 
commnt- hm0hhn:- 

Sample Index: 21 

Concentration: N/A 
Calculated cons: 198 ng/mL 
Acq. Date: 07/14/2005 
Acq. Time: 08:58:08 PM 

sample Type: unknm 

~~~~~~~~~ ~.-. . T h .  nin 
Sampk N*m: 'SS7m Ut%al ihmn S?andwi, 2.5~i&ifi&~.077%D~itr 
P u k  Nam: 'PFOA' U...(u): -413 Mgo.0 
c o r n -  Anmb6On:- 

Sample Type: Stmdazd 

calculated Conc: 3 nglrm 
Wq. Oat-: 07/14/2005 
Wq. Tim: 09:17:58 PM 

- 
sample Index: 22 

concentration: 3 ng/mL 
1 

Modified: NO 
Pro=. Algorithm: Analyst Classic 
Bunching Factoi: 10 
Noire Threshold: 17.05 cps 
Area Threshold: 85.25 cps 
,Nm. Smooth,: 5 
Sep. Width: 0.20 
Sep. Height: 0.01 
Em. Peak Ratio: 5.00 
Exp. M j .  Ratio: 1.00 
Exp. Val. Ratio: 3.00 RT Window: 

Uie Relative RT: No 

Int. Type: Base TO Base 
Retention Time: 11.5 min 
Area: 109850321 count3 

Expected RT: 11.5 m n  

5 . w  

4.- 

4.0.8 

2.0.8 

1 .%e 

1 .w 
5.0.5 ~~~ 0.0 

Uodified: Yes 
PIOS. Algorithm: Analyst c1a,ris 
Bunching Factor: 1 
Soils Threrhold: 17.05 cps 
area Threshold: 85.25 sps 
,h. Smooths: 5 
Sep. Width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 

Exp. EXp. Expected Mj. Val. RT: Ratio: Ratio: 4.00 3.00 11.5 RT min Window: 60.0 set' :I' 
Use Relative RT: No 

Int. Type: Vallay 
Retention Time: 11.5 mi" 
-.a: 795631 counts W . 0  
Height: 3.57e001 epr 
start Tim: 10.1 mi"  
End Time: 12.0 min , , , 00 

TW. mi" 
12 14 16 

Samp*km:'M(YB878Spi*.K % ~ m p * ~ I D : ~ ~ D F ~ 1 R C W O l ~ l W 7 , l W r & ,  DFIlW F * : V i l 2 m D , b i +  
P w k  km: 'PFDA' U...(r): '413.Mgo.O m r n U  
C a m n t -  Annolation:- 

S-le Index: 2 1  

8 
2 
E 

s.5- 

8 
f 24 

60.0 

Height: 6.28at006 cpr 
Start Tim: 10.0 mi" 
End Time: 14.0 mi" 

Smile Type: ac 
COncBntzation: 25 nq/mL 
Calculated Cons: 291 ng/mL 
Acq. Date: 07/11/2005 
Acq. Ti-: 09:37:31 Pn 

J 
11 .a  

I 
smi le  Type: ac 
Concentration: 250 ng/mL 
Calculated Cons: 654 ng/mL 
Asq. Date: 07/11/2005 
k q .  Tim: 09:57:07 PM "ii 

Modified: NO 
PTOC. Algorithm: Ana1yrt C11SS1S 
Bunching Factor: 10 
Noire Threshold: 17.05 cpr 
Area Threshold: 85.25 sps 
.h. Smooths: 5 
sep. width: 0.20 
Scp. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Winda: 
Expected RT: 11.5 pin 
Use Relative RT: NO 

nodified: NO 
prC.5. Algorithm: Analyst c1,r,ic 
Bunching Factor: 10 
Noire Threshold: 17.05 cps 
Area Threshold: 85.25 cpi 
,Num. smooths: 5 

0.01 Scp. Height: 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected UT: 11.5 min 
U3t Relative RT: No 

Int. Type: Exponential Skim 
Retention Ti-: 11.5 min 
Area: 14199202 counts 
Height: 1.03.+006 cpr 
Start Tim: 5.92 min 
End Time: 12.1 mi" 

Sep. Width: 0.20 

60.0 

~ __ 

Int. Type: Exponential Skim 
Retention Ti-: 11.5 min 
Ar..: 61230832 counts 
Height: 3.12et006 cps 
Start T m :  10.1 min 
End Time: 13.0 min 

- 

0 
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Set No.: 071205D 

Printing Date: Tue, Jul 19, 05 
~ 

c o r n -  AMoMMl- 
;ample Index: 25 

:onsentration: N/A 
:alculatid conc: 213 ng/- 
eq. Date: 07/14/2005 
k q .  Time: 10:16:47 pn 

todified: NO 
?roc. Ngorithm Analyst Clarais 

Yoise Thrc3hold: 11.05 cps 
e-a  Threshold: 85.25 cps 
.Nu. smoothr: 5 
rep. Width: 0.20 
5.p. iieighr: 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 1.00 
Exp. Val. Patio: 3.00 RT Winda: 
txpccted RT: 11.5 min 
Ile Relati- RT: NO 

Int. Type: Exponential Skim 
Retention Time: 11.5 min 
we.: 60234325 counts 
Height: 3.58e+006 cpr 
Start Time: 5.49 min 
End Time: 11.8 mi" 

sample Type: mknm 
3.w- 

3 . M -  

3unching Factor: 10 2 . w -  

8 2.M- 

0.81 4 
6 0 . 0  set' ''-1 

1 .&e 

50.5-  

2 4 (I 8 10 12 14 10 
0.0 

5-1. Index: 21 
Sample Type: Standard 
:oncentration: 
Calmlatad Conc: 
Rsq. Date: 07/14/2005 
Acq. Time: 10:56:01 PI# e 5.4 

8.0.4 nodified: Ye,  
RT w x n d w :  60.0 sec 5.594 

5 0.4 
Expected RT: 11.5 min 
Use Relative RT: NO 

Area: 1234165 counts 

Start T i m :  
End Time: 12.0 mi" 

Height: 1.18*+001 spr 

2 . w  

2 .04  

1.504 

1.0.4 1 

____ W . 0  

1 2  3 4 5 e 7 8 D 10 1' 
0.0 I I I I I I  

12 13 14 15 18 17 
T-.- _ _ _  

comnmt- AmDbla - 
Sample Index: 29 

Concentration: 250 ng/mL 
Calculated Cons: 211 ng/lL 
Acq Date: 01/14/2005 
Acq. Time: 11:35:11 pn 

s-1. Type: cc 

40.5 45-51 

Modified: NO 
Pro=. Alqlorirhm: Analyrt Classxc 
Bunching Factor: 10 
Noire ThTelhold: 11.05 spi 
Area Threshold: 85.25 ED, 
,Nun. smooths: 5 
Sep. Width: 0.20 
sep. Height: 0.01 
E m .  Peak Ratio: 5 . 0 0  
Enp. Mj. Ratio: 4.00 
EXp. Val. Ratio: 3.00 RT windw: 60.0 I 
Expect-d RT: 11.5 min 
Use Relative RT: NO 

Int. Typ.: va11.y 
Retention Tint: 11.5 min 
Are.: 5527940 Counts 
Height: 4.55e+005 sps 
Start Tint: 9.85 mi" 
End Time: 13.2 min 

35.51 

8 25-5: 

3 0.5 

2.0.5- 

1 5 . 5 -  
.c 

0.0 

€ Study: P760 
Instrument No.: LC/MS/MS # E  

Analyst: A .  Sheehan 

Sam* N.m: 'Cm49(nl) R.p' Sang* I D  'DFOBWlRCWMWlm FW. W71mso.fl 
Peak Nam: 'PFOA' MmN"): '413.01388.0 .M' 
cam*nt- Anmbtion:" 

Sample Index: 26 
sample Type: UnknOm 
Concentration: N/A 
CLlNlattd Cons: 278 ng/mL 
Acq. Dit.: 01/11/2005 
Acq. Time: 10:36:23 Pn 

Uodified: NO 
Pro=. Algorithm: Analyst classic 
Bunching Factor: 10 
Noire Threshold: 17.05 cpr 
we. Threshold: 85.25 cps 
,Nun. Smooths: 5 

E m .  Peak Ratio: 5.00 

Sep. Width: 0.20 
5-p. Height: 0.01 

Ex;. Mj. Ratio: 4 . 0 0  
Exp. Val. Ratio: 3.00 RT Wmdm,: 

Use Relative RT: No 
Expected RT: 11.5 mi" 

Int. Type: Exponential skim 
Retention Time: 11.5 min 
Are.: 61401925 counts 
Height: 3.21a1006 cpr 
Start Time: 10.1 min 
End T i m :  13.1 min - 

2 

11 .Ol. 

k 

l.4061 

L 14 18 

Sample Index: 28 
Sample Type: cc 
Concentration: 25 ng/mL 
CalNlatCd Cons: 88 ng/mL 
Acq. Date: 07/14/2005 
Acq. Time: 11:15:38 PM 

Sample Index: 28 
Sample Type: cc 
Concentration: 25 ng/mL 
CalNlatCd Cons: 88 ng/mL 
Acq. Date: 07/14/2005 
Acq. Time: 11:15:38 PM 

Modified: NO 
Pros. Algorithm: Analyst classic 
Bunching Factor: 10 
Noire Threshold: 11.05 cpi 
Area Threshold: 85.25 cpi 
,Nun. Smooths: 5 
Sep. width: 0.20 

0.01 Sep. Height: 
Ixp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT windw: 
Expected RT: 11.5 min 
U3e Relative RT: No 

Int. T-: Valley 
Retention Time: 11.5 min 
Are.: 19133115 counts 
Height: 1.54st006 cps 
Start Time: 10.2 min 

13.3 min End T h :  

6 0 . 0  

1 % -  

1 M- 

8 
f 

.e=- 80.5-  

40.5- 

20.5-  

11 08 

2 4 6 8 1 0  
00- 

sllple~ype: unknown 
Concentration: N/A 
Calculated Cons: 81 ng/mL 
Acq. Date: 01/11/2005 
ACq. Time: 11:51:51 P I  

nodifled: 
Pro=. Ngorlthm: 
Bunching Factor: 
Noirm Threshold: 
Area Threshold: 
,Nu. Smooths: 
Sep. Nidth: 
Sep. Height: 
Exp. Peak Ratio: 
Exp. Mj. Ratio: 
Exp. Val. Ratio: 
Expsctrd RT: 
Use Relative RT: 

0.20 
0.01 
5.00  
4.00 
3.00 RT rind-: 
11.5 min 
NO 

Int. ~ y p e :  Exponential skim 
Retention Time: 11.5 rin 
Area: 18689056 counts 
Height: 1.47e+006 cps 
Start Time: 10.0 min 
End Time: 13.1 min 

NO 
Ana1yrz c1ass1c 

10 
11.05 cpr 

85.25 spr 

60.0  

I 

2 14 18 
~ 

comnnt' h m a a . -  
S m l e  Index: 30 

1.406- 

1 . M -  

1.M- 

1 1 . 8 .  

1.09% 

90.5- 

./ ;::; 
.e=- 8.0.5- 

5.0.5- 

4.0.5- 

3.0.5- 

20.5-  

1 .0.5. 11. 

2 4 8 8 10 12 4. ,I 
0.0, 

"P 



Set No.: 071205D Study: P760 
Instrument No.: LC/MS/MS # 8  
Analyst: A .  Sheehan 

Printing Time: 
Analyst Version: 

Printing Date: Tue, Jul 19, 05 

Sample Index: 31 
sample Type: Unknown 
Concentration: N/A 
Calculated Conc: 73 n g / a  
Acq. Date: 01/15/2005 
Asq. Time: 12:14:35 All 

Sample Index: 32 
Sample Type: Standard 
concentration: 10 ng/mL 
Calculated Conc: 11 n g / a  
M q .  Date: 01/15/2005 
Acq. Time: 12:34:21 An 

Modified: NO 
P I X .  Algorithm Analyst C1.S.iS 
Bunching Factor: 10 
Noise Threshold: 17.05 cps 
Area Threshold: 85.25 sps 
,h. smooths: 5 
Sop. Width: 0.20 
Sep. Heighr: G.G1 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 

U3e Relative RT: No 

Int. Type: Exponential Skim 
Retention Time: 11.5 min 
Are.: 2542658 counts 
Heiqht: 1.38cl005 CDI 
Start Time: 

Expected RT: 11.5 min 

1 w- 
12.5- 

11.5- 

1085- 

9w- 

80.4-  

7 & 4  

80.4 

50.4 

30.4 

20.4 

10.4 40.4L.-, 0 0  2 4 8 8 1 0  , , , , 1  

Modified: NO 
P r o 6 .  AlgoriUm: h l y s c  Classic 
Bunching Factor: 10 
Noise Threshold: 17.05 cps 
Area Threshold: 85.25 cps 
,h. smooths: 5 
Sep. width: 0.20 
5tp. aeighr: 0.0i 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 mi"  
Uss Relative RT: No 

.e=- i 
6 0 . 0  

Int. Type: Valley 
Rttentlm Time: 11.5 min 
Area: 16169588 counts 
Hsight: 1.25et006 cps 
Start Time: 10.0 min 
End Tme: 14.2 u n  

2 14 rb 
S.mN.m'C~Spi*.~ S*mp*,D'DF 

~- ~~~~ ~~ ~ ~ ~. 
T a Y l W .  +On&- F k ' 0 7 1 2 a 5 D . f l  

P u k  Nam: *PFOA* Mar(..): -413 MB8.0 .W 
camnt -  Amob6a:- 

S w l e  Index: 33 
Sample Type: Qc 
Concentration: 25 n g / a  
calculated Conc: 361 n g / a  
Acq. Data: 01/15/2005 
Acq. Time: 12:53:58 An 

Modified: NO 
Proc. Algorithm: Analyst classic 
Bunching Factor: 10 
Noise Threshold: 17.05 cps 
Area Threshold: 85.25 CDI 

cwnmnt- Am0btim.- 
Sample Index: 
Sample Type: 
Concentzation: 
Calculated Conc: 
Asq. Date: 
Acq. Time: 

34 
Qc 

250 nq/mL 
957 n g / a  

07/15/2005 
01:13:31 An 

4 L 8  

4p.B 

3% 

3 M  

2 5 8  

2p.B 

1 5 . 8  

1086 

00 

Modified: NO 
Proc. Nqorithm Analyst classic 
Bunching Factor: 10 
Noire Threshold: 17.05 cps I Area Threshold: 85.25 CIS 

1 2.6- 

1p.B- 

8 8 80.5-  

E 
,e=- 809% 

40.5-  

20.5- 

0 0 -  

,Num. smooths: 5 
Sep. Width: 0.20 
Sap. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
E m .  Val. Ratio: 3.00 RT Window: 

,m. Smooths: 5 
sip. width: 0.20 
Scp. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windw: 
Expected RT: 11.5 min 
UIC Relative RT: NO , 

6 0 . 0  60 .0  
Expected RT: 11.5 u n  
Use Relative RT: NO 

Int. Type: Base To Bare 
Retention Time: 11.5 min 
Are.: 79506341 counts 

Start Time: 10.1 pin 
End Time: 14.1 pin 

Height: 4.61er006 cp. 

11 ca Int .  Type: Vllley I' Retention Time: 11.5 min 
Arca: 21180098 counts 
Height: 1.51et006 cps 
Stazt Time: 9.98 Din 
End Time: 1 4 . 1  min 

2 14 18 
10.57.1 

2 4 8 8 1 0  2 4 L I c . 1 0  2 14 18 

Smile Type: Unkn- 
Concentration: N/A 
Calculated Cons: 348 ng/mL 
Asq. Dah: 07/15/2005 
Asq. Time: 01:33:13 All 

11.411 
I "i Consentntlon: N/A 

Calculated Conc: 349 n g / a  
Acq. Date: 01/15/2005 
Acq. Ti-: 01:52:58 All 1 

Modified: NO 
Pro=. AlgOrlLhm: Ana1ysz c1arrrc 
Bunchinq Factor: 10 
Noise Threshold: 17.05 cps 
Area Threshold: 85.25 cpr 
,Nmu. smooth,: 5 
Sep. Width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. M j .  Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT W i n d w :  

Use Relative RT: NO 

Int. Type: Base To Base 
Retention Tira: 11.5 min 
Area: 76673462 counts 
Heiqht: 4.48*+006 cps 
start Tire: 10.2 min 
End Time: 15.7 Din 

Expected RT: 11.5 min 

Modified: NO 
PIOC. Alqorithm: Analyst c1asilic 
Bunching ractoz: 10 
Noire Threshold: 11 E -... _ L ~ ~ ~ .  .~ ". .05 spr 

]-=a ~nzcsnoimi 00.25 sps 
,h. Smooths: 5 
sep. Wxdth: 0.20 
!P. Height: 0.01 

8 2.L84 

s< 
Exp. Peak Ratio: 5 . 0 0  
ExP. MI. Ratio: 4.00 
E, XT Windou: 60.0 ,e=- 
E, min 

G .  vai. Ratio: 3.00 I 
ipected RT: 11.5 

Use Relative RT: NO 

5.0.5 7 Int. Type: Base TO Base 
Retention Time: 11.5 pin 
Are.: 
Heiqht: 4.46e+006 cpa 
Start Tim: 10.1 u n  

. End Tim: 14.0 u n  

16925150 counts 

2 4 8 8 10 12 14 18 
0.0 

T m .   my^ ~- Tim. mn 

h 
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Analyst Version: 
Printing Time: 02:04:10 PM 
Printing Date: Tue, Jul 19, 05 

Set NO.: 071205D 

ample Index: 31 
-1- Type: standard 
oncentration: 25 ng/mL 
alculated Conc: 25 ng/& 
cq.  Date: 01/15/2005 
c q .  Tine: 02:12:28 1111 

lodified: NO 

,unching ?actor: 10 
loise Threshold: 17.05 CpS 

N m .  Smooths: 5 

z05. Algorithm Analyst Classic 

Threshold: 85.25 spr 

ep. width: 0.20 
,ep. Height: 0.01 
:xp. Peak Ra~10: 5.00 
:xp. Mj. Ratio: 4.00 
:xp. Val. Ratio: 3.00 RT window: 

lre Relativa RT: No 

nt. Type: Exponential Skim 
Icfention Tine: 11.5 min 
me.: 5535612 count$ 
[eight: 2.80e+005 ~ p r  
Itazt Time: 1.14 mi" 
b d  Time: 12.1 mi" 

:Xpected RT: 11.5 mi" 

26.5- 

24.5- 

22.5- 

2M- 

1 e.5. 

B 1=- 

4 1 w i  4 12.5- 

10.5- 

80.4- 

e m -  
40.4- 

60.0 set- 

Study: P760 
Instrument No.: LC/MS/MS # 8  

Analyst: A. Sheehan 

S*mp* Nam: ' S S m  S.mp* I D  ' C a k b  Shndad. 50 Ab: '071205D.Wr 
P..k hm: 'PFM' ksmln): VlB.OIJ68.0 am. 
c o m n t -  &wohwn:- 

SaxQlt Index: 38 
S w l t  Type: Standard 
Concentration: 50 ng/lL 
Calculated Cons: 47 ng/mL 
Acq. Date: 01/15/2005 
Acq. Tine: 02:32:20 1111 

nodifid: NO 
Pro=. Algorithm: Analyrt Classic 
Bunching Factor: 10 
Noire Threshold: 17.05 cps 
Area Threshold: 85.25 cps 
,Nm. Smooths: 5 

0.20 Sep. Width: 

Exp. Peak Ratio: 5.00 
EXp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Winda: 
Expected RT: 11.5 min 
Use Relative RT: NO 

Int. Typ.: Base TO Baa. 
Retention Tim: 11.5 min 
Are.: 10338038 counts 
Height: 5.32e+005 cpr 
Start Tim: 6.22 mi" 
End Tim: 13.9 min 

scp. Height: 0.01 

6 0 . 0  

5 0.5 

4595 

4 . 0 6  

3.595 

15954 

:::I , , , , , ,1, , , 
2 4 8 8 10 12 14 18 

0.0 

0 
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A n a l y s t  V e r s i o n :  1 .4 .1  
P r i n t i n g  Time: 11:44:07 AM 

P r i n t i n g  Date :  Thursday, July 28,  2005 

I Analyt. Calcula1.d 

ws;;7~Ie 

Sample ID sample TYPO ":'z: AnaLym:.Pk ~~~~$~ Concentration ,Concentration Run x 
, (nglmL) , ColmL) 

Calibration Standard. 0 5 ngrmL Standard 1 , ,PFOA Confirm Ion 5124 05w 0 375 071205D-101 
2 SS7278 Calibration Standard, 1 0 ngrmL standard 1 'PFOA Confirm Ion 7525 100 0 742 071205D-102 
3 SS7277 Ca~ibration Standard. 2 5 nglmL standard 1 PFOA hfirin Ion i9472 250 2.57 071205D-103 
4 SS7278 Calibration Standard. 5 0 ngrmL Standard 1 PFOA Confirm lon 39820 500 569 07120513-104 
5 SS7275 Calibration Standard. 113 ng/mL Standard 1 PFOA Confirm Ion 78150 10 0 11 8 0712050105 

I 

Standard 1 

S e t  No.: 071205D 

I '  

Exygen S t u d y  No.: P760 
I n s t r u m e n t  NO.: LC/MS/MS #8 

A n a l y s t :  A. Sheehan - I .  

4 
8 Methanol Wash coo73483contiol~ Methanol Wash _ -  " Unknown 1 NIA I %-Peak __ 07I~'I5D~lO8 4 PFOAConfirmlon 0 
9- RZ;agentControl Unknown 1 PFOAConfirmlon 0 NIA No Peak 0712050-108 - 
10 m t  Spk A COO73483 Spk A, 2 5 ngrg *QiilityContml 1 -PFOA mlrm ion 45892 8 25 8 59 071205D-110 
11 Reagent Spk B COO73483 Spk E, 10 nglg Quality Control 1 PFOA confirm Ion 181044 25 0 27 3 0712051)-111 ~ e SS7279 Calibration Standard. 0 5 ndmL Standard 1 PFOA-CGGKI~~ ses4 0500 0488 071a5D-112 

- -- - _-__ -_I- 

13 coo49878 Spke C DF08VOlAVP0010041007, 10 ngrg Quality Control 1 PFOAconfirm Ion 2186804 (i) 250 334 0712O5D-113 
14 coo49878 Spke D DF06VOlAVP0010041(107. 100 r@g. DF.10 Quality Control 10 PFOA Confirm Ion 339187 250 515 0712050-1 14 
15 coo49878 OF08V01AVP0010041007 Unknown 1 PFOA Confirm Ion 2114215 NIA 323 0712050-1 15 
18 coo49878 Rep DFOWOlAVP0010041007 Unknown 1 'PFoAConfirmlcn 1973341 8 NIA 302. 0712O5D-118 

0712050-117 0 794 
PFOA Confirm Ion 11085167 25.0 1700 07120511118 

3540 07120513-1 19 
PFOAConfirmlon i i180ji j5 NIA 1710 0712050-120 
PFOAConfirmlon 10797565 tVA 1850 071205D-121 

071205D-122 
858 0712050-123 
1400 071205D-124 

0712050-125 

P F O A M r m l o n  7882 17 SS7278 Calitualim Standard. 1 0 ngrmL Standard 1 
18 coo49877 Spke E DF06VOlPAP0010041007. 10 ngrg Quality Control 1 
19 coo49877 Spke F DF08VOlPAP0010041007. 100 r@g. DF=10 Quality Control 10 PFOA Confirm Ion 2315485 250 
20 coo49877 DFOWOlPAP0010041007 unl;n& 1 
21 coo49877 Rep DF08VOlPAP0010041007 Unknown 1 
22 SS7277 Calibration Standard. 2 5 ngrmL Standard 1 PFOA confirm Ion 25797 
23 coo49878 Spke G DF06VOlRCP0010041007.10 ngg Quality Control t PFOA Confirm Ion 8257822 

0712050-128 

24 coo49878 Spke H DF06VOlRCPW10041007. 100 r@g. DF.10 Qualily Control 10 PFOA Confirm Ion 914744 

27 SS7278 Calibration Standard. 5 0 ngrmL Standard 1 PFOAconfirmlon 34350 500 485 0712050-127 
0712050-128 28 coo49879 Spke I DFC6V02AVP0010041007. 10 ngg Quality Control 1 PFOAconfirmlon 833804 0 25.0 

Z9 coo49879 Spke J DF06V02AVP0010041007.100 r@g. DF=10 Quality Control 10 PFOA Confirm Ion 188799 250 285 071 2050-1 20 
0 7 3 0  12050-1 30 coo49879 DFOW02AVP0010041007 Unknown 1 PFOA Confirm Ion 823847 126 

31 coo49879 Rep DF06V02AVP0010041007 Unknown 1 PFOAConf~rmlon 734342 8 Lt 112 071205D-131 
32 SS7275 Calibration Standard. 10 ngrmL Standard 1 PFOAConfinlon 72660 10 0 10 7 071205D-132 
33 coo49880 Spke K DF06V02?W0010041007. 10 ngrg @ Quality Control 1 PFOA Confirm Ion 7523563 1150 07120513-133 

1820 071205D-134 
071 m5D-135 
071 2O5C-t 36 

34 coo49880 Spke L DF08V02FWP0010041007. 100 r@g. DF.10 Quality Control 10 PFOA confirm Ion 1193542 
PFOA Confirm la, 7088802 Unknown 1 

U n k m  1 PFOAConfirmlon 7020974 I NIA 1070 
Standard 1 PFOA Confirm Ion 167552 25 0 25 2 071205D-137 

B s s n i 3  Calibration Standard. 5 ( t  ndmL Standard 1 PFOA Confirm Ion 303410 500 480 071205D-138 

D F 0 6 V 0 ~ 1 0 0 4 1 0 0 7  G2F Rep DFO6vO~W10041007 
Calibration Standard. 25 ngrmL 

2.50 354 0 912 

I 

1: 1080 

_ _  

25 coo49878 DF06V01 RCP0010041007 U n k m  1 PfOA-&fin Tdn 5962871 
28 coo49878 Rep DF08VOlRCP0010041007 U n k m  1 PFOA Confm Ion 8229410 853 

- 127 _ _  

- - __ - - - - - Q 

I -~ 
Exygen Research. 3048 Research  D r i v e ,  S t a t e  C o l l e g e ,  PA 16801 

C a l c u l a t e d  C o n c e n t r a t i o n  (rig/&) = I ( A n a 1 y t e  Peak Area ( c o u n t s )  - I n t e r c e p t ) / S l o p e l  x D i l u t i o n  F a c t o r  

8 2 5 6  



Vegetation Conversion 

Compound: PFOA C o n f i i  Ion Exygen Study No: P760 

Analyte Analyte 
Exygen Sponsor Found Found 
ID ID (ng/mL) (ppb) 

COO49876 Spk D DF06-VO1-AVP001-0-041007 515 206 

COO49879 Spk J DF06-V02-AVP001-0-041007 285 114 

Analyte Found (ppb) = [analyte found (ng/mL) x final volume (2 mL)] 1 sample weight (5 g) 
ND = Not detected =.PdAre&- tw u& f I i J 4 u t  6.2 A3/3  -0 
NQ = Not quantifiable = Measured concentrationhkwLit of Quantitation (LOQ) which is O.%g/g. 

n 4 0  



I I I I 

I I I I 

A B C D 

1 Vegetation Conversion (FORMULAS) 

9 

11 
1u 

I L  

' ,  - I I I 

I I I 
3 1  - ~ompounit /PFOA confirm. Ion Exygcn Study No: /P760 

Coo49876 S&D DF06-V0I-AVP001-0-041007 - =Raw Data'!H185 =(c9*2)/5 

Coo49879 Spk J DF06-V02-AVP001-0-041007 =Raw Data'!H200 =(C11*2)/5 

0 2 5 8  



3.3e5 
3.2e5 

3.oe5 

2.&5 

2.6e5 

2.4e5 

2.2e5 

2 .b5  

i .ae5 

1.6e5 

1.4e5 

1.2e5 

1 .Oe5 

8.084 

6.084 

f Study: P760 
Instrument NO.: LC/MS/MS # E  c Analyst Version: 

Printina Time: 
Set No.: 071205D 

- 
Analyst: A .  Sheehan 

.- -__ h6 07)\q)Og ~ - 

Printing Date: Tue, Jul 19, 05 

I Untitled 2 (PFOA Confirm Ion): "Linear" Regression ("I I x" weighting): y = 6.53e+003 x + 2.6&+003 (r = 0.9959) 

0.0 -.r---, , I , 1 I , ' I I I ' I I I , I ' I ' I I I I , ' -- 
0 2 4 6 8 10 12 14 16 18 20 22 24 26 28 30 

Concentration, ndmL 

Y 



Analyst Version: 
Printing Time: 0 

Set No.: 0712051) Study: P760 
Instrument No.: LC/MS/MS # e  
Analyst: A .  Sheehan 

anp* ID % m h b m b m  Shbnd.d. 1 0 nghlL' Fik '0712050 *n(r 
bd Y13M100 .M 

Printing Date: Tue, Jul 19, 0 5  

mnt- Am0fim:- 
e Index: 1 

Sample Typa: Standard 

Calculated cons: 0 n q l a  

Acq. Tim: 0 2 : 2 5 : 5 3  PM 

11.41 Concentration: 1 nq/a m- 
Acq. Date: 01/14/2005 240 - 

220- 

6 0 . 0  ilec 

Use Relative RT: No 

0' I I , I I . I , , . I . . . I , 
1 2 3 4 5 6 7 6 8 10 11 12 13 14 15 16 17 

__ 

Mo- ncdified: Ye, 
RT Window: 60.0 sac 

U s e  Relative RT: NO 
Expected RT: 11.5 mi" 7 w -  

Int. Type: nanu.1 
Retention Time: 11.1 min 
Are.: 19112 Counts ya- 
Hciqht: 9.33e+002 sps 
start Time: 
End Time: 11.7 min 

4 1 0 . q  

,m. Smooths: 
sip. width: 
sep. Height: 
EXp. Peak Ratio: 
Exp. Mj. Patio: I EXn. Val. Ratio: 

n0difi.d: Yes 
Proc. Algorithm: Analyst Classic 
Bunching Factor: 5 
Noise Threshold: 1.05 cps 
Area Threshold: 5.26 CPS 

5 
0.20 
0.01 
5.00 
4.00 
3.00 RT Window: 
11.5 pin 
NO 

60.0  

Int. Type: va11.y 
Retention Time: 11.4 min 
Area: 18150 counts 
Height: 3.18e+003 spr 
Start Tim: 8.91 min 
End Time: 11.9 pin 

Sampla Index: 2 
S-1. Type: standard 

Calculated Cons: 1 n g l a  
Acq. Date: 07/14/2005 
Acq. T i m :  02:45:23 Pu 

Concentration: 1 nq/mL 

uodicied: Y.S 
RT Window: 60.0 sec 
Expected RT: 11.5 min 
Use Relati- R T :  NO 

11.41 

I 
Int. Type: pwl",l 
Retention Time: 11.4 min 
Are.: 7525 counts 
Height: 3.58er002 

End Time: 11.1 min 
Start Time: 10.1 3 

sample 1nd.x: 4 
Sample Type: Standard 
Concentration: 5 ng/mL 
Calculated Conc: 6 n g / a  20(10 
Acq. Date: 01/14/2005 
Acq. Tim: 03:24:21 PM 

Ucdified: Yes 
RT Window: 60.0 ses 1Mo- 
Expected RT: 11.5 min 
Use Relative RT: NO l a -  

1Mo- 

Int. Type: hY.1 
Retention Tim: 11.4 min lm- 
Area: 39820 counts 
Heiqht: 2.09et003 
start Tim: 9.91 2: E 
End Time: 11.1 mi" - Mo- 

Lao- 

1 

1o.m , 

S w l e  Index: 6 
S w l e  Type: Standard 

25 n q f a  Concentration: 
Calculated Conc: 26 n q l a  
Acq. Date: 01/14/2005 
Acq. Tim: 04:03:50 PM 

Uodified: NO 
PIOE. Algorithm: w 1 y r t  Cl.,*iC 
Bunchinq Pactor: 10 
Noise Threshold: 1.05 cpr 
Area Threshold: 5.26 sps 
.Num. Smooths: 5 
Sep. width: 0.20 

0.01 Sep. Height: 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
EXp. Val. Ratio: 3.00 RT Windor; 
Expected RT: 
U3e Relati- RT: No 

11.5 mi" 

Int. Type: v.11ey 
Retention Time: 11.4 min 
Are.: 113013 counts 
Hciqht: 8.44c+003 cps 
start Tim: 9.58 min 
End Time: 12.6 min 

6 0 . 0  
9.5- I 

i i i i  

i 10.91. 10 12 

14 16 



Analyst Version: 
Printing Time: 

Set No.: 071205D € Study: P760 
Instrument NO.: LC/MS/MS # a  € 

Printing Date: Tue, Jul 19, 05 

S-le Type: Standard 
concentr.tion: 50 ng/mL 
calculatd cons: 4 9  ngllu. 
Acq. Date: 07/14/2005 
Asq. Time: 04:23:38 911 

1 

Rcdifiad: NO 
Pro=. Ngozithm: Analyst Classic 
Bunching Factor: 10 
Noise Threzhald: 1.05 cp' 
Area Threshold: 5.26 cps 
.Nu%. Smoothr: 5 

11 LXD. Peak Ratio: 5 . 0 0  

See. Width: 0.20 
sap. iicight; V.01 

Ex;. Adj. Ratio: 4.00 
Kxp. Val. Ratio: 3.00 RT Nindov: 

Use Relative RT: No 
Expected RT: 11.5 min I/ 
Int. Typm: Valley 
Retention Time: 11.5 mi" 
Are.: 324747 counts 
Height: 1.50et004 cpr 
Start Time: 8.39 mi" 
End Time: 13.6 min 

6 0 . 0  

1 . N -  

1 . 1 . 4 -  

1 . M -  

, ~ = ~ ~ ~  W . 0  

m . 0  

2ooo.O 

lcm.0 

0.0 

10.82, 

._1 2 4 6 6 1 0  
2 14 16 

unknam 
N/A 

07/14/2005 
05:02:45 PR 

0 n g / a  

Ye, 

Rcdified: NO 

Bunching Factor: 10 
Noise Threshold: 1.06 cpo 
Area Threshold: 5.26 cps 
,Nun. Smochs: 5 

PTOF. Algorithm: Analyst Cl.,,iC 

m- 

rmo- 
See. Width: 0.20 
Sap. Height: 0.01 

Exp. Val.  Ratio: 3.00 RT Nindnl: 60.0 .tc- m- 
Expected RT: 11.5 mi" 

Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 

Use Relative RT: No 

Int. Type: 8.s. TO Bas. 
Retention Time: 11.5 min 

Height: 1.87et003 sps 
Start Tin: 6.80 min 
End Time: 13.8 min 

10.95 m- 

Are*: 181044 count. 1030- 

0 
2 4 6 6 1 0  .1 12 14 16 

s-le Index: 6 
Sample Type: Unknm 
Concentration: N/A 
Calculated Conc: 0 n.g/m~ 
Acq. Date: 07/14/2005 
Acq. Time: 04:43:16 PR 

Rcdifled: NO 
w b 

Acq. oat*: 
Asq. Time: 

10 
GC 

6 ng/mL 
7 w/mL 

07/14/2005 
05:22:23 PI4 

P~M;. Ngorithrc 
Bunching Factor: 
Noise Threshold: 
Area Threshold: 
,m. S-ths: 
See. Width: 
Ssp. Height: 
Exp. Peak Ratio: 
Exp. Adj. Ratio: 
Exp. Val. Ratio: 
Expected RT: 
Use Relative RT: 

Modified : NO 
An*1y,t 

10 
1.05 

5.26 
5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
UO 

RT window: 
min 

Int. Type: Base  To Baas 
Retention Time: 11.5 min 
Area: 45692 counts 
Height: 3.42~1003 cps 
Start Tils: 9.98 min 
End Time: 12.1 min 

60.0 
see- i 

i4 .n i5 .13  - ,  
2 14 16 

~ 

Sample Index: 12 
S-le Type: Sturdard 

Calculated cons: 0 ng/mL 
Acq. Date: 07/14/2005 
Acq. Tin: 06:01:25 PPI 

Concantration: 1 ng/mL 

Rcdified: Ye. 
60.0 sac RT Nindou: 

Expected RT: 11.5 min 
Use Relative RT: No 

Int. Type: LUnu.1 
Retention Time: 11.5 min 
Are.: 5864 counts 
Height: 2.53er002 cpr 
Start Time: 10.1 min 
End Time: 11.1 min 

Page 2 of 7 



Printing Time: 
Analyst Version: Set No.: 0712050 Study: P760 

Instrument No.: LC/MS/MS # a  
Analyst: A. Sheehan Printing Date: Tue, Jul 19, 0 5  

amp* N M . : ' m 7 ( I g d t .  C* S.mW ID:'DFOBMlAVW010MlW7.10 nyP. Fi*: . 0 7 1 x M ) . f l  
Peak NM: 'PFOA C a C m  kd U.r(osl: '413.M18.0 a d  
c-nt- *nnohlon:- 

;*le Index: 13 
;ampla Type: cc 
:onsentration: 25 ng/mL 
:alsulated cons: 334 ng/mL 10.5 
Lcq. Date: 01/14/2005 
Lcq. TI-: 06:21:03 PI4 

Iodified: Ye. 
tT Window: 60.0 se6 

lsa Relative RT: NO 

1 m5- 

8.00... 

8 .w. l -  
Lxpesttd RT: 11.5 mi" 

Int. Typa: 

we.: 2186904 count3 IaW 

itart Tim: 
b d  Tim: 

reqht: 1.19et005 sp, 
10.3 min 
11.8 min 5-i 

- 

T l m .  mk 
S.mp* Nam: *CrmO(Rk S a m  ID. 'OFOBMlAVPmlm4lmP Fib. ' 0 7 1 x M ) . f l  
P..k Nam: 'PFOA C o h  bn' U.r(m.1: '413.M18.0 a d  

lample Index: 15 

TOnCentzatiOn: NIR 
:alculated Conc: 323 ng/G 1,1~.5.  
"iq. Date: 01/11/2005 

Bample Type: U n k n n m  1O.Y 

k q .  Tim: 07:00:16 PI 1 . m -  

9 m 4 -  

8.00.4- "-: 
10.3 min [ 5 . M -  

400.4- 

3.00.4- 

2 M . 4 -  

1 . W -  10. 

Yodificd: Yes 
RT Winda: 60.0 scs 
Expected RT: 11.5 mi" 
Use Relative RT: No 

Int. Type: nanua1 

we*: 2114215 Counts 8.00.. 11 4a 
Retention Tim: 10.9 min 

Height: 
Start Time: 
End Tine: 11.8 min 

1.11er005 cp. 

1 2  3 4 5 E 7 I S l O l t 1 2 1 3 1 4 1 5  
o.m ~, , , , ~, , , , , . , , , 

Tm,rnin ~ ~~~~~ ~ ~ ~ ~~ ~ 

Sampla Index: 11 
S-le TW.: Standard 

"1 350 conientrition: 1 n g / a  
Calculated cons: 1 n g l G  
R c q .  Date: 01/11/2005 
Acq. Time: 01:39:32 PK 

Kodified: Yes 1 
RT Window: 60.0 sec 
Expected RT: 11.5 min 
U I ~  Relative RT: Wo 

Int. Type: M U 1  
Retention Time: 11.5 min 
-.a: 1862 counts 
Height: 3.65ct002 cpz 
start Tine: 10.3 nin 
End Time: 12.0 min 

B 
f 

Sample Index: 
Sample Type: 
Concentration: 
Calculated Conc: 
a q .  oat.: 
Acq. Time: 

14 
cc 
250 ng/mL 
515 ng/mL 

01/11/2005 
06:40:41 PI 

ndified: NO 

Bunching Factor: 10 
Noire Threshold: 1.05 cps 
&rea Threshold: 5.26 sps 
,Nm. Smooths: 5 

PZOC. Algorithm: mn.1yrt c1..ris 

sep. Width: 0.20 
sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
EXp. V a l .  Ratio: 3.00 RT window: 
Expected RT: 11.5 mi" 
UII Relative RT: No 

Int. Type: Base TO Bas. 
Retention T i m :  11.5 min 
Are.: 339181 counts 
Height: 1.52e+004 sps 
Start Tim: 9.511 min 
End Tim: 13.3 min 

60.0 

2 14 ((I 

sample Index: 16 
sample Type: Unknnm 
concentration: N/A 
Calculated Cons: 302 ng/mL 
Acq. Date: 01/11/2005 
Acq. Time: 01:19:56 PM 

800.4-  
Kodified: Ye. 
RT Window: 60.0 ssc 
Expected RT: 11.5 min (I.-- 

7.m.4- 
U s e  Relative RT: No 

Retention Tim: 10.9 M n  E.m.4- 
Area: 1913341 counts 

1.10er005 cpr 
10.3 min 2 5'm4- 

Height: 
Start Tile: 

4.00.4- End Tim: 11.8 min 

3.004- 

200.4- 

?.OM- 

Int. Type: m.1 

, , , 710:i, , , , , , ?_- 

1 2 3 4 5 (I 7 (I 8 10 11 12 13 14 15 10 17 
o.m I , . , 

. . ___ ._ ~ T b .  n*l I 
Sam#.h:'UXY91177 Sp4b.F S~mp*ID'OFOBM1PAPm10MlW7.1Onplp' FU.:VlZOSD.W 
P.mk Nam. 'PFOA Confln Ion. Mal(n): '413 M l 8 O  amY. 
cammt- huvh*n:- 

iom 
Sample Index: 18 

25 n g / a  concentration: 
Calculated CMS: 1691 ng/mL 
Acq. Date: 01/14/2005 
Acq. Time: 0 1 : 5 9 : 0 6  PI 

Modified: Ye, 
RT Window: 60.0 scc 
Expected RT: 11.5 min 
Use Relative RT: No 

Sample Type: cc 

5.0.5 

4.0.5 

Int. Type: M U 1  
Retention Time: 10.9 min 
Are.: 11085181 counts 
Height: 6.19e+005 spr 
Start Time: 
End Time: 11.9 min 

3.0.5 
,11.48 

2.0.5 

1.5.5 

1.0.5 

3o.I 10. 

1 2 3 4 5 E 7 (I 8 10 11 12 13 14 15 16 17 
0.0 I , . , I I I , , , , , , , , , , 

Page 3 of 7 



Analyst Version: 
Printing Time: 

Set NO.: 0712050 

Printing Date: Tue, Jul 19, 05 

Study: P760 
Instrument No.: LC/MS/MS # 8  

Analyst: A. Sheehan 

S q l s  Index: 
S q l e  Type: 
concentration: 
Calculated Conc: 
Acq. mt.: 
Acq. Tim: 

19 
Qc 
250 n g / a  
3511 n g / a  

07/14/2005 
08:18:40 PW 

nodifled: YCS 
RT Winda: 60.0 1.5 
Expected RT: 11.5 mi" 
Uae Rmlltim RT: NO 

Int. Type: mnua1 

Height: 1.10e+005 cpa 

Retention Tim: 11.0 min 
k e a :  2315465 coun~s 

Start Tim: 10.3 min 
End Time: 11.9 min 

8 
f 
f 

5-1- Index: 20 
S-laTp: Unknam 
Concentration: N/A 
Calculated Cons: 1711 n g / a  
Acq. Date: 07/14/2005 
Asq. Time: 08:38:22 Pn 

Modified: Ye* 
RT Nindor: 60.0 s.c 

11.5 min EXpcted RT: 
Use Relati- RT: No 

Int. Type: 

-e*: 

start Tir: 
End Tim: 

1 Retention Tim; 
n=ight: 

13 14 15 111 17 

10.9 min 
.iitO365 counts 
6.16at005 spa 

10.3 min 
11.9 min 

10.80 

7-7 -7 . , , , , , , , , 
1 2  3 4 5 11 7 11 0 10 

. 
~ - . ~ 

S.mp* Nam:'CaYBL177 R.p' 6.mW ID.'DFOBMIPAWOIODIIODT FL: '071205D.* 
Peak Nam: *PFOA Cofirm la. Y.r(.~):413.MiQ.O .mr 
commnt- M u o n : -  

Sample Index: 22 
Sample Type: Standard 
concentration: 
Calculated Conc: $2 'Om 
Acq. Dat-: 07/14/2005 
Acq. Time: 09:17:58 Pn 

Sample Index: 21 
Sample Type: Unknon, 
COnCCntration: N/A 
Calculated Cons: 1653 ngllnL 
Acq. Date: 07/14/2005 
Mq.  TLme: 0 8 : 5 8 : 0 8  PI4 5.0.5 

8 

f 

S M  

5 5 5  

5 0.5 

4%5 

40.5 

35.5 

3 M  

2 5 5  

10.5 

50.4 

,11.4E 

4.0.5 

Uodifisd: Ymr 
RT Nindow: 60.0 1-5 
Expected RT: 11.5 mi" 
Use Relative RT: NO 7m 

Modified: Yes 
RT Window: 60.0 ses 
Expected RT: 11.5 min I Use Relative RT: NO 

End Time: 11.9 min - 
300- 

i i 3  i 4  i s  {E ri - 
10.e4 

Acq. Time: 0 9 : 5 7 : 0 7  Pn 

Uodified: 
RT Window: 60.0 I=C 
Expected RT: 11.5 mi" 
U9e Relative RT: no 

Retention Tir: 10.9 min ,li,4E 
Arc.: 6257622 counts 

1.- 

10.4 

5mo.O 

0.0 I I I , , , , , , , , , , , , 
t 2 3 4 5 8 7 8 0 IO 11 12 13 14 i s  rb 1'7 

. ~ .. - T i m ,  rm 

Q 
Page 4 of 7 



i 
Aaslyst Version: 
Printing Time: 
Printing Date: Tue, Jul 1 9 ,  05 

Set N O . :  0712051) 

cammt- -- 
Sample Index: 25 
Sample Type: Unkman 
Toncentration: N/A 
3alculated Conc: 912 ng/mL 
kq. Date: 07/11/2005 
kq. Time: 10:16:17 PII 3.0.5 

Kodified: Ye, 
RT Winda: 60.0 se6 

J s e  Relative RT: NO 

Int. Type: h u l l  8 2.0.5 
Rctmntion Tim: 10.9 min 
me.: 5962b71 counts 
Height: 3.46e+005 SPI 
Start Time: 
End Time: 11.8 min 

2 . M  ExFcted RT: 11.5 mi"  

1.0.5 

5.0.4 

0.c 

10 54 

1 2  3 4 5 e 7 e 8 10 
Tim. mi" ~~ ~ ~ . ~ . ~ ~ ~ .  

st+ Nam: 'SS727k Smmp* ID: *Cdih60n S h r h d .  5.0 npkrC FY.: mlX1sD.wHr 
P n k  Nam: 'PFOA C o f i m  Ion' Wn): '413 M l 8 . 0  arm' 
cammt- hmhb0n:- 

sample Index: 27 
Sample Type: Standard 

Calculated Conc: 5 ng/mL 
hcq. Date: 07/11/2005 
hcq. Tine: 10:56:01 PM 

conc.ntr,tion: 

IEW 

nodifiad: Yes 
RT windw: 60.0 SeC 
Expected RT: 11.5 miin 
UIC Relative RT: No 

1200 
1nt. Type: IlmU.1 
Retention Time: 11.5 min ' 
Area: 
Height: 
Start Time: 10.1 u n  
End Time: 11.8 min - 

Modifimd: NO 
PTOE. Al9OL.lthm ma1y.t ClasSiC 
Bunching Factor: 10 
Noise Threshold: 1.05 spr 
Area Threshold: 5.26 cps 
,Nu. Swothi: 5 
Sep. Width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 1.00 
Eip. Val. Ratio: 3.00 RT Windw: 

UIC Relative RT: NO 
Expected RT: 11.5 mi" 

Int. Type: v.11ey 

Area: 188799 =Outs 
Height: l.l4*+001 sps 
Start T h :  7.47 min 
End Time: 12.5 mi"  

Retention Tim: 11.5 mi" 

6 0 . 0  10.84 

y 
12 14 16 

Study: P760 
Instrument N O . :  LC/MS/MS #a 
Analyst: A .  Sheehan 

'COMW78R.p' Sa+ ID 'DFOBM1RCWOlaYlW FY. '0712USDfl  
FOACOnfimld M.r(n) '413MlsOamr 

Sample Index: 26 

Concentration: N/A 
Calculated Conc: 953 n g / a  
Lcq. Date: 07/14/2005 
Acq. T m :  10:36:23 PII 

Sampl. Typ.: unknan 

3.0.5- 
uodified: Ye, 
RT Winda: 60.0 sec 
Expcted RT: 11.5 u n  
Use Relati- RT: NO 2.5.5- 

Are.: 
3.67etO05 cps Height: 

Start Tim: 
End Tim: 11.9 min - 

Sample Index: 

concentration: 
Calculated cons: 

sample Type: 

Acq. Date: 
Acq. Tim: 

28 
ac 
25 nq/mL 
127 n g / a  

07/14/2005 
11:15:38 PM 

Modified: NO 
PZOF. Algorithm: Analyst cla3sic 
Bunching Factor: 10 
Noire Threshold: 1.05 cpr 
Area Threshold: 5.26 cps 
,Nu. smooths: 5 
Scp. Width: 0.20 
Sep. Height: 0.01 
Exi. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 
Use Relative RT: NO 

Int. Type: Base TO Base 
Retention Tim: 11.5 min 
Ars.: 833604 counts 
Height: 4.04a1001 cpa 
Start Tim: 8.08 min 
End Time: 14.0 min 

3.5.4- 

3.0.4- 

60.0  

2 14 18 

Sample Index: 30 
SamplaType: Unknown 
Concentration: N/A 
Calculated Conc: 126 ng/a  
Acq. Date: 07/14/2005 
Acq. Tim: 11:54:57 PII 

Modified: NO 
PIOS. Algorithm: Analyst Classis 
Bunching ?actor: 10 
Noire Threshold: 1.05 cps 
Area Threshold: 5.26 spr 
.Nu. Smooths: 5 
sep. Width: 0.20 
Sop. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expectad RT: 11.5 min 
U3e Relative RT: NO 

Int. Type: v.11.y 
Retention Tim: 11.5 min 
Are.: 823817 counts 
Height: 3.81c+001 cps 
Start Tire: 10.3 pin 
End Tim: 13.9 min 

6 0 . 0  

3.0.44 

I 

m . 0  I_i 
0 . L  

2 4 6 1 1  

1 10.81. 10 12 

14 l e  

Page 5 of 7 



Printing Time: 
Analyst Version: 

Printing Date: Tue, Jul 19, 05 

Set NO.: 071205D Study: P760 
Instrument No.: LC/MS/MS $ 8  

Analyst: A .  Sheehan 

Page 6 of 7 



Analyst Version: 

Printing Date: Tue, Jul 19, 05 

Study: P760 
Instrument NO.: LC/MS/MS #a  
Analyst: A. Sheehan 

S a w  Nam. 'SS72W Ssmph ID: 'C.libnh Shnd.rd. 25 nphnC FI*: '0712050.whT Sam+ N m m .  .SS7273' S*np* ID: 'Ca-n Shnd.rd. SO Fa*: mlX€€J..ln 
P r k  hm: 'PFOA C a r m  h' 
C D m n n t -  Imohh- cmmnt- #amhum:- 

U..*n): '41 3.M19.0 am. P n k  hm: 'PFOA Confirm Ion' U..*n): V13.DR18.0 am* 

l q l e  Index: 31 
;-le Type: Standard 
:oncentration: 25 n g / a  
:alculated conc: 25 n q / a  
k q .  Date: 01/15/2005 
k q .  Tim: 02:12:28 An 

1odifi.d: NO 
)roc+ Algorithl: Analyst Classic 
lunching Factox: 10 
loire Threshold: 1.05 cps 
\rea Threshold: 5.26 cps 
Num. s-ths: 5 

j.p. Helqht: 0.01 
Ixp. Peak Ratio: 5.00 
Ixp. Ad,. Ratio: 4.00 
Ixp. Val. Ratio: 3.00 RT Window: 
lxpsctad RT: 11.5 min 
Jre Relative RT: NO 

iep. width: 0.20 

tnt. Type: Valley 
7etention Time: 11.5 min 
we.: 167552 counts 
reight: 6.92st003 cps 
wart Ti-: 7.26 mi" 
End Time: 13.0 min 

60.0 

Set NO.: 071205D 

sampl. Index: 38 
Sample Type: Standard 
concentration: 50 n q f a  
Calculatid cow: 46 n g / a  
Acq. Date: 01/15/2005 
Acq. Time: 02:32:20 An 

Uodifimd: NO 
Proc. Algorithl: Analyst cla.sic 
Bunchinq Factor: 10 
Noise Threshold: 1.05 sps 
Area Thrashold: 5.26 cps 
,Nu. Smoothr: 5 

sep. aeiqhr: 0.01 II Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windov: 
Expected RT: 
Use Relative RT: No 

3ep. Width: 0.20 

11.5 min 

1nt. T y p :  v.11ey 
Retention The: 11.5 nln 
a**: 303410 counts 
Height: 1.33et004 cps 
Start Time: 1.69 min 
End Time: 14.0 min 

2 14 16 

60.0 

B 

f 
3-c- 

1 w- 
1 w-  
1 I d -  

1 w- 
- 0 -  

- 0 -  

7-q- 

29000 'L t w o 0  0 0  
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Analyst Version: 1.4.1 
Printing Time: 11:43:27 AM 

Set No.: 071205D Exygen Study No.: P760 
Instrument NO.: LC/MS/MS %8 

Printing Dater Thursday, July 28, 2005 Analyst: A .  Sheehan 

~ ~ . - - ~  && ------I 67/B/05 ~. *~1_11"(1^- --- 
I 

! Sample ID [lullz"' Name Calibration Standard. 0 5 nglmL standard 1 + 13C PFOA 191184 0500 0398 071205D-101 
Calibration Standard. 1 0 WrnL Standard 1 '1% PFOA 322297 100 111 071205D-102 

4 SS7278 Calibration Standard, 5 0 ngmL Standard 1 I 1 X  PFOA 1253715 500 8 17 0712050-104 

8 SS7274 Calibration Standard. 25 nglrnL 

8 Methand Wash Methanol Wash 

SS7278 
SS7277 Calibration Standard, 2 5 nglmL standard ,1 1% PFOA 661753 250 2 ffi- 

5 SS7275 Calibration Standard. 10 nglmL Standard 1 * 1% PFOA 2383097 10 0 12 2 

7 ss7e3 - Calibration Standard. 50 nglmL Standard -1 1 X  PFOA soseii72 500 

9 " Reag€aControl COO73483db;;tr;;l 1 X  PFOA 82548 NIA C O  

10 m t  Spk A COO73483 Spk A, 2 5 nglg Quality Control 1 1X PFOA 1417383 8 25 708 

12 887279 Calibration Standard. 0 5 nglmL Standard 1 1% PFOA 210338 0500 

5058273 250 28 9 
" ""___ - -- 1 X  PFOA - 

48s - -  - - - _I__- - Standard 1 

Unknown 1 1 X  PFOA 87184 NIA < O  

I - 

- __I - 07120TD-X- 
-- unknown "1 - ._" -_ - --- 

11 Reagent spk B COO73483 spk a, 10 wg Quality Control 1 , l X P F O A  5247686 25 0 27 9 
0500 

I 

$13 COO49876 Spke C DFWOlAVP0010041007. 10 nglg Quality Control 1 1 X  PFOA 2290688 250 11 8 
; 14 COO49876 Spke D DFWOlAVP0010041007. 100 nglg. DF=10 Quality Control 10 1% PFOA 3073680 250 181 071205D-114 

1% PFOA 2022570 NIA 10 4 0712O5D-115 
b A  7 0 3  07T85dll18 :I8 -78 Rep DFWOlAVPdol004??fl7- Unknown *1 2027839 

'1X PFOA 241040 100 0667 0712050117 

071205D-119 COO49877 Spks F DFWO~PAP001004~1007, 100 nglg. DF=10 "Quality Control 10 lji: PfOA 

&I49877 Rep DFWOlPAP0010041007 Unknown 1 1* PFOA - 793091 NIA 3 87 07185D-121 
Calibration Standard. 2 5 nglmL Standard 1 1X PFOA 495812 250 2 05 071205D-122 

COO48878 Spke G DFW01RCPW10041007.10 nglg Quality Control 1 1% PFOA 2146505 250 11 0 071205(1123 
COO49878 Spke H ~ ~ o S V O l R C P 0 0 1 ~ 1 0 0 7 . 1 0 0  nglg, DF=10 Quality Control 10 __ - 11X PFOA 3355179 -~ 250 _ _  178 0712050124 

0712050-128 I Calibration Standard. 5 0 nglmL Standard 1 - '1% PFOA 1021438 500 4 9 l  -07?205D-12? I 

COO49878 Rep DFWOlRCP0010041007 

071205D-128 1 

DF06VOZAVP0010041007 Unknown 1 1% PFOA 2162038 NIA 11 1 071205D-130 1 
0712050-131 I COO49879 Rep WW02AVP~00j0041007 Unknown 1 . 
0712050-132 Calibration Standard. 10 nglmL Standard 1 . 1X PFOA 2034291 10 0 10 4 

coo48880 Spke K DFWO2pyp0010041007.10 nglg @ -Quality Control 1 1% PFOA 1880155 250 8 49 071205D-133 
COO48880 Spke L DFW02W0010041007. 100 wg, Quality Control 10 1 X  PFOA 3125994 250 183 071205D-134 I 

0712050-135 1 
886 07120501%- 

071205D-137 
071205D-138 i 

rl-X pFon- 
-- - - -- Unknown 1 

Standard 1 

- -I_____ -- -- 15 COO49878 DFWOlAVP0010041007 

Quality Contrd "1 - -  -, 1X PFOA 928787 250 - - 4 - 41 07120~D118 
I__ - -_I__ _- - Calibration Standard. 1 0 n#mL 

215f899 ---250 " 111- - " 
18 co046kf7 Spke E ~ D F ~ O l P A P ~ ~ ~ l 0 0 7 , 1 ~  nglg 

DFWOlPAPodl@I41@7- Unknown 1 'ix p"FoA" 780894 " "NIA" - 380 0 7 i X i k - i m  
----- - - _lllll __ - -- 

I 
4 - - 10-1- 071iZ15D-125- 

- -  _ _ _ _  _ _  
W ~ O ~ R ~ i i b l O o d r 0 0 7  Unknown 1 1% PFOA 1985702 NIA 

113C PFOA 1876787 NIA 956 

13 0 

+__________I __ I_- 

Unknown 1 

_ _  - _ _ _  COO4987Q-Spke I D F ~ W O 2 A V P W l ~ 4 ~ 7 , J O  nglg __ Quality fMltrol 1 J ~ - P F ~ ~ - -  I 251 '028- ___I" 25 0 - "- 071205D-129 ' 
COO49879 Spke J DFW02AVP0010041007, 100 nglg, DF=10 Quality Control 10 13C PFOA 2802805 250 148 

1X PFOA 2208352 N/A -114 

- Unknown 1 1X PFOA 1358282 NIA 8 74 
Unknown 1 1% PFOA 130%54 NIA 

Standard 1 __ - 13C PFOA 4581876 250 24 2 

_ - _  ____________-I I 

- -_I_ I_-_ 

4 T  .-"--..-.+"-.---- Standard 1 1XPFOA - 8761eC 3-0 - - --- 

DFO6V02pyp0010041~7 35 '1048880 
wR%O Rep DFW02WP0010041007 
37 7274 Calibration Standard. 25 nglmL 

Cahation Standard. ZinglmL 38 SS7273 

___ - -- - --- - - 

- ~ - ~ - ~ ~  - - ~  ._ . 1 1 _ - - - - - 1 ~  

I __- 
Exygm Research, 3048 Research Drive, State College, PA 16801 

Calculated Concentration lng/mL) = 1 IAnalyte Peak Area (counts) - Intercept) /Slopel x Dilution Factor 0 2 6 7  



Vegetation Conversion 

Compound 13C PFOA Exygen Study No: P760 

Analyte Analyte 
Exygen Sponsor Found Found 

ID ID ( n g / d )  (ppb) 

COO49876 DF06-VO 1 -AVPOO 1-0-04 1007 10.4 4.16 
COO49876 Rep DF06-VOl-AVPOO 1-0-04 1007 10.4 4.16 

COO49876 Spk C DF06-VO1-AVP001-0-041007 11.8 4.72 
COO49876 Spk D DF06-VO1-AVP001-0-041007 161 64.4 

COO49877 DF06-VO1-PAP001-0-041007 3.60 1.44 
COO49877 Rep DF06-VO1 -PAP00 1-0-041007 3.67 1.47 

COO49877 Spk E DF06-VO1-PAP001-0-041007 4.41 1.76 
COO49877 Spk F DF06-VO1-PAP001-0-041007 111 44.4 

COO49878 DF06-VO 1 -RCPOO 1-0-04 1007 10.1 4.04 
COO49878 Rep DF06-VOl -RCPOO 1-0-04 1007 9.56 3.82 

COO49878 Spk G DF06-VOl -RCPOO 1-0-041 007 11.0 4.40 
COO49878 Spk H DF06-VO1-RCP001-0-041007 176 70.4 

COO49879 DF06-V02-AVP001-0-04 1007 11.1 4.44 
COO49879 Rep DF06-VO2-AVPOO 1-0-04 1007 11.4 4.56 

COO49879 Spk I DF06-V02-AVP001-0-041007 13.0 5.20 
COO49879 Spk J DF06-V02-AVP001-0-041007 146 

COO49880 6.74 
w 58.4 

2.70 
COO49880 Rep DF06-VO2 6.96 2.78 

COO49880 Spk K DF06-VO2 8.49 3.40 
COO49880 Spk L DF06-V02 163 65.2 

Analyte Found (ppb) = [analyte found (ng/mL) x final volume (2 mL)] / sample weight (5 g) 

NQ = Not quantifiable = Measured concentration belew Limit of uantitation (LOQ) which is 0.6 ng/g. 
ND = Not detected hi- OR AMOE 0 . 2  431 0 

40 
8 

A 
8€TrUm~ 0.2 313 A N b  0 

0 2 6 8  



Vegetation Conversion (FORMULAS) 
I I 

A I I I 
Compound I13C PFOA Exygen Study No: IP760 

I I Ana& I Anal 
6 1  Exygen - - Sponsor Found F o Z  =j 

COO49876- DF06-V01-AVP001-0-04 1007 =Raw Data'lHlOZ =(C9*2)15 
COO49876 Rep DF06-V01-AVP001-0-041007 =Raw Data'!H103 =(C 10*2)/5 

DF06-V01-AVP001-0-041007 =Raw Data'IH100 =(Cl1*2)/5 
=Raw Data'!H101 

COO4987'c DF06-VOl-PAP00 l-O-WlOO7 =Raw Data'!Hl07 =(C 14*2)/5 
COO49877 DF06-V01-PAPOOl-0-041007 =Raw Data'!HlOB =(C15*2)/5 

DF06-VO1-PAP001-0-041007 =Raw Data'!HlO5 =(C16*2)/5 
17 DF06-VO1-PAP001004107 =Raw Data'!H106 =(C17*2)/5 



Printing Time: 
Analyst Version: Set No.: 071205D Q Study: P760 

Instrument No.: LC/MS/MS # 8  

Printing Date: Tue, Jul 19, 05 Analyst: A .  Sheehan 

Untitled 2 (13C PFOA): "Linear" n ("1 I x" weighting): y = 1.84e+005 x + 1.18e+005 (r = 0.9955) 

0 2 4 6 8 I O  12 14 16 
- r--r--T- , , , . , , , - T - - 7  ,---, . , I , T -, -,-- , , , , 

18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50 
Concentration, ng/rnL 

L' 
-4 
Q 
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Set No.: 0712050 Study: P760 
Instrument NO.: LC/MS/MS # e  Printing Time: 

Analyst Version: 

Printing Date: Tue, Jul 19. 0 5  Analyst: A. Sheehan 

S-le Index: 2 
Sample Type: Standard 

1 n g l a  concentration: 
Calculated Conc: 1 n g / a  
Acq. Date: 01/11/2005 
Acq. Ti-: 02:45:23 PM 

1 .w 

Sampl. Index: 1 
Sample Type: Standard 
Concentration: 1 ng/mI. 
c.1cUl.ted cons: 0 ng/- 
Asq. Date: 01/14/2005 
Acq. Tin: 02:25:53 PM 

Modified: NO 
Pzos. Ngorithm Analyst Classic 
Bunchinq Factor: 10 
NOIS. Threihold: 18.17 cps 
Area Threshold: 90.87 spo 
.Nm. Smooths: 5 
sip. width: 0.20 

0.01 Sep. tielght: 
Sxp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Sxp.  Val. Ratio: 3.00 RT Windw: 
Expected RT: 11.5 min 
Use Relative RT: NO 

1,104. 

1.W- 

oMo.0- 

B -.O- 
f 

60.0 set- 5 ~ 0 . 0  

r::/ 2 6 A 2 m o . O  

1m.o  

0.0 

Kcdified: NO 
Proc. N q o r i t h  Analyst Classic 
Bunching lactor: 10 
Noire Threshold: 18.17 cps 
Area Threshold: 90.87 cps 
,Nu. Smooths: 5 
Sep. Width: 0.20 
S.P. neqilt: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Wind=: 
Expected RT: 11.5 min 
Use Relative RT: No 

..c- i 
6 0 . 0  

Int. T m :  Base TO Bare 
Retention Tin: 11.1 min 
Are.: 19iin1 count. 
Height: 1.33st003 cps 
Start Time: 9.15 min 
End Tina: 12.8 min 

Int. T p :  Bas= To Base 
Retention Tim: 11.1 min 
a*.: 322291 Counts 
Height: 1.34e+001 cps 
start Tim: 8.21 mi" 
E n d  Tim: 13.1 mi" 

2 14 18 

sUnp1e 1nd-x: 3 

Concentration: 3 ng-/wL 
5-1. T m :  Standard 

Calcu1at.d Conc: 3 ng/wL 
Acq. Date: 07/14/2005 
M q .  Time: 03:01:53 PK 

sample Index: 4 
5-le Type: Standard 
Concentration: 5 n g / a  
Calculated conc: 6 n g / a  
Acq. Data: 01/11/2005 
Acq. Tin: 03:24:21 PW 

7.W 

6.5.4 

8 . W  

5.5.4 

5.W 

4 . w  

4.004 

3.54 

3 . 0 4  

2.5.4 

2.0.4 

1 .w 

0.0 

Modified: NO 
PIOC. Algorichn: Analyst classic 
Bunching Factor: 10 
Noi3. Thrsrhold: 18.17 cpr 
AI-. Threshold: 90.87 cpr 
, N u .  S-tha: 5 
sep. Width: 0.20 
sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
LXp. Val. Ratio: 3.00 RT Windw: 
Expected RT: 11.5 rin 
Use Relative RT: NO 

Int. Type: Base TO Ba3r 
Retention Time: 11.4  min 
Are.: 661153 counts 
Height: 3.24c+001 sps 
Start Time: 8.42 min 
End Tine: 15.2 mi" 

Modified: NO 
Pros. Ngorithm Analyst classic 
Bunchinq Factor: 10 
Noise Thrsihold: 18.17 cpr 
Area Threshold: 90.87 spa 
,b. smootha: 5 
Sep. Width: 0.20 
SCP. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windar: 
Expected RT: 11.5 min 

60.0 60.0 

Us. Relative RT: NO 

Int. T-: ~ a s e  ~ a s e  
Retention Tim: 11.4 min 
Ar*.: 1253115 Counts 
Height: 1.04st001 cp, 
Start Tim: 8.12 mill 
End Time: 13.2 min 

2 4 8 8 1 0  
0.0 

I2 14 18 2 14 18 

Sample Index: 6 
5-le Type: Standard 
Concentration: 25 n g / a  
Calculated Conc: 27 n q / a  
Acq. Date: 01/14/2005 
Acq. Tin: 01:03:50 PII 

S-le Typ: Standard 

Calculated Conc: 12 n g / a  
Acq. Date: 01/14/2005 
Acq. Time: 03:14:11 PK 

Concentration: 10 n g / a  11.45 
2.805- 

2.805- 

2 . M -  

2.2.5- 

2.0.5- 

1.W5- 1 i;; 
10.5-  

8.W- 

8 . W  - 
4 . W -  

2.04.  

0.0 - 

60.0 sec- 

.. -- 

1 ms- 
1 1o.b- 

1 oa5- 

000.4- 

n w -  

:z; 
s*c 500.4-  

400.4-  

300.4- 

200.4-  

1 00.4- 

om- - 

Kodifitd: NO 
PTOS. Algorithm Analyst classic 
Bunchinq lactor: 10 
Noise Threshold: 18.17 cps 
Area Threshold: 90.87 SDS 

m i f i e d :  NO 
PIOC. Algorithw Analyst Chisic 
Bunching Factor: 10 
Noire Threshold: 18.17 cpr 
he. Threshold: 90.87 cps 
,Nm. Smooths: 5 
sep. Width: 0.20 
Scp. Hciqht: 0.01 
Exp. Peak Ratio: 5 . 0 0  
Exp. Mj. Ratio: 4.00 
Sxp. Val. Ratio: 3.00 RT Windw: 

Ule  Relative RT: NO 

Int. Type: Bas. To Bare 
Retention Tim: 11.5 min 
Are.: 5058213 counts 

1.05 min stazt Tim: 
13.7 min End Tim: 

Expected RT: 11.5 mi" 

Height: 2 . n 9 e t o o ~  cp;r 

.NIP. Smooths: 5 
Sep. width: 0.20 
Scp. Height: 0.01 
EXD. Peak Ratio: 5.00 
Ex,. Mj. Fa&: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 
Ule Relative RT: NO 

Int. Typ.: Base TO Base 
Retention Tim: 11.4 min 
Area: 2363091 c m t i  
Heiqht: 1.28.+005 cps 
Start Tim: 1.63 min 
End T-: 13.8 min 

60.0 

18 



Study: P760 c 
Instrument No.: LC/MS/MS # 8  

Set NO.: 071205D 
Printing Time: 
Analyet Version: 

Analyst: A. Sheehan 

sample 1nd.x: 8 
S q l m T y p e :  Unknam 
Concentration: N/A 
Calculated Conc: < 0 
Mq. Date: 01/14/2005 
kq. T i m :  01:43:16 Pn 

Sampl. Index: 1 

Concentration: 50 ng/mL 
s-le Type: standard 

Calculated Conc: 19 ng/mL 
Acq. Date: 01/14/2005 
Acq. Time:  01:23:38 Pn 

4.0.5 Modified: NO 
Proc. Algorithm; Analyst Classic 
Bunching Factor: 10 

~ Noise Threshold: 18.17 cps 
Threshold: 90.87 cps 

,Mu. Smooths: 5 , sap. Belgnr: 0.Oi 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
EXp. Val. Ratio: 3.00 RT Wlndow: 
Expected RT: 11.5 min 
Use Relative RT: NO 

Scp. Width: 0 . 2 0  

nodif i sd  : NO 
Pz-. A l g o r i t h  Analyst Classic 
Bunching Facto=: 10 
Noise Threshold: 18.17 spr 
Mea Threrhold: 90.87 sps 
, N m .  Smoothr: 5 
sep. Width: 0.20 
sep. Beighr: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 
UIC Relative RT: No 

Int.  Type: Base TO Bare 
Retention T i m :  1 1 . 4  mi" 
Me.: 
Height: 2.50at003 
Star t  Time: 9.21 2; 
end Tim: 13.1 miin 

87164 Count, 

scc- i 
6 0 . 0  6 0 . 0  :,I 

5 . M  

"------ 
2 14 16 

--- 
i 4 i i i o  

--- 
i 4 i i i o  2 14 18 

i -  
s a w  hm: 'Rqwacontor smp* IO. -c- c& 
P-k N.-. -1% PFOA. u.H..). - 4 1 5 . ~ r n . 0  .M. 
cwmnnt-  Anvm0hbon.- 

S q l e  Index: 

concentration: 
Calculated Conc: 
Acq. Date: 07/14/2005 
Acq. Time: 05:02:15 PPI 

s q 1 e  Index: 
Sample Type: 
concentration: 
Calculated conc: 
Mq. Date: 
U q .  Time:  

10 
Qc 

6 ng/lL 
1 ng/lL 

01/14/2005 
05:22:23 Pn 'T 

NO 
Analyst Clar l ic  

18.11 SPD 
10 

90.81 spr 
5 

0.20 
0.01 
5.00 
4.00 
3.00 RT Windw: 
11.5 min 
NO I 10 12 

nodified: NO 
PTOE. Algorithm: Analyst Classic 
Bunching Factor: 10 
Noise Threshold: 18.17 cps 
Mea Threshold: 90.87 spr 
,Nm. smooths: 5 
Scp. Width: 0.20 

0.01 Sep. Height: 
Exp. Peak Ratio: 5.00 
Cxp. Mj. Ratio: 1.00 
Exp. Val. Ratio: 3.00 RT window: 
Expected RT: 11.5 min 
Us- Ralit ive RT: NO 

In t .  Type: B a a s  To Base 
Retention Tim-: 11.5 min 
u c a :  1111383 counts 
Height: 1.11e+005 sps 
s t a r t  Time: 8.48 min 
End T i m :  14.9 min 

nodified: 

Bunching Factor: 
Noire Threshold: 
Area Thre-hold: 
, N u .  Smooths: 
sep. width: 
sep. Height: 
LXp. Peak Ratio: 
ESP. Mj. Ratio: 
Exp. Val. Ratio: 
Expacted RT: 
Use Relative RT: 

PZOC. Algorithm: 

6 0 . 0  6 0 . 0  

Int .  Type: Bare TO Bare 
Retention Time :  1 1 . 2  l i n  

Height: 2.22tt003 cps 
Start T i m :  9.06 min 
End Time: 12.9 mi" 

' 
Are.: 82546 c-ts - 

14 16 L 14 18 
1 ~~ ~ ~ . ~~ ~~~~~ ~~~~~~~~~~~~~~~~~~~~~ 

~ ~ ~ ~ ~ ~ . . ~ 

S.mp* Nmm: ' R m  Spk 0' -S.-k&ID. 'C- 0 . 1 d ~ W  Fi*3772DH);* ~~ ~~ 

P..kN.m:'lK PFOA' Y.U(n):'415M7OOa 
comnnt- Annot.lan:- 

NO 
Pro=. Al90ZLth  Pna1yst C 1 1 S S ~ S  
Bunching Factoz: 10 
Nois. Threshold: 18.17 spr 
Area Threshold: 90.81 cpr 
,Mrm. Smooths: 5 
ssp. width: 0.20 
Sep. Height: 0.01 
Exp. Pmak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 
Use Relative RT: No 

~ ~ . . ~ ~ ~  ~~~ ~ T- min 
amp* Nmm: 'SS727W 5.W I D  ' C a W n h  S b d i  0.5 
P n k h m : ' l K  PFOA' MaMn):.415 015m.O.M. 
commnt- Annob6on:- 

Sample Index: 12 
Sample Type: standard 
canc.ntration: 1 nglmL 
Calculated cons: 1 nglmL 
Acq. Date: 01/11/2005 
Mq. T i m :  06:01:25 Pn 

Mdifimd: NO 
PIOS. Algorithm: Analyst C l l l S i C  
Bunching Factor: 10 
Noise Threshold: 18.17 cpr 
lire. Threshold: 90.87 cp$ 
,Nm. Smooths: 5 

F k  *071Z&.wli ~ 

Sep. Width: 0.20 
Sap. Height: 0.01 
Exp. Peak Ratio: 5.00 
Enp. Mj. Ratio: 4 .00  
Kxp. Val. Ratio: 3.00 RT Windou: 
Expected RT: 11.5 m i "  
Use Relative RT: No 

In t .  Type: Base  TO Base 
Retention T i m :  11.5 min 
Area: 210338 counts 

1.46a+003 c?s Height: 
S t a r t  Time: 7.63 u n  
End Time: 12.8 min 

60.0 

2.04 

2 4 8  
=I 0.0 

I D t .  Type: Bare TO Bare 
Rerantim T i m :  11.5 min 

Height: 2.61e+005 cps 
Start Time: 7.99 min 
End The: 13.7 min 

Are.: 52116~16 counts 
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Analyet Version: 
Printing Time: 

Set No.: 071205D Study: P760 
Instrument NO.: LC/MS/MS # E  

Printing Date: Tue, Jul 19, 05 

S.mp* N.m:'COa(s(RBSpik.C' S~mp*ID:'DFOBWlAVWOlaYlm7. l o w  Fi*:T171205D.M 
PnkN*m:'13C PFOA. k.r(n):'415Mm.O.d 
cmmnt- Am0Cfa:- 

i w l c  Index: 13 
G l e  Typo: ac 
:oncentration: 25 n g / a  
:alcul.ted CMC: 12 nq/a 
Lsq. Date: 01/11/2005 
Lsq. TI-: 06:21:03 PM 

Iodif ied : NO 
)mc. Ngorithm: Analyst classic 
lunching Factor: 10 
loise Threshold: 11.17 cps 
Lraa Thrashold: 90.87 cps 
N u .  Smths: 5 
3ep. Wxdth: 
5ep. Height: 
Ixp. Peak Ratio: 
Ixp. M j .  Ratio: 
Ixp. Val. Ratio: 
Ixpected RT: 
Ira Relative RT: 

0.20 
0.01 
5.00 
1.00 
3.00 
11.5 
NO 

RT Window: 
mi" 

tnt. Type: va11.y 
Istention T-: 11.5 u n  
Lr*a: 2290661 counts 
1oight: 1.93et005 sps 
;tart Time: 10.6 u n  
End Time: 14.2 rmn 

2 14 11 
Tim. min 

'CaYOLRB S.mp* ID: *DFOgMlAVPmlO(Ulm7. Fk. '071205D.M 
X PFOA. kss(n):*rlS.Mm.O a d  

carmnt- m O n : -  
5-1- Index: 15 
IwleType: Unknam 
:onsentration: N/A 
:alculited Cox: 10 n g / a  
k q .  Date: 01/11/2005 
k q .  Time: 01;00;16 PM 

qalificd: NO 
Pro=. Algorithm: Analy3t Clar3ic 

Noise Threshold: 18.11 cps 
mea Threshold: 90.81 sps 

1.8.5- 

1 . c s  - 

Bunching Factor: 10 1.2.5- 

,Nm. smooths: 5 8 10.5- 
Ssp. Width: 0.20 
Scp. Height: 0.01 f 1.0.4: Exp. Peak Ratio: 5.00 
exp. M j .  Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windor: 60.0 see- 
Expected RT: 11.5 min 
U3e Relative RT: NO 

Int. ~yp.: Valley 

8.0.4- 

Retention Time: 11.5 min 
-e.: 2022510 CQunts 
Height: 1.12c+005 cps 
start Tine: 10.1 m i "  
End Tina: 13.5 min 

nm@- _._E_ ~ -. . - - 
5.- N.rn:'SS727b 
p u k  N.W -m PFOA. u.ss(..): ~ 1 5 . ~ r n . 0  .mr 
C o m n t -  AmObhT- 

Slmpl. Index: 11 
S-le Type: Standard 
Concentration: 1 n g / a  
Calculated Conc: 1 n g / a  

~ c q .  Tim: 01:39:32 pn 

PTOS. Alg0rith.l: Analyst Cl...iS 

5.w ID: *Cd&&<S~nd&~.O&~-?! T171205D.M 

Acq. Date: 07/14/2005 

Modified: NO 

Bunching Factor: 10 
Noire Threshold: 18.11 cps 
Area Threshold: 90.87 cpr 
, N u .  Smooths: 5 
sep. Width: 0.20 
Sop. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. M j .  Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 
Use Relative RT: NO 

1 . m 4  ~ 

1.10.4- 

l.M.4- 

SM0.m - 

6XO.m- 

8 7mo.m- 

"R-Xlm- 

um.m - 

E 
60.0 

m . m -  
Int. Type: Base TO 8.1- 

Area: 241040 counts 

Start Tim: 8.60 2; 
Retention T h :  11.5 min m . m -  
Height: 1.20e+004 1mo.m- 
End Time: 13.0 min 0.m 

2 4 1 B 10 12 14 10 
~ -- T W . r n h . -  ~~ ~- ~~~ - - ~  ~ . 

n 

na Page 3 of 7 
W 

-d 
UJ 

Analyst: A. Sheehan 

5-1. Index: 
5-1. Type: 
Consantr.tio": 
Ca1culat.d Conc: 
Rsq. Date: 
Rsq. Tine: 

14 
ac 
250 n g / a  
161 n g / a  

01/11/2005 
06:40:4i sn 

Modified: NO 
Pros. Ngozithl: Analyst Classic 
Bunching Facto=: 10 
Noise Threshold: 11.17 cps 
Area Threshold: 90.87 cpi 
,Nun. Smooths: 5 
sap. Width: 0.20 
ssp. iieqnt: 0.01 
bxp. Peak Fatio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 
Use Relative RT: NO 

lnt. Type: va11.y 
Retention Tim: 11.5 lin 
Area: 3013680 counts 
Height: 2.65et005 cps 
Start Tim: 10.6 min 
End Tim: 13.8 min 

6 0 . 0  

28.5- 

24.5- 

22.5- 

20.5- 

1 b 5 -  

.e=- i 1,- 10.5 

80.4-  

E M -  
4 w -  

2.-41 0.0 
2 4 . s 8 1 0  I 14 10 

T i n .  m*l 

Sample Index: 16 
S-leT-e: Unknnm 
coninntrition: N/A 

Acq. Data: 01/14/2005 
Acq. Tim: 01:19:56 PW 

Calculated cons: 

1.2.5 

ncdifisd: Yea 
RT Wxmdow: 60.0 sec 
Expected RT: 11.5 min 
Use Relative RT: No 

1nt. Typs: mu.1 
Retention Time: 11.5 mi" 
Are.: 2021839 counts 
Height: 1.12e+005 c y  
Start Tim: 9.85 u n  
End Tine: 12.2 mi" 

1.0.5- 

8.0.4- 

0.0.4- 

40.4- 

20.4-  

1 2 3 4 5 8 7 8 0 10 1 
0 . 0 - .  I , , , , 1 , I , 

i4 is is i7 

S-le Index: 11 
s q l e  Type: ac 
Concentration: 25 ng/mL 
Calculated Conc: 1 n g / a  
Acq. Date: 01/14/2005 
wq. T-: 07:59:06 Pn 

0.w 

Modified: NO 
PZOF. Algorithm: An.1y.t 
Bunching Factor: 10 
Noire Threshold: 18.17 
Area Threshold: 90.87 
,Nm. Smooths: 5 
Sep. Width: 0.20 
Stp. Heiqht: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
ExDected RT: 11.5 mi" 

60.0 

5 M  

4.w 

8 4.0.4 

f :: 
2 w  .e=- 

Us; Relative RT: NO 

Int. Type: 8.3. To Bare 
Retention Tim: 11.5 min 
Are.: 928161 counts 
Height: 1.03e+001 cps 
st.rt Tils: 8.12 min 
End Tina: 12.2 min 

5 w o . O  

0.0 



Set No.: 07120513 Study: P760 
Instrument NO.: LC/MS/MS #s 
Analyst: A. Sheehan 

' C m  &+ID ' D F o B w l P A w o l o o ( 1 ~  FI* '071205O*i(r 
% PFOA' M m 4 n )  '415 Om0 0 amY. 

Printing Date: Tue, Jul 19, 0 5  

samp1a 1nd.x: 19 
Sample Type: ac 
:oncentration: 250 ndmL 
:alcul.tsd Conc: 111 ng/mL 
k q .  Date: 01/11/2005 
k q .  Tile: 08:18:10 PM 

Sample Index: 20 
SamplcType: U n k n m  
ConcentratLon: N/A 
Calculated Cons: 4 ng/mL 
ACq. Date: 07/14/2005 
Acq. Tim: 08:38:22 PM 

Modified: NO 
Proc. Algonthn: Analyst Classic 
Bunching Factor: 10 
Noire Thrcahold: 18.17 spr 
Area Threshold: 90.81 cps 
,NIP. Smooths: 5 
sep. width: 0.20 
sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Ad,. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Wind-: 

Use Relative RT: NO 

Int. Type: Base To Base 
Retention T m :  11.5 mi- 
Are.: 780894 counts 
Height: 5.90e+001 cpr 
start T m :  10.1 rm" 
End Tim: 12.2 mi" 

Exptctsd RT: 11.5 mi" 

5 . Y  

5.0.4 

4.5.4 

4 . w  

j:: 
60.0  sac- 

2.0.4 

l.E.4 

10.4 

5wo.0 

Wifisd: NO 
PTOC. Alg02lthl: Analyst Classic 
Bunching Factor: 10 
Noire Threshold: 18.17 cps 
-ea Threshold: 90.81 spr 
,Mu. Smooths: 5 
5.p. Width: 0.20 
sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 

Use Ralatiw RT: NO 

6 0 . 0  3.c' '-1 
Expected RT: 11.5 mi" 8 0.4 

1.4.5- 

1.2.5- 

& 1.0.5- 

d l  

Int. Typs: va11.y 
Retention Time: 11.5 min 
&rye*: 2151699 counts 
Height: 1.16et005 cpr 
Start Time: 10.0 mi" 
End Tima: 13.5 mi" 0.0 

2 4 8 8 1 0  
0.0 1 

2 14 16 2 14 18 

sample Index: 21 
Sample Type: unknnm 
Concentration: N/A 
Calculated Conc: 4 nglmL 
Acq. Date: 01/14/2005 
Acq. Time: 0 8 : 5 8 : 0 8  PU 

S q l e  Index: 22 
Sample Type: Standard 

Calculated cons: 2 ng/mL 
Acq. Date: 07/14/2005 

Concentration: 3 ndmL 

x q .  Time: 09:11:58 PI 
5.0.4 

2 . w -  

2 . w -  

2 . w -  

2.0.4- 

1 .h4- 

1 . M -  

1 &4. 

1.2.4- 

10.4-  

Bwo.0- 

Bwo.0- 

m . 0 -  

2 w o . O -  

2 . 1 1 , "  
0.0 ~ 

Modified: NO 
 roc. Algorithm. Analyst claisic 
Bunching Factor: 10 
Noise Threshold: 18.17 
Area Threshold: 90.17 
,Nm. Smooths: 5 

Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 
Expected RT: 11.5 
Use Relative RT: NO 

ssp. width: 0.20 
ssp. Height: 0.01 

Modified: NO 
Pro=. NgoritPm Analyst Classic 
Bunching Factor: 10 
Noire Threshold: 18.17 spr 
Area Threshold: 90.81 cps 
,NIP. Smooths: 5 
Scp. Width: 0.20 
Sep. Height: 0.01 

4 . 5 4  

4.0.4 

3.54 

3 . w  

s*c - 
2.0.4 

1.5.4 

1.0.4 

5 w o . O  

SPS 
CPS 

RT Window: 
mi" 

 EX^. peak Ratio: 5 . 0 0  
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Winda: 
Expected RT: 11.5 min 

6 0 . 0  

U& Relative RT: NO 

Int. Type: Base TO Bars 
Retention Time: 11.5 min 
Arms: 793091 count= 
Height: 6.01eiOO4 cps 
Start Time: 10.0 lin 
End Time: 12.2 min 

Int. Type: Base TO Base 
Retention Tim: 11.5 min 
Area: 495812 counts 
Height: 2.66e1004 cps 
St.Zt Tim: 9.12 min 
End Tim: 13.0 min 0.0- 

2 4 8 8 1 0  2 14 16 2 14 18 

Sample Index: 24 

Concentration: 250 ng/mL 
Calculated Cons: 176 ng/mL 
Acq. Date: 01/11/2005 
xcq. Tim: 09:57:07 PM 

Sample Type: cc 

Modified: NO 
Pro=. Alg0rlth.l: Analyst Classic 
Bunching Factor: 10 
Noire Threshold: 18.17 cpr 
Area Threshold: 90.87 cps 
,Nm. Smooths: 5 
Sep. width: 0.20 
Sep. Heiqht: 0.01 
Exp. Perk Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Wind=: 

Use Relative RT: NO 

Int. Type: Base TO Bast 
Retention Time: 11.5 min 
Are.: 2146505 counts 
Height: 1.49et005 cpr 
Start Tim: 9.30 mi" 
End Time: 15.0 min 

Expected RT: 11.5 mi" 

Modified: NO 2.2.54 I 
An.1yrt 

10 
18.17 
90.81 

5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

PIC€. Algorzthm 
Bunching Factor: 
Noise Threshold: 
Area Threshold: 
,Mn. Smooths: 
Sep. Width: 
Sep. Height: 
Ixp. Peak Ratio: 
Exp. Adj. Ratio: 
EXP. Val. Ratio: 
Expected RT: 
Use Relative RT: 

c1asric 

CPS 

20.5 

1 -5 

1(*5 

1- 

12.5 

10.5 

80.4 

20.4 

0 0  

CPi 

6 0 . 0  i 
RT Wind-: 
min 

60.0 

Int. Type: Base TO Base 
Retention Tim: 11.5 min 
Are.: 3355119 counts 
Height: 2.18e+005 cpr 
Start Ti-: 10.2 min 
End Time: 13.1 min w 

2 4 
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Analyst Version: 
Printing Time: 02:02:37 PM 

Set No.: 071205D 

Printing Date: Tue, Jul 19, 05 

&mp* N.m:TOC+$7r S.mp* i D  'DFOBMlRCWOlOO4lOOP Fib. 0 7 1 2 M D . M  
P r k  Nun:'13C PFOA' Yr(.s):4lS.M70.0 arm' 
commnt- +nwhbm. . .- 

Sample Index: 25 
Sampl.Typ.: Unknam 
Concenfzation: N/A 
Calculated cons: 10 ng/mL 
Acq. Date: 01/11/2005 
Acq. Time: 10:16:11 PI4 

Modified: NO 
Proc. Algorithm Analyst Classic 
Bunchlng Factor: 10 
Noise Threshold: 18.17 SpS 
Arma Threshold: 90.87 cpS 
,Nun. Smoths: 5 
Sen. width: 0.20 
S e i .  Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Ad,. Ratio: 1.00 
Exp. Val. Ratio: 3.00 RT Window: 

U s e  Relative RT: No 

Int. Type: Base TO Base 
Retention Tim: 11.5 min 

Height: 1.54et005 cps 
Start T i m :  10.3 miin 
End Time: 14.0 mi" 

Expected RT: 11.5 mi" 

Are.: 1985702 

6 0 . 0  

1 . W -  

1.2.5- 

10.5- 

2 14 18 

Sample Index: 2 1  
sunplc Type: Standard 

Calculated cons: 5 ng/mL 
Acq. Date: 01/14/2005 
Acq. TI-: 10:56:01 Pl4 

Concentration: 5 ng/mL 

Iodif ied: NO 
PZOS. Algorithm: Analyst classic 
Bunching Factor: 10 
Noire Threshold: 18.17 spr 
Area Threihold: 90.87 cps 
,Nun. Smooths: 5 
Sep. Width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5 . 0 0  
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 

U$e Relative RT: No 
Expected RT: 11.5 mi" 

8.W 

5.5.4 

5 0.4 

4 . a 4  

4.094 

g 3.5.4 

4 3.094 

6 0 . 0  
2 w  

2.0.1 

Int. Typm: Base  To Bas. 
Retention Txme: 11.5 rmn 
Area: 1021436 Count3 
Height: 6.06e+001 cpr 
start Time: 9.12 min -.I , ;, , , 

2 4 8 8 1 0  
End Time: 13.1 min 0.0 

rm. n*l 
s.np* N . ~ :  - c c t Z G t Z G ~ ~ v w o i m i m 7 ,  im &. DF-IC Fi*. yni20.rmr 
P..k ~ . m :  - 1 ~ :  PFOA- u.r(..I .415.~rn.o m r m '  
cmmnt- Amobtion:- 

Sample Index: 29 
s G 1 e  Type: a 
concentration: 250 ng/mL 
Calculated Cons: 116 ng/& 
Acq. Date: 01/11/2005 
Acq. Tina: 11:35:14 PI 

Modified: NO 
Pro=. AlgOIithnx Analyst Classic 
Bunching Factoz: 10 
Noire Threshold: 18.17 spa 
Area Threshold: 90.81 cps 
,Mm. Smooths: 5 
sep. width: 0 . 2 0  
sep. Height: 0.01 
Erp. Peak Ratio: 5 . 0 0  
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 

Use Relative RT: No 

Int. Type: Base TO Base 
Retention Tin: 11.5 miin 

Height: 2.11.+005 cps 
start Time: 10.6 min 
End Tbe: 16.0 min 

Expected RT: 11.5 mi" 

Are.: znoznos counts 

20.5 :,i 

::,I , , 

1.095 

1 . M -  

8 1 . M -  

60.0  so=- f ::E; 
8 . W -  

8 . W -  

2 4  
0 0  

2 14 18 

11.50 

Study: P760 
Instrument NO.: LC/MS/MS # 8  

Analyst: A .  Sheehan 

c 
:oncantr*tion: RIA 
:alculated conc: 10 ng/mL 
4cq. Date: 01/14/2005 
Wq. Time: 10:36:23 PI 

lodified: 
Pro=. Nwrithm: 
Bunching Factor: 
Wise Threshold: 

.Nu. Smooths: 
rep. width: 
5cp. Height: 
Exp. Peak Ratio: 
Exp. Ad). Ratio: 
cxp. Expected Val. RT: Fatio: 

Use Relative RT: 

Thrarhold: 

NO 
Anailyat 

10 
18.11 
90.87 

5 
0.20 
0.01 
5.00 
1.00 
3.00 
11.5 
NO 

RT Windou: 
min 

Int. Type: Bare TO Bare 
Retention Tim: 11.5 min 

Height: 1.29alO05 cps 
Start Time: 10.1 min 
End Tim: 14.2 min 

we.: ini6iui .=outs 

120.5- 

110.5- 

100.5- 

9 00.4- 

800.4- 

8 7 a w -  

4 s a w -  r! 
60.0 sec- 500.4-  

400.4- 

300.4- 

200.4- 

1 00.4- 

2 4 8 8 1 0  
o.m 1 

L 14 1s 
Tin*. m*l 

amp* N-: -exam spilu r &np* ID. - ~ ~ o ~ v m ~ v ~ m i m i m 7 ,  i o  w FL: '07imo.rmr 
Peak N.-: '1% PFOA. u.r(.s):*415.~rn.o *mu' 
Commnt- AmobU0n:- 

Suople ~ndex: 28 
Sample Type: a 
Concentration: 25 ng/mL 
Calculated cons: 13 ng/mL 
hcq. Date: 01/11/2005 
wq. ~ i m :  ii:i5:38 PI 

nodified: NO 
Prm. Algorithm: Ana1y.t Classic 
Bunching Factor: 10 
Noise Threshold: 18.11 cpr 
lire. Threshold: 90.87 cps 
,Nu. Snooths: 5 
sep. Width: 
Sep. Height: 
Exp. Peak Ratio: 
EXD. Mi. Ratlo: 

0.20 
0.01 
5.00  
4.00 

11.5 rmn 
EX;. Vai. Ratlo: 3.00 RT Window: 
Expected RT: 
Use Relative RT: No 

Int. Type: Bail- To Base 
Retention TIM: 11.5 rmn 
Area: 2511028 Counts 
Height: 2.12et005 cps 
Start Time:  9.19 mi" 
End Tim: 13.4 u n  

2.0.5- 

1 . M -  

1 . W -  

1.46-  

0 0  
2 1 B 8 1 0  2 14 18 

Tim. min 
a.mpkN.m:'CRXS87V S.np*ID:'DFOBM2AVWOlRUlcXT F iWV7lX)SDM 
PnkNam: ' lX  PFOA' Y~r(~~):Vl5.W37O.Ormr~ 
caunnt- An0blon:- 

Sample Index: 30 
S m l e  Twe: Unknam . .. 
Conccntration: N/A 
Calculated Cons: 11 ng/mL 
Acq. Date: 01/11/2005 
Acq. Tim: 11:51:51 PI 

Modified: NO 
Proc. Algorithm Analyst Classic 
Bunching Fastot: 10 
Noire Threshold: 18.17 cpl 
Area Threshold: 90.87 EPI 
,Nu. Smooths: 5 
sep. Width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5 . 0 0  
Exp. Ad,. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT windoy: 60.0 
Expected RT: 11.5 min 
Uze Relative RT: NO 

Int. Typ.: Base TO Bas. 
Retention Tim: 11.5 min 
Area: 216203n counts 

i.82etoo5 cpr Height: 
Start Tim: 10.5 min 
End Tim: 13.1 miin 

B 

f 
.e=- 

- 
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Set No.: 071205D 
Printing Time: 
Analyst Version: Study: P760 

Instrument No.: LC/MS/MS # 8  
Analyst: A .  Sheehan Printing Date: Tue, Jul 19, 0 5  

e Type: Standard 
10 n g / a  

lated Conc: 10 n g / a  
Date: 07/15/2005 
Tim: 12:34:21 M 

Concsntration: N/A 
Calculated cons: 11 ng/mL 
M q .  Date: 07/15/2005 
M q .  Time: 12:14:35 M 

nodifled: Yes 
RT Windw: 6 0 . 0  ,as 
Expected RT: 11.5 mi" 
Use Rllatiw RT: NO 

Hdified: NO 
Pro=. Algorithm Arulyst classic 
Bunching lactor: 10 
Noire Threshold: 18.17 cps 
Area Threshold: 90.87 spr 
,Num. Smooths: 5 
Sep. Width: 0.20 
Sep. height: u.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
EXP. Val. Ratio: 3.00 RT Uindw: 
Expected RT: 11.5 min 
Use Relative RT: No 

Int. Type: Base TO Base 
Retention T h :  11.5 min 
Area: 2034291 counts 
Height: l.ZOe+005 cp' 
Start Tim: 9.52 min 
End Time: 13.4 min 

2 13 14 15 18 17 

900.4- 

s m 4 -  

8 700.4-  

6 0 . 0  so=- f z: 
4 m 4 -  

3 m -  

Int. Type: -""a1 
Retention Ti-: 11.5 min 
&-=a: 220835: CGt?tS 
Height: 1.86sr005 
Start Tim: 
End Time: 

2094 

0 0  
8 7 8 8 l O I  

:.:I 
2 E , , , om 

8 10 2 14 18 

Sapele Index: 34 
Sarpla Type: PE 
Concentration; 250 n g / a  
Calculated CMC: 163 n g l a  
Acq. Date: 07/15/2005 
M q .  Time: 01:13:37 M 

s&la Type: M 
concantr.tion: 25 ng/G 
Calculated Conc: 8 n g / a  
Acq. Date: 07/15/2005 
Acq. T i m :  12:53:58 m 

1 . m -  

110.6- 

1 . m -  

e m -  

24.5 

22.5- 

20.6- 

1 h 5 -  

1 e a -  i :::: 
set- 10.5- 

8 0.4- 

80.4- 

Uodificd: 

Bunching Factor: 
Noire Threahold: 
Area Threshold: 
,Nun. Smooths: 
sep. width: 
Sep. Height: 
Exp. Peak Ratio: 
Exp. Adj. Ratio: 
Exp. Val. Ratio: 
Expected RT: 
Use Relative RT: 

PTOC. Algoritk 
NO 

Analyst Classic 
10 
18.17 cpl 

90.87 cps 
5 
0.20 
0.01 
5 . 0 0  
4.00 
3.00 RT Wind-: 
11.5 mi" 
NO 

Uodificd: NO 
PTOS. Algorithm: An.lY,t c1ai.,ic 
Bunching Pactor: 10 
Noise Threshold: 18.17 cps 
Area Threshold: 90.87 cpa 
,h. smwthr: 5 
Sep. Width: 0.20 

0.01 Sap. Height: 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
EXP. Val. Ratio: 3.00 RT Windw: 
Expected RT: 11.5 min 
U3e Relative RT: No 

Int. Type: Base TO Bare 
Retention Tim: 11.5 min 
Are.: 3125994 Counts 
Height: 2.60e+005 cps 
start T i m :  9.12 min 
End Tim: 13.8 rmn 

2 14 18 

8.- - 

8 7 . m -  

f 6 . W -  

5 . m -  

4 . m -  
60.0  6 0 . 0  

Int. Type: B a s 6  To Base 
Retention Time: 11.5 min 
Are.: 1680155 counts 
Height: 1.25er005 ~ p s  
Start Tim: 9.37 min 
End Time: 13.8 min 

q 
0.0 - w 

2 
, --- 

i i s 1 0  ! 14 18 

Sample Index: 35 
Sample Type: Unknnm 
Concentration: N/A 
Calculated conc: 7 ng/mL 
M q .  Date: 07/15/2005 
k q .  Time: 01:33:13 m "i 

S-le Type: Unkn- 

Calculated Cons: 7 n g / a  
M q .  Date: 07/15/2005 
Acq. Tim: 01:52:58 M 

Concentration: N/A 

9.00.4 -51 "r 
Uodifisd: NO 
Pmc. Algorithm: Analyst Classic 
Bunching Factor: 10 
Noise Threrhold: 18.17 cpr 
Area Threshold: 90.87 cps 
,Nun. Smooth,: 5 
Sap. Width: 
sep. Height: 
Exp. Peak Ratio: 
Enp. Mj. Ratio: 
E-. Val. Ratio: 
Expected RT: 
Use Relative RT: 

I 8 m- 

7.00.4- 

I Xdified: NO 
Pro=. Alrlorithm IyIa1y.t Classic 
Bunching Factox: 10 
Noise Threshold: 18.17 
Area Threshold: 90.17 

scp. width: 
Sep. Height: 
EXp. Peak Ratio: 
Exp. Adj. Ratio: 
Exp. Val. Ratio: 60.0 3.5- 4 . m -  
Expected RT: 

3 . m -  Use Relative RT: 

2 . m  

,Nm. Smooths: 8 8 . m -  

0 5.-- 

1 

1.00.41 

om --. 

CPS 
CP. 

RT Windw: 
mi" 

0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

0.20 
0.01 
5.00  
4.00 
3.00 
11.5 
NO 

RT Windw: 
min 

6 0 . 0  

Int. Type: Bare TO Base 
Ratantion Tim: 11.5 min 
Are.: 1358262 counts 

start Tim: 10.2 mi" 
End Time: 13.1 min 

Height: l.Ole+OOS CpI 
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Analyst Version: 
Printing Time: 02:02:38 PM 
Printing Date: Tue, Jul 19, 05 

Set NO.: 0712050 Study: P760 
Instrument NO.: LC/MS/MS # E  
Analyst: A. Sheehan 

.. . ..... ~.. 
,ample Index: 37 
,ample Type: Standard 
:oncentration: 25 ng/mL 
:alculated conc: 24 ndmL 
icq. Date: 07/15/2005 
icq. Time: 02:12:28 AM 

loaified: NO 
'=OS. Algorithm: Anitlpt  C 1 1 3 9 I C  
lunching Factor: 10 
1011. Threshold: 18.17 spr 
yea  Threshold: 90.87 spr 
m. smooths: 5 
;ep. width: 
;ep. iieight: 
Wp. Peak Ratio: 5.00  

ixp. Val. Ratio: 3.00 RT Nindov: 6 0 . 0  
ixpccted RT: 11.5 min 
Isc  Relative RT: NO 

Lnt. Type: Base To Base 
letention Time: 11.5 min 
-.a: 1561876 counts 
ieiqht: 2.39e+005 cps 
i t az t  Time: 9 . 0 6  min 
Ind Time: 16.0 min 

&:;p 
ixp. Ad>. Ratio: 4.00 

Ian@. Index: 38 
IS..lpl. Tme: Stmdard 

concantrition: 50 n g l a  
Ca1cul.t.d conc: 47 ngllt 
Acq. Date: 07/15/2005 
Acq. Time: 02:32:20 AM 

Udif ied :  NO 
Pt06. Alqorithn: Anailpt Cl..,iS 
Bunching F.CtOz: 10 
Noism Thrcahold: 10.17 cp, 
iuma Thrcrhold: 90.81 cpi 
,Nm. Smooths: 5 

0.20  
0.01 

Exp. 9-1); Ratio: 5 . 0 0  
Ixp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Wind-: 

Use Relative RT: NO 

fn t .  T W :  Bas. To Bare 
Retention rim: 11.5 min 

8761870 Counts 
4 .  601tOO5 cps 

8.63 min 
15.2 miin 

11.5 min 

12 14 1s 

1 
45.5 

4.0.6 

3 L S  

3.w 

::L 0.0 
2 14 16 
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Raw Data 

A I B I C I D 1  E I F I  G I H I l l  J 
PFBS 

I 

I t 1 I 

I I I I I 
I 
I PFHS 



Raw Data 

A I B I C I D 1  E I F I  G n I J 
84 I I I 

- 88 13C PFOA 
85 I I I 

I I I I  I 

L 

PFOA 



Raw Data 

A B C D E F G n I [  J 
167 SS7273 cal_ibratim standud, 50 ng/mL Standard 1 P F K  10338038 50 46 5 )71205D-138 __ 
168 
169 

- 

- 170 PFOA Confirm Ion 

W 



Vegetation Set #1 

Data Set 071205DR 

Extracted on 07/12/05 

(Analyzed on 07/24/05) 



Analyst V e r s i o n :  1.4.1 Exygen Study No.: P760/P1131 Page 1 of 2 
0 2 : 0 4 : 3 0  PM Data Set No.: 071205DR Instrument No.: LC/MS/MS # 8  
Printing Date: Friday, July 22, 2005 Analyst: A. Sheehan 

t \Wbbeyroad\PE Sci& Dak\Prajects\PI 131 Decatur Monitonng Study Batch 071205DR VEG P760 Tab Sample Set SET1 AcqMethod P760-1131 Isomer Separatia 

Sample ID Data File 

-- _ _ "  - I  _ X I _ I _ I X  x ""- _-"I 

8 071 205DR071205DR 

Sample &me 

I sS7279 ation Standard, 0 5 nsl& 

~~ l - ~ - l _ _ l l - ~ - ~ - - - ~ l -  

/Calibration Standard, 5 0 nglml 
p b r a t i o n  Standard, I O  ng ln i  
;Calibration Standard, 25 n g l d  
Calibration Standard, 50 n g l d  

- ~ - - ~  ----- 
-- - 

"--ep+p--p--.-...-- " - - ~ -  

08-071 205DFA071 

P l k ~  
1"- I " l"l^ 

DF06V01 PAW01 004%07, iiiO-i/g " 

~~~ 

DF06V01 PAP0010041 007, DF=1000 
D F O 6 V 0 1 P A W O 1 0 0 4 1 ~ ~ ~  

-I - 

6VO1RCpOO10041007, DF=100 
6VO1 RCpO010041007, DF=l6cî '-- 

COO49879 Spike i-" " 

@ - 0 6 7 0 ~ % % % 6 ~ 0 7 .  E=TOr- 

DF06V02c4Lco010041007, DF=IO 

Calibration Standard, 25 nglml 
__v7-*_pp*___u- -a--v- 



Analyst Version: 1.4.1 Exygen Study No.: P760/P1131 
02:04:31 PM Data Set No.: 071205DR 
Printing Date: Fr iday ,  July 22, 2005 

Page 2 of 2 
Instrument No.: LC/MS/MS # E  
Analyst: A. Sheehan 

0 2 8 3  



LCNSMS SYSTEM AND OPERATING CONDITIONS 

Sponsor Studv  NO:^ w 
Exvgen Study No: P760/P 1 13 1 

Instrument: API 4000 LC/MS/MS System, (LC/MS/MS #8) 
Turbo Ion Spray Liquid Introduction Interface 

Computer: DELL OptiPlex GX400 

Software: Windows NT, Analyst 1.4 

HPLC Equipment: Hewlett Packard OIp) Series 1100 
HP Quat Pump 
HP Vacuum Degasser 
HP Autosampler 
HP Column Oven 

HPLC Column: 
Column Temperature: 35'C 

Therm0 Fluophase RP, 50 mm x 2.1 mm (Exygen ID MA0018925) 

Mobile Phase (A) : 
Mobile Phase (B) : 

2 mM ammonium acetate in water (SL0014984) 
Methanol (RE0020 196) 

W 

Time (min) L A  
0.0 65 35 
1 .o 65 35 
8.0 25 75 
10.0 25 75 
11.0 65 35 
18.0 65 35 

Total run time = -18 min 

Flow Rate: 0.3 mTJmin 

Injected Volume: 15 pL 

Ions monitored: 
Analyte Mode Transition Monitored 

PFBS negative 299 + 99 
PFHS negative 399 + 80 
PFOS negative 499 + 80 
PFOA negative 413 + 369 

PFOA Confirm Ion negative 413 + 219 
I3C PFOA negative 415 + 370 

Analyst: Amy Sheehan h& 0 7 ] 2 2 / 6  
Exygen Research 
3058 Research Drive, State College, PA 16801 
Phone : (814) 272-1039 FAX : (814) 231-1580 cwcvr 

NOTE: ALL HANDWRITTEN PEAK IDENTIFICATIONS BY 



Analyst Version: 1.4.1 Set NO.: 071205DR Exygen Study NO.: P760 
Printing Time: 09:18:14 AM Instrument NO.: LC/MS/MS #8 

Printing Date: Tuesday, August 02, 2005 Analyst: A. Sheehan 

-.-- - .."...-- -- 
h a l y b  Calculated 

SamploTypo Arul*P'ak k'l*Poak Conwntratlon concentration Run# ' 
ha(uwntr) (nplmL) (ng/mL) 

Calibration Standard, 0 5 WmL Standard 1 PFOA 174811 0500 0360 0712050R-101 
bibration standard, 1 o ngrmL standard 1 PFOA 324088 100 0 977 071205DR-102 
jCalibration Standard, 2 5 WmL Standard 1 PFOA 791206 250 280 07120_5F?R-103 

628 0712050R-104 PFOA ~a~ibration standard. 5 o ngmL 
Calibration sG&TTo WrnL Standard 1 PFOA 2801838 , 10 0 071205DR-105 

071205DR-lo8 
071205DR-107 

PFOA 16847 NIA --C? - 071205OR;lloB_ 
DF=lW -6ZrControl 100 PFOA 720286 -a3.0 261 " 071%-%R-109 

'6078898 250 247 071205DR-110 
i l l  COO4B878 Spke D DFO6VOlAVP0010041007.100 ngQ. DF=lM) -Quality M-rol 100 PFOA 1060488 3 - 2 3  402- 0712€5DR-l11 
1112 coo49876 DFO6VOlAVPW1004IM)7. DF=100 U n k m  100 PFOA 647854 t NIA 231 071205DR-112 

-- _I - - -__ _I-- - -i "l&734 500 ___"_I - 11 6~ __ - ____ ___ 
ss7274 Calibration Standard, 25 ngmL standard 1 PFOA 6627517 250 27 0 

+~a~ibration standard, 50 ngmL standard 1 ~ PFOA 12158513 500 49 8 

I ______-_--_ 4 __-_ Unknown 1 

Quality Contfd 10 +PFOA- I 

071205DR-113 
14 I DFWOlAVP0010041M)7, DF=10 U n k m  10 PFOA 5547750 225 071205DR-114 
15 COO48876 Reo WC%VOlAVPdli"&107. DF=10 'Unknown 10 PFOA- 4838i72 NIA- 186 07 1205DR-115 

113 COO48876Rep 0 OlAVP0010041007. DF=100 Unknown 100 ~ 619880 $ 2  220 

I _- --- - - I - ___ - I - - - I__--- 
118 ss727Q ~ibrationStandard o 5 n g r k  standard 1 PFOA 166503 0500 0 32F 07f20566716 
~ 17 COO48817 Spke E DFO6VO1PAP0010041007, 10 WQ. DF4oo0 Quality Control loo0 PFOA 1202424 250 4600 071205DR-117 

0712050R-118 
GualityControl 10 PFOA 42307709 -&250 1740 071205DR-1 I 9  

20 COO48877 Spke F D F a S V O ~ l o o 4 i b i n ,  106-ng/g,bF-loo0 Quality Control lodo PFOA 114oO04 *250 "43G - 0712050R-120 1 21 coo49877 Spke F DFO6VOlPAP0010041007, 100 We, DF=100 Quality Control 100 PFOA 6u4Kxa 250 3700 071205OR-121 
PFOA 307011 1.00 071205DR-122 

1324428 .#NIA 5100 0 7 1 5 ~ R - l % '  
0712050R-124 

Ea51337 NIA 3780 071205[3R-125 25 oCO04Q877 OFO6VOlPAP001WlM17, DF=100 
Unknown 100 PFOA 3620 071205OR-128 _ _  ,-%-I __ Y A -  I T i  07120gR227 

1'26 "COO48877Rep - - _  DFO6VOlPAPW1004100~, DF=100 
27 &4OE77 D F O i n / O l P A ~ W l ~ 0 0 7 ,  DF=lO Unknown 10 PFOA 44632879 S N I A  
28 coo49877 Rep -DFof?vOlPAPWl0041M17, OF40 Unknown 10 PFOA 42684590 +NIA 1760 07120-5DR-128 
2s ss7277 Calibration Standard. 2.5 ngrmL Standard 1 PFOA 720897 2.50 2 61 0712050R-120 

1 30 COO48878 Spke G DFO6VOlRCPW10041W7,lO Wg. DF.100 Quality Control 100 PFOA 1895021 25 0 683 071205DR-130 
I 31 coo49878 Spke G ~DFWOlRCPM)lM)41M, 10 Wg, OF40 QualltyControl 10 PFOA 13411624 e 2 5 0  550 071205DR-131 
32 CCp8878 Spke H DFO6VOlRCP0010041~007, 100 n@Q. DF=100 Quality Control 100 PFOA 2008485 "250 793 071-WDR-132 

071205DR-133 DFO6VO1 RCP0010041007. DF= 100 33 ~ 8 8 7 8  

WO6VOlRCP001W1007. DF= lO u n k n a ~ ~  10 PFOA 12293753 fNIA 504 071205DR-135 
071205DR-138 
07120-50R-137- 

r&72F Rep DFWOlRCP0010041Mn. DF.10 ~~ U n k v  10 I PFOA 12748404 f NIA 

38 cdo;ree70 Spke i-'-~iiosvoiiivP-iE%i""&i7, i o  W-g:tiF=%% PFOA 356731 *m- 111 071205DR-138 
Calibration Standard. 5 CI n&nL 

38 I 03049879 Spke I _DFO6VO2AVP~l~ lo t l7 ,  10 Wg. DF=IO QualityControl 10 PFOA 3076112 250 123 071205DR-1% 
0712050R-140 

41 coWW79 OFO6VO2AVPoO10041007, DF=100 U n k m  100 PFOA 328013 L? 887 071205OR-141 
42 COO48879 Rep OFWO2AVP0010041007. DF=100 L h k m  100 PFOA 288581 S ' W A  74 8 071205OR-142 

DFO6VO2AV_P~l~l007. DF=10 U n k m  10 *PFOA 2912346 NIA 117 0712050R-143 43 cM)49879 
943 * 0712050R-144 U n k m  10 PFOA 2373618 - "NIA 

0712050R-145 
44 _ y W 9  Rep ~DFO6V02AVPOU~004~17,~DF=lO 

145 SS7276 Calibration Standard, 10 ngmL PFOA 
1 46 COO48880 Spke K DFO6VMW0010041007.10 Wg. DF=100 I Qdi ty  Control 100 PFOA 3091503 250 1240 071205DR-148 

22248410 250 014 071205OR-147 
071205oR-148 

47 '3048880 Spke K DF06VMPW0010041CO7. 10 Wg. DF=10 :::Control :O PFOA 
48 m F S p k e L  _ - D ~ M - - l ~ ~ W 7 , 1 0 0 ~ Q .  DF-100 Q-&ityCaad 100 PFOA 

I 18 COO48877 Spke E DFOgVOlPAP0010041007, 10 ng/& DF.100 Quality Control 100 PFOA 8606920 250 3520 
1 19 F - E - S p k e  E - ~ O l P A P 0 0 1 0 0 4 l C 0 7 ,  10 Wg. DF=lO ____ - 

- I -_-_ _ _  -_ " _ _ _  - -0gOg - Calibration Standard. 1 0 ngrmL sG&rd 1 
DFo8VO1 PAi%67a%l7, OF=%%-- U n k m  1000 PFOA 
DFO6VOlPAP0010041007, DF=lM)O U n k m  loo0 PFOA 1145416 NIA 4370 

Unknown 100 PFOA I _ -  
I - - ~ - -  - . - __- - 

1 - -  - 

- _-___I ___ I - - __ - 
34 '3048878 Rep DFoBvOlRCP0010041007. DF=100 Unknown PFOA 1830127 NIA 837 

__ _ -  - - ~  Standard 1 PFOA 147577 500 ~ i t y c a n t r o l  

i 0  COO48870 Spke J DFWMAVP0010041007,100 ngg. DF=h Quality Control -100 PFOA " 77672 257 

~ . .- " 
- - ___ - rn-ihi - 10 0 wi - 

- - - _____~_I__ - - - 

250 '360 ______I_____ --??E? 07l%DR-140 
WO6V02WW10041M17,DF=100 @- U n k m  100 +PFOA 2753273 f i A  - -  1100 

Rep DFWMPW0010041007. DF=100 Unknown 100 PFOA 2935448 NIA 1180 071205oR-150 
D ~ ~ m ~ b . r o o i ~ i a 1 7 , D F = i o  8 07120$R-151- 
WO6VMW?~~004%07,W~=lO @ %ih i  10 PFOA 071205D-6152 

53 587274 Calibration Standard. 25 ngmL standard 1 PFOA 5804825 250 24 0 071205DR-153 
0712050R-154 

Unknown i o  _ _ _  

standard 1 PFOA 11033219 500 452 --------"---- .."- Cafrbratton Stanc!aml, 50 WmL ----'.... i M S S 7 2 7 3  

1 
Exygen Research. 3048 Research Drive, State College, PA 16801 

-- 

Calculated Concentration (ng/mL) = [(Analyte Peak Area (counts) - htercept)/Slopel x Dilution Factor 



W 

U 

Vegetation Conversion 

Compound: PFOA Exygen Study No: P760 

Exygen Sponsor 
Analyte Analyte 
Found Found .-  

ID ID (ng/mL) (ppb) 

COO49876 
COO49876 Rep 

COO49876 Spk C 

COO49877 
COO49877 Rep 

COO49877 Spk E 
COO49877 Spk F 

COO49878 
COO49878 Rep 

COO49878 Spk G 
COO49878 Spk H 

COO49879 
COO49879 Rep 

COO49879 Spk I 

COO49880 
COO49880 Rep 

COO49880 Spk K 
COO49880 Spk L 

DF06-VO1-AVP001-0-041007 
DF06-VO1-AVP001-0-04 1007 
DF06-VO1-AVP001-0-041007 

DF06-VO 1 -PAP00 1-0-04 1007 
DF06-VO1-PAP001-0-041007 
DF06-VO1-PAP001-0-041007 
DF06-VO 1 -PAP00 1-0-04 1007 

DF06-V01-RCP001-0-04 1007 
DF06-VO1-RCP001-0-04 1007 
DF06-VO1-RCP001-0-041007 
DF06-VO 1 -RCPOO 1-0-04 1007 

DF06-VO2-AVPOO 1-0-04 1007 
DF06-V02-AVP001-0-041007 
DF06-V02-AVP001-0-04 1007 

DF06-VO2-WOO 1-0-04 1 0 0 9  
DF06-V02-~001-0-041007@ 
DF06-V02-PYP001-0-041007e 
DF06-V02-€VP001-0-04 10070 

225 
196 
247 

3780 
3620 
3520 
3700 

594 
637 
663 
793 

117 
94.3 
123 

1100 
1180 
1240 
1350 

90.0 
78.4 
98.8 

1512 
1448 
1408 
1480 

23 8 
255 
265 
317 

46.8 
37.7 
49.2 

440 
472 
496 
540 

Analyte Found (ppb) = [analyte found (ng/mL) x final volume (2 mL)] / sample weight (5 g) 
ND = Not detected =.Mk%t%T AT o p  ~ I J L  O . ~ n g / @  
NQ = Not quantifiable = Measured concentration \selewLirmt of Quantitation (LOQ) which is O.fng/g. 

% A 
&.TW€eh, o.tnglg ANb 0 



w 1  
- I 1 

3 1  Compobd: - i PFOA 1 __ Exygen Study No: lP760 

. .  I 

Vegetation Conversion (FORMULAS) 
-7 - 

2 

5 
6 
7 

Analyte Analyte 
Exygen Sponsor Found Found 

ID ID (@nil-,) (ppb) 
Y 

9 
10 
1 1 

13 
14 
15 

1L 

16 
I /  
18 
19 
20 
21 

C0049876- DF06-VO 1 -AVPOO 1-0-04 1007 ='Raw Data'!H193 =(C9*2)/5 
COO49876 Rep DF06-VO1-AVP001-0-041007 ='Raw Data'!H194 =(C10*2)/5 

COO49876 SpkC DF06-VO1-AVP001-0-041007 ='Raw Data'!H189 =(C11*2)/5 

C0049877- DF06-VO1-PAP001-0-041007 ='Raw Data'!H204 =(C 13 *2)/5 
COO49877 Rep DF06-VOl-PAP00 1-0-04 1007 ='Raw Data'!H205 =(C 14*2)/5 

COO49877 SpkE DF06-VO1-PAP001-0-041007 I ='Raw Data'!H197 ~ =(C 1 5 *2)/5 
COO49877 Spk F DF06-VO 1 -PAP00 1-0-04 1007 ='Raw Data'!H200 i =(C 16*2)/5 

COO49878 DF06-VO1-RCP001-0-041007 ='Raw Data'!H212 =( C 1 8 *2)/5 
COO49878 Rep DF06-VO1-RCP001-0-041007 ='Raw Data'!H213 =(C19*2)/5 

COO49878 SpkG , DF06-VO1-RCP001-0-041007 ='Raw Data'!H209 =( C20*2)/5 
COO49878 SDk H DF06-VO1-RCP001-0-041007 ='Raw Data'!H211 4 C 2  1 *2V5 

W 

C0049879- 

p 6  COO49879 Spk I 

DF06-VO2-AVPOO 1-0-04 1007 ='Raw Data'!H222 i = ( a 3  *2)/5 
=(C24*2)/5 
=(C25 *2)/5 

DF06-VO2-AVPOO 1-0-04 1007 
DF06-VO2-AVPOO 1-0-04 1007 

~ ='Raw Data'!H223 
='Raw Data'!H2 18 

DF06-V02-~001-0-041007 0 
DF06-V02P.'dP00 1-0-041 007 0 COO49880 SpkL 

='Raw Data'!H225 =(C29*2)/5 
='Raw Data'!H227 =(C30*2)/5 



Aa8ly.t Version: 1. c 

2.50e6 I 
2.00e6 L 
1.50e6I 

Set No.: 071405DR 

I-....... 

€ 
Printing Time: 03:01:34 PM 

Exygen Study NO.: P760 
Instrument NO.: LC/MS/MS If8 

Printing Date: mefiday, July 26, 2005 Analyst: A .  Sheehan 

____ 07/r6/0 5 
071205DR VEG.rdb (PFOA): "Linear" Regression ("1 I x" weighting): y = 2.42e+005 x + 8.74e+004 (r = 0.9953) 

T - ,  I ' l ' I ' I ' I ' I ' 1 ' 1 ' l ~ 1 ~ I ~ l ~ I ~ l ~ , ~  

2 4 6 8 10 12 14 16 18 20 22 24 26 28 30 32 R? 
a3 
?h Concentration, nglmL 

Page 1 of 1 



Printing Time: 03:05:30 PM 

Printing Date: Tuesday, July 26 ,  2005  

Set No.: 071405DR 

snp*Nm.'SS727P Sm#eID:'CdlLvm stndad.O5r@nL' Fk.'071205DRM 

camr*- Am0Um.- 
Sample Index: 1 
Sample ryw: Standard 
c.3ncenrr.tion: 1 n9/- omo. 
Calculated Conc: 0 nglmL 

m- Acq. Date: 07/24 /2005 
Acq. T i m :  04:51:26 AM 

7000- Modified: Ye. 
UT window8 30.0 .CC 
Expected RT: 11.4 min 
Uac Relative UT: NO Mm- 

Nm: WOA' #&s(es) '413 MB9 0 M. 

1nt. ryw: Manual 

Are.: 1 7 1 6 1 1  count. $ 
Height : 8 . 9 2 e r 0 0 3  c?. 
Start T i m :  9 . 9 8  mxn I -- 
End Time: 1 2 . 0  mi" - 

m- 

2ooo- 

1000- A 
I A ,LIS _ _  - - .--- 

i 2 3 4 5 I i I b io 

Sample Index: 3 
samplc m e :  standard 

Calculated Conc: 3 ng/mL 40.4 
Acq. Date: 07/24 /2005 
Acq. Time: 0 5 : 3 0 : 3 8  AM 

Modified: Ye. 
RT Window: 3 0 . 0  .e= 

Ume Relative UT: No 

Co"cenLr.Lion: 3 nglmL 

3 54- 

Expected UT: 11.4  min 3.0.4- 

9 . 9 1  la&" : 
1 5 4  

1 2 . 2  min - 

1nt. m a :  Manual 
Uctention Tim: 11.1 min 
Are.: 791206 COUIIL. 

Start Time: 
End Time: 

Height 2 4 .27e1004 cp. t 2 . w  

0 0  v., . , . , . , . 
12 13 14 15 16 17 

Sample Index: 5 
Sample l y p :  Standard 
concmtr.tion: 10 ngImL 
Calculated Conc: 12 ng/mL 1.4.5- 

1305- 
Acq. Date: 07/24 /2005 
Acq. Time: 06:09:51 AM 

1 , s -  Modified: Ye. 
UT Windor: 3 0 . 0  .e= 1.105- 

1 . M -  
Expectsd RT: 11.4  min 
Use Relative U T :  Yo 

Are. : 2891639 count. 
Height: 
Start Tim: 
?ad Time: 

5.0.4- 

4.0.4- 

3 . w -  

2 . w ,  

a 
3 

LD3j,, , , , , , , , , 

1 2 3 4 5 8 7 6 0 10 
0.0 

I 2  13 14 15 I6 17 
Tm. mh 

Page 1 

Exygen Study No.: P760 
Instrument No.: LC/MS/MS 118 

Analyst: A. Sheehan 

Sm#eNnr.ssnnr smp* ID. ' C d k h  -md. 1 0 npknC FU.: '071205DR.M 
k& Nn*: VFFo*' #&s(es): Y13.rn9.0 mu. 
Mmm1:- &lmbLlm:- 

Sample Index: 2 
Samplc m e :  Standard 
CO"Ce"tr.tiOn: 1 n g / a  
Calculated Con=, 1 nglmL 18.4. 
Acq. Date: 0 7 I 2 4 l 2 0 0 5  

18.4- 
Acq. Time: 05:11:02 M 

LlodAf ied: Y** 

1.44- RT Window: 30.0 .CC 

Kxpected UT: 11.4 .in 
Ume Relative RT: No 

I w- 
1nt. T y p :  M.nu.1 

4 0 . 4 :  Retention xime: 11.. .in 
Are. L 324088 counts 
Height: 1.90er001 
Start  Time: 10.0 [ wW.0- 
End Time: 1 a . o  m ~ n  

wW.0- 

- 0 -  

7 
12 13 14 15 16 17 

60.4 

Modified: Ye. 
ET Window: 3 0 . 0  .CC 
Expected UT: 11.. min 
Ume Relative RT: No 

1"t. Type: Manual 
Retention Time: 1 1 . 4  mill ! 5Cmdj 

1609734 count. 3 - - -  Are. : 
Height : 9.32er004 CP. 

w d  T i m e :  12.3 .in - Start Time: 10.1 .in I 40.41 

A C i .  Time: 06:29:33 M 

Modified: NO 
PIOC. Algorithm: 1~1.1y.t c1.m.i~ 
Bunching PaCtOIs 1 
N0i.c Thremhold: 4 2 1 . 9 0  cp. 
Are. Thhremhold: 2109.52  CD. 
,Nun. Smooth.: 5 
sep. widths 0 . 2 0  
S e i .  Height: 0 . 0 1  
Exp. Peak RatlO: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windori 
Expected UT: 11.1 min 
U.e Relative RT: No 

Int. m e :  name TO name 
Rel.nrio" TiEd: 11.. .in 

6627517 count. Are.: 
Height : 3.73cr005 cp. 
start Time: 10.5 mi0 
W d  11.1.; 1 1 . 9  mir, 

3 . 4  

2 4 6 6 i O  I2 14 18 



I 
Aualyst Version: 1. 

Ar*. : 1060489 COYILt. f 4.w. 
Height: 8.32a+004 Cp. 

3 w- 
st.rt rime: 1 0 . 2  ai" E 

W d  lime: 11.1 mi" - 
h 

Set NO.: 071405DR 
Printing Time: 03:05:30 PM 
Printing Date: Tuesday, July 26, 2005 

snp* Nm .55727? s.mp* ID S tdad .  50 MI.' FY. '0712CSR.M 

Camrnt- *rrpua 
md N- WOI' -413 MEQ o omr 

Exygen Study No.: P760 
Instrument No.: LC/US/MS #8  

sample Index: 1 
;ample -: Stendard 
:O"cenLT.tlO": 50 "g/& 
:alculeted Cons: 5 0  ng/mL 
tcq. Date: 07/24 /2005 
tcq. rime: o s : 4 9 : 0 9  An 

lodif l ed :  NO 
,roc. algorithm: Ana1y.t Cla..ic 
lunching Pactor: 1 
mime Thhre8hold: 4 2 1 . 9 0  cp. 
ire. 1hre.hold: 2109.52  cp. 
.NYm. Smooth.: 5 
imp. width: 0 . 2 0  
ICP. Weight: 0 . 0 1  
Zxn. Peak Ratio: 5 . 0 0  ~~~. 
Wp. Adj. Ratio: 4.00 
Irp. V a l .  Ratio: 3.00 R r  window: 
2xppecrcd Rr: 11.4 m,n 
JSC RClaLiYe RT: No 

Int. w e :  E..= T o  E1.e 
letention Tim: 1 1 . 4  min 
be.: 12151513 count. 
tcighr; 6.40e+005 cp. 
%.It r i m :  10.4  mi" 
End T i m e :  1 1 . 9  .in 

Sample Indai: 11 

Conscntrmtion: 250 ng/mL 
Calculated Conc: 402 nrr/lnL 8.wj 
s.mp1. Type: Qc 

Acq. Dates 0712412005 
Acq. Time: 01:07:37 An 

7 . w  

00.5 

55.5 

50.5 

4 5 . 5  

40.5 

8 35.5 

f 3oc5 

30 0 ...s 25.5 

2 0 . 5  

15.5 

1 0 . 5  

5 w  

o.o+ 1 
4 8 6 1 0  2 14 10 

Tnr. nh 
I 

w N - : ' C 0 0 1 € S 7 8 S p H . C  Sap*ID.'DFalVO1AVPM1W4W7, tOw#aDF=tW FU.:'071X)SDRfl 
Ped N m .  'Em' y e s ) :  '413.013119.0 nW. 
cunnmt- Amot.lon 

Sample Index: 9 

"i 
Sample Type: Qc 
Conccntrrtion: a5 n g h L  

Icq.  Date: 07/24 /2005 5.0.1 

4 . 5 4  

4 . w  

3.54 

2alculated Conc: 2 6 1  ng/mL 

I c q .  Time: 07:2(1:111 AM 

lodified: Ye. 
nr window: 30.0 .ec 
6xpccted P.18 11.4 rnxn 
U.C Relative Rr: No 

1nt. Type:  Manual 
Retention rim: 1 1 . 4  min 8 3 . w  
&IC.: 720266 count. g 
Height: 
Start Tim: 
End T i m :  1 1 . 2  mi" - 2w 

1.54 

10.4 

5oooO 11. 

1  2 3 4 5 6 7 8 0 10 I t  12 13 14 15 I6 17 
00 . , . .  . . . ,  . . , . , . ,  . , . ,  , , , , , .  

11 43 

:I- 0.0 

~- Tkrr, m*l 

Page 

Analyst: A. Sheehan 

Smvb N m m : * l m h 6 d ~ - S m W i ~  
W F - W :  - 4 1 3 i 9  0 & 

Sample IndCxr 8 
Sample Type:  Unknown 
Concentration: U/A 
Calculated Conc: < I 

Acq. r i m e :  07:011:50 An 

Modified: Ye. 
RT window: 3 0 . 0  .e= 

Um.3 Relative RT: No 

Acq. Date: 07/24 /2005 wo 
m 
5m 

Expected ET: 1 1 . 4  mill 

1nt. rime: 
Retention rime: 11.3  ain 
Are.: 
Height: 
Start Time: 10.0 .in 
End Time: 1 1 . 8  .l" - 250 

m n u i  8 -  

50 

0 . , . . . , . , . , . , . , .  
I 2 3 4 5 e 7 i 9 i o  <I 12 13 $4 4'5 16 17 

sample ryp: ac 

Acq. tlm: 07:47:57 U 40.5 

Calculated Conc: 2 4 7  ng/mL 
Acq. Date: 07/24 /2005 

C0"Ce"tr.ti.n: 

3.0.5 

Uodified: Ye. 
RT Window; 3 0 . 0  .ec 

1 1 . 4  m i l l  Expected RT: 
Use Rel.riYc RT: No 

6079991 COUOt. Are.: 

st.rt Time, 
End Tlme: 1 2 . 2  min 

Height: 4.6Oet005 cp. 

1.5.5 

1.0.5 

5.0.4 
I1 05. 

7 - 1  I . , . , .  
12 13 14 15 16 17 

F f L s p ) :  Y13.we9.0 & 

Sample Index: 1 2  

Concentration: NIL 
Calculated Concz a 1 1  ng/& 
Acq. Date: 07/24 /2005 
Acq. Time: 0(1:27:1* AM 

Uodif isd: Y.. 
RT Window: 30.0 ..C 
Expected RT: 11.4  mill 
U.e Relative RTr No 

1nt. m e :  Manual 
Retention Time: 11.4  min 

s.mp1e Type:  unknown 

4 . 5 4  

4 . w  

3.54 

3 . w  
8 

Are.: 647854 count. g 2 5 4  
Height: 4 . I 7 * + 0 0 4  cp. 

1 0 . 3  min Start Time: 
W d  Time, 1 2 . 2  mi" 

2.0.4 

1 . Y  



Analyst Version: 1. 4c 

Conc.nL..Lion: 25 WlnL 0 . W J  
Calcul.t*d Cow: 4601 n g l a  
Acq. Data: 0712411005 
Acq. TI-: 10:05:29 AH 8 W- 

70.1- 
Modifiedi Ye. 
RT Yindor: 30.0 .ec 
Krpacted RT: 11.4 mi" 
Urns Relative RT: No I).w, 

Printing Time: 03:05:31 PM 

Printing Date: Tuesday, July 2 6 ,  2005  

Ond Tim.: 12.1 mln 
3 w -  

d 2 . w -  

ZQ I w- 

Set No.: 071405DR 

I 1  

conicntriiion: NIA 
CalCUlaLed cons: 220 ng/mL 45.4 
Acq. Data: 0 7 / 1 4 1 1 0 0 5  

4.0.1 
Acq. Time: 08i4S:Sl U 

Modified: Ye. 

3 5 4  RT window: 30.0 scc 

Use Relative RT: No 
30.1 

Retention TI-: 11.4 mi" E 
Are.: 619660 count. f "% 

Start Time: 

SxpecLed RTr 11.. .in 

1nt.  Type: Itmu.1 

BeighL: I .  75e+001 cp. 

End T i m :  12.a axn 

15.4 

11 m 

I 2  3 4 5 I) 7 8 0 1 0 '  

5oooO 

00 . , , . , . , . , , , , . , . A  w .  . .  . . . 
12 13 14 i 5  i s  i 7  

1I,43 sample I y F e :  wnknom 
Concentration: NIA 
Calculated Conc: 196 nq/nL 
Aca. Date: 07/21/2005 
Acq. Time: 09:16:11 U 

Modified: Ye. 
RT Uindor: 30.0 .CC 
Expected RT: 11.. mi" 
Ume Relative RT: No 2.55 

tnt. Type: M.IIY.1 

Height: 3.64er005 cp. 
Start T i m :  
End Time: 12.1 .In 

Retention Tim: 11.4 min 2.0.5 
Are. : 4e.3~72 count. 5 

1.0.5 

Exygen Study No.: P760 
Instrument No. : LCjMSIMS #a 
Analyst: A. Sheehan 

€ u w D - m  
ma ~ m :  -FFOA- I,!-(.~): -413 m . 0  nxr 
C a m n L "  AnmWm- 

s.mp1. Type:  unknan 
Sample Index: 14 

Concentr.Lion: N/A 
Calculated Conc: 225 ng/pL 
Acq. Date: 07/24/2005 
Acq. Time: 09:06:29 u 

Modified: 
40.51 3ses 

1nt. Type: M."U.l 
Retention T i m :  11.4 min 
Are.: 5547750 COIYIL. 
Relght: 4.2Oet005 cp. 
Start Time: 10.3 mrn 
End Tim: 12.1 ml" 

0.oi - 
2 

11.04 

A 
3 4 5 e i i i i o '  12 I3  14 I 5  18 17 

Sample Index: 16 
Sample Type: Standard 

Calculated Conc: 0 ng/mL smo 
Acq. Date: 07/24/2005 
Acq. Tim: 09:45:50 AH 

Modified: Ye. 
RT Yindor: 3 0 . 0  .CC 

CO"Ce"tr.LiOn: 1 ng/lnL 

m- 

Expected RT: 11.4 min ecm- 
Umc RI1.tivs RT: No 

tnt. Type: n.nu.1 
Retention T i m i  11.4 mln E -- 
Are.: 
Height: C..44e+O03 
start T i m :  9 . 7 6  
End Tim: 

166503 Count. 

yao- 
12.0 min - 

2ooo- 

. . .. 
E?.-*. ~ ~- 

smp* N m :  ' C w i i o ~ ~ ~ ~ ~ s n p * ~ ~ ~ ~ ~ ~ 1 P A w o 1 a Y l w 7 . 1 O  w. DF-1 W F k  '071205DRtwr I ~ ~ ~ W F ~ ~ ) : ' 4 1 3 . W 3 8 0 . 0 ~ '  

Samplc Index: 18 
sample Type: pc 
concsntr.tion: 25 n q l a  
Calculated COnc: 3516 -/mL 6.0.5 

5.55 
Acq. Date: 07/24/2005 
Acq. Tire: 10:25:13 AH 

Modified: Y.. 5.0.5 

4.55 
RT Yindor: 3 0 . 0  .e= 
BrpscLed RT: 11.4 min 

4.0.5 
Urn= Relative RT: Mo 

1"t. RIP.: It.nu.1 
Retention Time:  11.. min 336 

8606920 Count. f 30.5 Are.: 
Height: 6.33c+005 C y .  
Start Tim: 10.3 m1n 
End Tire: 12.1 oin E 2.55 

2.0.5 

1.55 

1.0.5 

5.0.1 I I  m 
A 

1 2  3 4 s 6 7 8 b 1 0 '  
00 . , . .  , I . , . , . . . .  



Set No.: 071405DR 

2&8- 

2406. 

2 ho- 
2 w- 
1 (UI- 

8 
::: 
1 w- 
6 0.5- 

6 0.5- 

4 0.5- 

2 0.5, 

Printing Date: Tuesday, July 26, 2005 

30"CLnt..Lio", w / 1  1 m b d  
Zalculated Conc: 5105 ng/mL 

0 . M -  kcq. D.L.: 07/2a/a005 
k q .  T i m :  12:03:11 PN 

Wdif ied: Ye. 8 . W -  
RT Window: 31.0 .e= 

7 . M -  Expected UT: 11.4 nin 
Ilee Relative RT: NO 

I"t. Type:  n.u.1 8 8 . W .  
Retention Txle: 11.4 min 
be. : 1324428 count. $ 5 . w .  

Exygen Study No.: P760 
Instrument No.: LC/MS/MS #8 

Analyst: A. Sheehan 

SUlWNm:XK4BTIWkeF .%W4EID.'DFalV01PAP001aY1007. 1 W M , D F = l W  FUw'O71-M 
P..k N m .  WOA' ma): '413.M89.0 mr 
C0mnnt:- #,nowom- 

s.mp1c Typ.: Qc 

Lcq. Date: 07/24/1005 80.. 

modified: YC. 7.0.. 

Sample Index: 20 

ConcanLration: 250 nglmL 
Calculated Conc: 1311 ng/mL 

Lcq. Time: 11:04:38 UI 

UT Window: 30.0 .e= 
Expected UT: 11.4 min 
U.a Relative RT: No 60.4 

;ample Index: 19 

'0nCC"LI.tlOni 25 ng/mL 
'alcuhted Conc: 1742 ng/mL 
tcq. Date: 07/24/2005 
icq. Tzle: 10:44:53 UI 

lodif ied: Ye* 
!T Window: 30.0 .ec 

I.= Uslitive UT: No 

:ample Type: Qc 

:rpacted UT: 11.4 mi" 

nt. Type:  m.nu.1 
,crmtion Ti-. 1 1 . 4  mi"  
,re.: 12307709 count. 
[eight: 2.73e+006 C p .  
it.rr Time: 10.0 .in 
ind Time: 12.2 ai" 

11 04 

.i 1 

iaaplc Index: 21 

:oncentration: 250 
2alculared Conc: 3697 Ei;z 
\cq. Time: 11:24:10 UI 

5.5.5 
Iodif xed: Ye. 
1T Window: 30.0 .CC 5.0.5 

45.5 
3rpecL.d UT: 11.4 min 
Ise Relative RT: No 

iaap1e Type: oc 

\cq. Date: 07/24/2005 60.5 

20.5 

Irl 1 0 . 5  

5 W  11.m 

1 2  3 4 5 8  7 6 e 10 1 
0.0 I . , . I . I . I . . . , . , . ~ . I .  

I2 13 14 15 16 17 

12 13 14 IS 18 17 

h h  I 
11 ob. 

C V  1- 

1 2  1 4  5 i 7 8 0 10 72 1'3 1'4 i s  in 17 
c3 om . I . . . .  

- Tme. mk 

Page 

1nt. Type: *-"a1 
Retention Tins: 11.4 min 
be.: ll.000. COunL. 
Height: 

10.2 mxn S t a r t  Time: 
End Tile: 11.1 nun 

3 . w  

. .. 

Calculated Conc: 1 nglml. 
Lcq. Date: 07/21/2005 

COnCe"Crati0": 

Lcq. Tile: 11:*3:45 U 1404 

Modified: 1 C .  

UT Window: 30.0 .CC 

Expected UT: 11.4 min 
Ume Relative RT: No 

IDt. Type: MrnU.1 
Uctantion Time: 11.4 min 
Are. : 307011 Count. $ m . 0 .  
Height : 1.60er004 cp. 
Start T i m ?  9.52 m i n  $ 
M d  Tima: 11.9 min - W . 0 -  

m . 0 -  

, . ,A Z m O O  

o o  _c_.I- -- 
1 2 3 4 5 6 7 6 e 10 1 

--- 
12 13 14 15 16 17 

rim. rmn 
lPAP00100(lW7. D F 4 W  FL:'O71M5DRM 

comnnt- &n.amlm:- 
Sample Index: 14 
Ssmple Type: Unknown 
Conc.nrr.Lion; Wlr 
Calcuhtad COI~F: 4366 ngtmL 
Acm. Date: 07/14/1005 

1 

A C ~ .  T ~ M :  i2:22:~8 m 

6.W 

modified: YC. 
RT Windor: 30.0 .ac 
Expected ET: 11.4 min 
Use Relative UT: No 

8 5 . w  InL. Type: M.U.1 
Retention Ti-: 11.. mi" 
Are.: 
Height : 
Start Tim: 10.2 min 
M d  Time, 11.1 mi" 

12 13 14 15 18 17 



Analyst Versions 1. 
Printing Time: 03:05:32 PM 

15 ng/& 1.206- concentr.tion: 
Calculated Conc: 663 ngl& 
Acq. Date: 07/24/2005 1.10.5- 
Lcq .  T i m :  02:10:51 PM 

1 . M -  
Modified: re* 
RT Window: 30.0 .ec 0.00.1- 

UmC Relative RT: N o  8 . w .  
Expected RT: 11.4 m i n  

Printing Date: Tuesday, July 26,  2005  

RT Window: 30.0 .e= 3.0.1- 
Expected RT: 11.4 mi" 

2 . Y -  
U.C Rchtiv. RT: NO 

Set No.: 071405DR 

snp* ~ m :  -caYmr same ID: - D F O B V O ~ P A ~ ~ ~ ~ W ~ ~ ~ .  DF-IW F* WI~X~RM,T  
W N m :  WOA' Wn): *413.MBB.O -. 
CuHmnL- *mobla:- 

sample m e :  ""horn 
Samplm Index: 25 

Concentration: N/A 
Calculated Conc: 3782 ngllL 
Acq.  Date: 07/24/2005 
Acq.  nu: 11:12:37 PM 

Modified: Y*. 
RT Window: 30.0 .e= 
Bxpested R I :  11.4 min 
U.C Rel.tlve R I :  N o  

1nt. Type:  M."".l 
Retention Tim: 11.4 min 
Are.: 9251131 count. 
He1ght : 6.83e+0(15 cp. 
start T i m :  9.98 a x "  
End I i m :  12.2 min 

6 5 4  

60.5 

5 L 5  

50.5 

4 L 5  

B 40.5 
5 3 %  r 30.5 - 

2 5 5  

20.5 

1 5 4  

10.5 

50.1 11.w 

12 13 1.1 15 1'6 i 7  

Sample 1nd.r: 27 
S..Plc m a :  "nhom 
Con&ntr;~ion: N I A  
Calculated Conc: 1838 nglrnl 
Acq. Date: 07/21/2005 
Acq. Time: 01:21.52 PM 24.0 

Modified: Ye. 
RT Yxndaw: 30.0 ..C 

Expected UT: 11.. ln l"  
UmC Relative RI: No 

. _._ 
1nt. Typ.: Ma"u.1 
Retention Tim: 11.4 nin 
Are. I 11632879 count. 
Height: 
Start Ti-: 
End Time: 11.2 oin - 

l'M' 

1 M- 

8.0.5 

4.0.5 

Simple m e :  Standard 

C.lculated Conc: 3 ng/mL 
Acq. Date: 07/24/1005 
Acq.  Tim: ol:ol:ll PI4 I Concentration: 3 W1.L 

3 . Y  

so000 

_____  - . 0 0  7-, : 7 --; , , . , . , , . , . 
I 2  3 4 5 6 7 8 0 10 <I 

--- 
12 13 14 15 16 17 

Th. mh 

page 

Bxygen Study NO.: P760 
Instrument No.: LC/MS/MS #8  

Analyst: A .  Sheehan 

m Nnr 'CaYB877 W Srrpb ID ~ D F W O t P A p o o 1 a Y I W T 7 . ~  
Peak N m  WOI' M w p )  -413 MB8 0 mrr 

Sample Index: 

concentr.tion: 
Calcuhted Con=: 
Acq. Date: 
Acq. Time: 

Sample T y p e :  
26 

unkmom 
N/A 
3616 nglml 

07/14/2005 01:02:16 m 

Modified: Ye. 
RT Window: 30.0 .ec 
Expected UT: 11.. min 
U.e Relative RT: N o  

... 

Are. : 
Height: 
St.Tt ?ne: 10.3 min 
End T i m :  11.1 min - 2 .55  

12 13 14 IS 16 i 7  
~~~~ ~~ Te,_m ~- I ~ - ~ ; ~ ~ ~ ) ~  

s~~~-~~tflFEa1a~it07, DF-IV F*. - 0 7 1 2 d 5 0 R ~  

Sample Index: 28 
sample Type:  "nknorn 
Concentration: NfA 
C-lculatcd Conc: 1757 ng/& 2.M- 
Acq. Data: 07/21/2005 
Acq. TI-: 01:41:30 PT 24%- 

Modified8 YC. 2.m- 
RT Window: 30.0 .=E 
Expected RT: 11.4 mi" 
Ume Relative RT: N o  1.M, 

2 . M -  

1nt. ryp: *."".l 
Retention Tim: 11.4 min 
Are.: 41664598 count. 
Height: 1.73=+006 cpm 
Start T i m :  10.1 min 
End Tim: 12.2 .in 

B 
f 2 

1.M- 

1.4.0- 

1 h(l- 

1 . M -  

6.0.5- 

6.0.5- 

4 0.5- 

2.0.5- 

InL. Type: M.XW.1 
Retention Time: 11.4 ain 
&re.: 
Height: l.lOet005 cp. 
Start  T i m :  
End Tim: 11.2 mi" 

11.43 



Exygen Study NO.: P760 
Instrument No.: LC/MS/MS # e  

Analyst Version: 1.4. c 
Printing Time: 03:05:33 PM 

Printing Date: Tuesday, July 26, 2005 

Set No.: 071405DR 

sample Index: 31 
sample Typc:  
:oncentration: 
:alEulated Comc: 550 n g l d  

8.0.5. 
4cq. m t e :  07/24/2005 
4cq. Time: 02:10:35 PM 

7.0.5. lodit ied: Ye. 
IT Window: 30.0 .ec 
Expected RT: 11.4 .in 
h e  Relative RT: No 6.0.5- 

pc 
IS ngld 9.0.5- 

\re.: 13411624 count. 
Height: 
start Tile: 
End Time: 12.2 nin - 

3 .~15-  

2.0.5- 

1 0.5- 
1l .W 

12 13 14 15 16 17 
Tins. mi" 

S n p * N m . ' C & l F  -ID. PF~VOlRCPwlOO4lm7,~F=lW FY.:.071XWR;((C - 
P.& N-. PFOX Wass(es): '413.a0.0 mu' 
mnnlm1:- wwdal:- 

Sample Index: 33 
Sample Type: Vnknom 
Concentration: N I A  
Calculated Conc: 594 nglmL 

Acq. Time: 01:20:00 PM 

Modified: Ye. 
RI Window: 30.0 .eC 

7 . M -  
Ume Relative RT: N O  

Retention Tim: 11.4 min ! 8 . W ;  

Acq. Date: 07/2tl2005 1 . W -  

0 . M -  

Expected RT: 11.4 lnin I.-: 

1r.t.. Type: M."".l 

Are.: 1526160 COUPIt. g 
Height: 1.10rr005 cp. 
st.rt Tmm: 
End T i m :  12.1 mi" - 4 M  

)--1 

'p 

Acq. Tim: 03:59:17 PM 

Modified: Ye* 
RT Window: 30.0 .e= 
KxpecLed RTt 11.4 min 
U.. Rsl.Liv= RT: Uo 

60.5 

In=. m e :  n.nu.1 
Retention Tim: 11.4 min ' 5.0.5- 
Are.: 12133753 count. 
Height8 
Start Tilei 
End Tile: 12.1 .in - 

3.0.5- 

Q 
m 

cia 
Page 

Analyst: A. Sheehan 

snnp* N- TWM78 F#b K -ID 'DFOBVOlRCPmlW1007.lW n&. DF=IW File 1)712a50R*ltr 
P..LNm TfM' y e s )  Y13013890nw' 
camnnt- hvalaul 

iamplc Index: 12 
illplC Type:  pc 
:oncentr.tion: 250 ng/aL 
:alculated Conc: 793 ngllL 1.46- 
Lcq. Date: 07l2412005 
Lcq. rime: 03:00:21 PII 

lodif led: Ye. 
IT windor: 30.0 .e= 
3xpect.d RT: 11.4 m m  
h e  Relative RT: No 

1.3.5- 

1.M- 

1.16- 

1.0.5- 

9.0.11- 

2009465 count. 

12.2 min 

-e.: 
(eight: 
Start Tim: 
a d  Time: 

3 . w  

2 w  

0.0 

8 . M  

l o d i f x e d :  Ye. 
KT Windor: 30.0 .CC 

Expected RT: 11.4 mln 
h a  Relative RT: No 

"i 
I 

1nt. Pipe: M."".l 
Retention Time: 11.4 min 
me.: 1630117 Count. 
Height: 1.l7er005 CPm 
Start Tim: 10.1 .I" 
Pnd Ti-: 12.3 min 

B l-: r: O M -  

! S-: 

4oor(- 

3 ob4- 

2 M- 

1 W -  
11 

1 2  3 4 5 8 7 8 0 1 0 1 1  1 2 1 3 1 4 1 5 1 6  
om . . , . , . , . , . , . , . . . , . , . ,  , , , 

Concentration: N I A  
Calculated Cooc: 522 n g l d  8.0.5. 
k q .  Dat.: 0711412005 
hcq. T i m :  04:11:55 PI4 

7.0.5- 
nodifiedt YC. 
RT Window: 3 0 . 0  ..E 
Expected RT: 11.4 min 0.0.5- 
Ume Relative RT: Uo 

Xnt. Type:  U"".l 
Retention Time: 1l.a min 
we. : 11748494 Count. 
Height : 8.59=+005 cp. 
Start Tim: 10.3 ml" 
End Time: 12.2 mi" 



Analyst Versions 1. e 

2.0.1- 

1.W-  

1.W- 

Modified: Ye. 
UT Window: 30.0 mec 
Expected UT: 11.4 min 
U*C Rclaciva RT: No 

Set No.: 071405DR 

woo 0- 
woo 0- 

urn 0- 

m 0 -  

h 
Ra 
c3 

Exvaen Studv NO.: P760 

1L _- 

Printing Time: 03:05:33 PM 

Printing Date: Tuesday, July 26, 2005 

Sample Index: 37 
Sample Type: Standard 

Calculated Conc: 6 nglmL 
Acq. Date: 07/24/2005 
Acq. Tie: 01:38:38 PN 

concentr.tion: 5 nghL 

Modified: Ye. 
RT Window: 3 0 . 0  .CC 

Kxpccted RT: 11.4 mi" 
U.e RClatlVe RT: NO 

1nt. Type: M."".l 
Retention Time: 11.4 min 
Ars.: 1477271 Count. 
Height : 1.13eroo* cp. 
Start Time: 8.72 mln 
End Time: 12.0 min 

70.4 

8% 

80.4 

5% 

50.1 

4% 

B 40.1 

f 3% 2 30.4 

2% 

20.4 

1 %  

1 W  --,! , , , , , , , , , , , , , ,A 
1 2  3 4 5 0 7 8 0 10 

00 
12 13 14 15 16 17 

nnm. mh 
AypW1Mu1W7.10nplp. DFr1V Fm ' 0 7 1 m R M  

comrm- nmwhbal- 
Sample Index: 39 
s.mp1e Type: ac 
Concentration: 
Calculated C O ~ E :  1:; :z;z 
Acq. Date: 0711412005 
lisq. r1m.2: 05:17:57 PM 

2.0.5 Modified: Ye. 
RT Window: 3 0 . 0  .ec 
Expected RT: 11.4 mi" 
U s e  Rslatlve RT: NO 1 . M  
1nt. Type: n.nu.1 
Retention Time: 11.4 nin 
Are.: io761ia count. 
Height : 2.19e+005 cpm 
Start Time, 10.6 sl" 
End Tim: 12.1 min 

1.46- 

1.205- 

1.0.5- 

8.W- 

6.0.4- 

4.0.4. 

2.0.4- 
41 m 

. _ -_ -~~- -  
12 13 14 tb 18 17 

Sample Index: 11 

Concentration: N I I  
C*lcUlated Conc: 100 n g l a  
Acq. Date: 07/24/2005 
AOq. Ti-: 05:57:16 PM 

S.mpl* Type: unkllom 

2.2.4 

Tkn. mh 

T 
1 

.- 
Instrument No.: LC/MS/MS I 8  

AnalySt: A .  Sheehan 

~ m p b  N- .coo(8(1m splb r ~mpb- 
R.L Nm TfCN 9") '413 01388 0 rm' 
commt- hnc4mam 

Sample Index: 38 

25 ngllL COnCCntr.tio": 
calculated Conc: 111 n g l l ~  
ACq. Date: 07/21/2005 
ACq. Time: 04:58:17 PM 

Modified: Ye. 
UT Windor: 30.0 .ec 
Expected UT: 11.4 mill 
Ume RC1.tIYe RT: Uo 

Sample - 2  ac 

1nt. Type: M.IIUL1 
Retention Tie: 11.1 min 
Are.: 356131 count. 
Height : 2.82e+oo4 cp. 
Start Time: 10.5 .In 
End T i m :  12.1 mi" 

2 w J  

2 w -  

2 w -  

22.4- 

20.4-  

1 

B 1W: 

1404- 1 12.4: 

1 0.4- 

woo 0- 
em0 0- 
urn 0- 
m 0, 

__ + 
12 13 14 15 16 17 

~~~ ~~ ~ I ~ b ~ N ~ - - c r m 8 s % % b J  SmW ID.'DFOBVWWFW10011W7.1Wr@. w=lw F k  $7127mmMlvilrwamk 
R.L Nm. WM' k?+) *413 ME9.0 -- 
commt- Anrau&r.- 

Sample Index: 4 0  
Sample Type: ac 
Concentretion: 250 n g l a  
Calculated Conc: 257 n g l a  5 %  
Acq.  Ditc: o~l24/2005 
Acq. T1C: 05:37:35 PM 5.0.4 

Modif led: Ye. 4.- 
RT Window; 3 0 . 0  .*c 
Expected RT: 11.. mi" 
Uma Relative RT: No 4.0.4 

1 ° C .  PIP.: Manual 

Area I 7 i m a  cout. 
Retention Time: 11.4 mln 

Height : 5.'15e+004 cp. 
Start Tie: 10.6 mln 
End Ti-: 11.2 mi" 

1 .w 

nodified: Ye. 
RT Window: 3 0 . 0  .e= 
Expected RT: 11.4 mi" 
Ume Relltlve UT: No 

1nt. PIP.: M.IIU.1 
Retention Tine: 11.1 min 
b e . :  26a56i count. 
Height : ~ . O P C + O O ~  CP. 
Start Tim: 10.5 min 
End T i m :  12.0 min 

J 

g 1.2.4. 

f tor: 

- woo.0- 

m . 0 -  

m . 0 -  

m . 0 -  

-- . .- . ._ ... __ 
12 13 14 15 18 17 



:oncentration: NIA 
:alcul.rrd ConF: 117 nglmL 2.26.  
k q .  D ~ L c :  01l2411005 

2.0.5- k q .  Time: 06:36:41 PM 

1.805- Wdif iad: Ye. 
RT Window: 30.0 .ec 

1 . M -  U.e RelatIYc RT: NO 
Expected RT: 11.. mi" 

Exygen Study NO.: P760 
Instrument No.: Lc/ns/ns #8 

Analyst: A. Sheehan 

Smpb N m  'Cmo87Q R.P. Srrpb ID 'DFW4*V4X)10011m7. DF-lV FUe: '07120Y)RM 
F'ed N m :  WOA' mes) U13.MBO 0 d 
Comnnt.' hw!am- 

Sample Index: 44 
sample Type:  Mknom 
:OnCentr.tIOn: N I A  
L.alcul.ted Cor,=: 94 nglmL 
Lcq. Date: 07l2412005 
hcq. Tim: 06:56:11 PII 

Yoditicd? Ye. 

kre. : 2912346 Count. 1 . M .  
Height: 
Start  Time: 
End T m e :  12.1 min - 

1.35er005 cp. 
1 0 . 6  mzn f 10.5- 

0.0.4- 

0 0.4- 

40.4 

2 4  

0 0.4- 

4 w- 

2 0.4- 
11.04 

B 

f 

12 13 14 15 10 17 . - . . . . . . .. 
r-. mkl 

Sm@e N m .  'ss727S s.mp* ID. 'CdlbaUm S M a r d .  10 n@C Fb. '071205oRM 
Pad Nn*: 'FfW h n ( W )  Y13 M e 9  0 d 
cOmmn1- hmz4aml:- 

Sample Index: 45 
samplc Npe: standard 
concentr.tion: 
Calculated Conc: ;: "? 
Acq. Date: 07/24/2005 1 w- 
Acq. Tim: 07:15:59 PM 

1.1.5- 

10.5- 
Modified: Ye. 
I T  Window: 30.0 .e= 

0 0.4- 
Expected UT: 11.4 mi" 
Uma Rsl.tlvr RT: No 

1 ° C .  Type: *."U.l 
Retention TI-: 11.4 min 
Are.: 2605000 count. 
Height: 1.33e+005 Sp. 
Start TI-: 9.27 min 
End Tim: 11.2 min 

8.W- 

7.0.4- 

0.0.4- 

50.4- 

4.0.4, I 

l.w 
0.0 

sample Index: 47 

COnE."Lr.tiDll: 25 n g l d  
Ca1cul.tcd CODE: 314 nglaL 

Acq.  Tim: 07:55:10 P* 

Modif iad: Ye. 1 2 8 .  
RT Window: 30.0 .OC 
Expected RT? 11.4 min 

1 
sample Type: Qc 

Acq. Date: 07mia005 1,488- 

U.e Rchtivc RT: No 1.m. 

Are.: 21241410 counts 
Height : 1.55a+006 Cp. 

Start T i m :  
End Tim: 

Page 

~~~~~~ ~~~ 

1 .A& 11 windor, 30.0 mec 
Expected RT: 11.4 mln 
Uae Reletlve RT: NO 

wm.: 2373516 Count. 
nsight: 1.92erO05 cp. 
start 1l.e: 
End T i m :  12.1 mi" - 

I 2  3 A I 6 7 8 0 IO 
0.0' . . . I I I . . . . , . . d  

12 13 14 15 18 17 
n&m .- 

- 6 ~ & w . C m 9 E E O s p ( ~ ~  S . m p * I D : * D F W V ~ 0 0 1 1 0 .  l o w .  DF-1W Fu..'o712050RWr 
Pad N m :  ' W W  W e s ) :  YI3.MBQ.O mLT 
cormwn1.- mnmMm:- 

sample Type: ac 
Sample Index: e6 

concentr.rion: 25 n g l a  
Calculated Conc: 1240 nglmL 2.w. 
hcq. Date: 0712411005 
L c q .  Tim: 07:35:44 €n 2.0.5- 

Modified: Ye. 1.805- 
UT windor: 30.0  .CC 

Expected R I :  11.4 min 1.6.5- 
W e  Relative RT: NO 

1nt. Type: u.nu.1 
Retention Tim: 11.4 min 
are.: 3091503 Count. 
Height: 2.31e.005 Cp. 
Start T i m :  10.6 mln 
End T i m :  12.1 min 

c 
s: 
f 

1 5- 

1M. 

10.5- 

8 0.4- 

6 w. 

4 w. 

2 W- 

oo---------- 
1 2 3 4 5 0  
J 7 0 9 10 11 

11.43 

1 

'ti ti (4 ' tb ' 1 r - 1 7 -  
Tho. mn 

z-k+Tey9EEOwan(y$ ~ ; 1 3 ~ ; D - ~ F p S V a 2 ~ @ X 1 W 7 ,  1W w. DF=lW Fb: '07120Y)RWr 

Sample Index: 4 8  

Concentration: Calculated Con=: 1348 250 nglmL nglmL 2.4.5. 

Acq. Date; 07/24/2005 

Sample Type: Qc 

Acq. Tim: 08:14:56 PM 2 . M -  

Modified: YC. 2.0.5- 

1.805- 
RT Window: 30.0 **E 
Expectid RT: 11.4 min 

1.805. 
Urn. Relative RT: NO 

1"t. Type: M."".l 
Retention Tim: 11.4 m l n  
Are.: 33539a. count. 

Start Tiri 10.3 m l n  
End Tirz 12.1 min 

Height: 1.53erc.05 cp. 

B (A&: 

s: 1 2 a :  

f 10.5. 

0 0.4- 

80.4. 

4W. 

20.4- 

1 2  3 4 5 0 I 8  0 10 
0 0 ~  . , . , . , . , . , . , . , . , . , , ) ,  , 

12 13 14 15 10 17 



Concentration: N/A 
Calculated Conc: 151 ng/mL lrar: 

Acq. T i m :  09:31:45 P* 
1.2.6- 

l.le6- 
Nodifled: Ye. 
RT Window: 3 0 . 0  .CC 

1 . W -  11.4 min Expected ET: 
Umr RalaLive ET: NO 

0.0.5- 
IDt. Type:  n.nu.1 
RetCntlOn Tile: 11.4 mi" 8.0.5' 
Are.: 20691395 count. 
Height : 1.45*+006 CP. 
Start Tile: 10.1 man 6.0.5 
End Time: 12.1 mi" 

Acq. D a t e :  07/11/2105 1 LB- 

I 7.0.5: 

50.5- 

"i 

4.0.5- 

3.0.5- 

2.0.5- 

1.0.5. 

0.0 

11. 

. , . . . .  . , , , . , . ,  , . , . , . , . , . , . , . , .  

Set No.: 071405DR Analvst Version: 1. Exygen Study No.: P760 
Instrument No.: LC/MS/MS #8 

Analyst: A .  Sheehan 

snp* ~ m :  -canme0 R.P' Snpb ID. w m v u  l a Y l M 7 . D F - l W  F h  '071-M 
W N m : ' f f M '  #Ass(.s):'413.01J(90mfl 
camnt- *moUon:- 

s.mp1- l yp :  UnknOm 
Sample Index: 50 

Concentration: NIL 
Calculated CODC: 1175 ng/aL 
Acq. Date: 07/24/2005 
Acq. Tile, 08:51:15 PM 

Printing Time: 03:05:34 PM 

Printing Date: Tuesday, July 2 6 ,  2005 

Concentration: N/A 2 0 . 5  
calculated conc: 1100 ng/mL 
Acq. Date: 07/2*/2005 
Acq. Tim: 01:34:39 PM 

l . M  
Modified: Ye. 
RT Windowr 30.0 mmc 

11.4 min Expected RT: 
U.c Relative RT: No 

1.405 
1.4.5 

Modified: Ye. 
RT Window: 30.0 .CC 

Ume Rel.LiYe RT: No 
Erpact.d UT: 11.4 mln 

InL. Type: Manual 

Are.: 2753273 Counts 
Height: 
S L m r f  T i m :  
End T i m :  ia.1 mi- 

10.5- 
2.05e+005 

10.6 z?: [ 
o.or(- 

40.4-  

2 or(- 

1nt.  Type:  M.lI".l 
Retention Time: 11.4 mln 
Area: 2935446 Count. 

2.22c+005 cp. Height : 
st.rt 10.2 min 

12.2 ml" End Tim: 8 w- 
0.0.4- 

4 0.4- 

2 0.4, 

- 

11.m 11 05 

?2 1'3 i 4  is  ie  ti 12 13 14 15 10 17 . - . . . . . .. 

"i 
Sample Index: 51 
S a m ~ l e  w: Unknom . .. 
Concentration: U/A 
Calculated Cmnc: 848  ng/mL 

Acq. T l m :  09:14:01 PM 
Acq. ~ . t e :  07/24/2005 

Modified: Ye. 
RT Window: 30.0 .eF 

Use Rclatlvc RT: Wo 
Expected RT: 11.4 min 

90.5 

10.2 mln 3 0.0.5 

5.0.5 
12.) min - 

1nt. Type: Manual 
ReLention Tim: 11.4 min 
Are.: 20641529 count. $' 7.0.5 
Height : 1.41s+006 Cp. 
Start Time: 
End T i m :  

Sample Type: Standard 
concent..tion: 25 ng/mL 

Acq. Date: 07/24/2005 
Acq. Time: 09:53:31 PI4 

C&lcul.ted conc: a4 ng/mL 
5.0.5 _i 
4.0.5 Modified: 

Proe. Algorithm: 
Bunching Factor: 
N0i.e Thr=mhold: 
Area Ihhrc*hold: 
.Nun. Smooth.: 
scp. Yidth: 
Scp. Height: 
Exp. Peak Ratio: 
Elp. Adj. Ratio: 
Exp. V a l .  Ratio: 
Expectad RT: 
Uma Rehtiv. RT: 

110 

1 
421.90 

5 

0.01 
5.00 
4.00 
3.00 
11.4 
NO 

An.1y.t 

2109.52 

o.ao 

CI...IC 

EP. 
CP. 

2 5.5- Modif led: NO 
Pros. Algorithm: Ana1y.L C1am.i~ 
Bunching P.Ctor: 1 
Noime Threshold: 421.90 Cp. 
Are. Threshold: 2109.51 cp. 
,IIum. Smooth.: 5 
Sap. width: 0 . 1 0  
Sep. Height: 0.01 

8 20.5. 

f 1.55-  krp. Peak Ratio: 5.00 
krp. Adj. Ratio: 4.00 
Bxp. Val. Ratio: 3.00 RT Window: 30.0 .e.' 
Expected RT: 11.4 mi" .... -...>'..."I ... 

RT Window: 
.in 

3 0 . 0  

5 w  :I- 0.0 

0.0 

1nt. Type: 8.. e TO e... 
Retention T i l e i  11.4 ain 
Are.: 58946a5 count. 
Height : 3.25e+005 cp. 
Start T i m z  10.4 mi" 
Ond TI-: 11.9 mi" 

r-. M 

rat. ryw: 8a.e TO na.e 
Retention Timer 11.4 nm 
Are. : 

Height: 5.08er005 cp. 
Start T i m :  9.51 mi" 
End T i m i  11.9 m i n  

iio33ais count. 

~- ~ ~~~ M.n*, 

Of 9 

2 4 8 8 10 12 14 18 

Page 



Analyst Version: 1.4.1 Set NO.: 0712050R Exygen Study NO.: P760 
Printing Time: 09:18r32 AM Instrument NO.: LC/MS/MS l 8  

Printing Date: Tuesday, August 02, 2005 Analyst: A. Sheehan 

Calibration Standard. 0 5 nglmL Standard 1 PFOAconfirmlon 5786 
Calibration Standard, 1 0 nglmL Standard 1 ~ PFOAconfirmlon 8049 071205DR-102 
Calibration Standard, 2 5 ngmL Sta- 1 071205DR-103 I 

PFOA confirm Ion 47743 'Calibration ~tai1da1~1-5 o n$mL 
Calibration standard, 10 nglmr-- - Standard 1 I PFOA confirm I& 62-%i 
Calibration Standard. 25 nglmL standard 1 PFOA confirm Ion 189207 25 0 28 9 

r S'a- " -  I__ ----_ I __I-_ ~ I _ _ I _  

071205DR-106 
Standard 1 0712050R-107 

071205DR-109 
071205DR-110 
071205DR-111 
071205DR-112 

I 13 ~COO49878 Rep DFWOlAVP0010041M)7. DF=100 U n k m  100 PFOAconfimlon 32294 e N I A  427 071205DR-113 ' 14 COO49878 D ~ W O l A V P ~ j p 0 4 1 ~ 7 ,  D F 4 0  U n k m  10 PFOAconfirm lon 321810 NIA 459 0712O5DR-114 
071205DR-115 

0500- - 071205DR-116 
1 15 coo48878 Rep _ _  I DFWO~AVPW1~004~007. DF-10 

071205DR-117 1 18 COO49877 Spke E DFWOlPAPW10041007.10 WQ, DF=100 W i t y  Control 100 PFOA confirm Ion 373424 25 0 5340 071205DR-118 
07_!?05DR-119 

PFOA confirm ion 44545 e 2 5 0  Bwo 071 205DR-120 
21 coo49877 Spke F DFC@VOlPAPM)l0041007.100 n!&. DF=lOO Quality Control 200 -PFOA confirm Ion 388797 250 5580 071-R-121 

071205DR-122 PFOA"&-rmm'i& 6& 100 0 867 
7440 071205DR-123 
6230 071205DR-124 
5850 071205DR-125 
5740 0712056R-128 

1 28. -*Coo49877 Rep DFWO1PAP0010041007, DF.10 U n k m  10 PFOAconfirmlon 2559259 6;; 3880 071205DR-128 
129 SS7277 ~a~ibration Standard. 2 5 n@mL Standard 1 PFOAconfi-&lon 1& 2 42 071205DR-129 
30 'COO49878 Spke G DFWOlRCP0010041W7, 10 n#g. DF=100 Quality Control 100 PFOA confirm Ion 106039 25 0 1490 0712050R-130 
31 coo48878 Spke G DFOWOlRCPWl0041ffl7, 10 ng/g. DF=10 QuaiityControl i o  o ~ ~ ~ ~ ~ r m ~ o n  974687 + 250 1400 071205DR-131 
32 coO4m78 Spke H DFWOlRcPqp~0041~7,  100 n-gg, DF=lOO %My Control 100 %PFOA confirm Ion 108450 250 1540 071205DR-132 

U n k m  100 PFOAconfirmlon 976zii- NIA 1370 0712050R-133 33 - e 9 8 7 8  LF~FOlRCP0010041W7, DF=100 
0712050R-134 

136 3049878 DFWOlRCP0010041W7, DF=10 U n k m  10 PFOAconfirmlon 885379 &hYA 1270 0712050R-135 
0712050R-138 

"07120E5137 
071205OR-138 

39- COO49879 Spke I DFWMAVP0010041Mn.10 Wg, DF=lO Quality_Control 10 -P~OAconfi~rmlon 113265 25 0 159 071205OR-139 
071205DR-140 277 

144 071205DR-141 
112 071205OR-142 

*40 cM)49879 Spke J W-WOZAVP0010041007.100 nglg. DF=%fJ &&ty Control 100 PFOA confirm Ion 21868 
41 coo49879 DFWMAVP0010041007, DF=lW U n k m  100 oPFOAconfirmlon 12812 

43 coo49879 DFWO2AVP0010041007, DF=10 U n k m  10 PFOAConlirmlon 1-1 NIA 155 071205DR-143 
U n k m  10 PFOAconfirmlon 92514 NIA 071205DR-144 

Calibration Standard, 10 ngmL PFOAconfirmIm t?%S8 10 0 989 071 M5DR-145 
0712050R-146 

45 887275 
46 COO48880 Spke K 'DFWOZWP0010041007.10 Wg, DF=100 I Quality Control 100 PFOA confirm Ion 155465 25 0 

071205oR-148 250 48 --FSpke!. DFogVO2prPW1W41007. - -I - - - - ___ lWW&. _ _  DF-100 WllycOntrol -- ~~ 100 - __-___--___I P F 0 A C U k - h  159517 - _ _ ~  I ___ - 
p49 COO48880 D F ~ 0 2 ~ W 1 0 0 4 1 0 0 7 ,  DF=lM) U n k m  PFOA confirm ion 140273 NIA 1880 071205oR-149 

- ~ n i m  i o  ~ ~ O ~ c o n f i m l o n  289188 NIA 
_ ^ _ _  _I 

116 S67270 Calibration Standard. 0 !5 ngmL Standard 1 ~~~~"co;i;iGlOnj;i%- 
17 COO49877 Spke E DFWOlPAPM)10041007,10 Wg, DF4000 Quality Control loo0 PFOA confirm lon 47822 + '25 0 8510 

QualityControl 10 PFOAconfirm!on 2471900 r y ~  250 -_ 

I____-___ I__ __ - --*standard " - 5 4 ~ 1  _ _  I-___ - 
PFOAconfirmlan 

Calibration Standard, 1 0 n@mL 
D F W O ~ P A P ~ G Z - ~ ~ I ~ ~ ,  DF=IWO U n k m  1wO 

D F W 0 1  PAP?!-0041007, DF=100 

DFWOlPAP0010041007, DF=10 U n k m  10 PFOAconfinlon Ze6W3 - fWA 3840 07120bR-127- 

b NIA 
24 COO49877 Rep DFWOlPAP0010041OO7. DF=1000 U n k m  loo0 PFOAconfirmlon 45887 

U n k m  100 ~ PFOAconfirm lon 416028 
" _" - - -  

Coo49877 Rep ~ ~ D ~ ~ O l P A P W l ~ ~ ~ ~ , ~ F = l ~  - - __ --- U n k k  - 100 ~PFOAconfirmlon _ I^____ 401428 - MA __ 

__ - 
PFOA confirm 

- - - - - - - -_ - __ - 34 COO49878 &I DFWOlRCP0010041007, DF=lW--- U n k m  100 NIA 1520 

DFWfllRCPWlM)404M)7, DF=10 U n k m  10 *PFOAconf i~ lon  929218 !W 
_I __I *Sta& I_ - __ 1 FEKGrm lon -3f i86 5.00. ___- 5 07-- 

QualltyControl 
iob -- ~ _ _  

38 coWB879 Spke I DFOBVO2AVP0010041W7. l O ~ % = l 0 0  PFOAGXIII~~ Ion 1 ~ 9 1  ;ir 250 145 
---- Calibration Standard, 5 0 nglrnL 

' 42 'coo49B79 Rep DFWMAVP0010041007. DF400 U n k m  100 PFOA confirm Ion .lo392 NIA 

I 44 -e879 Rep ._DL%!!P?1*07* DF=10 I I - __" _"_ ̂_ "  -_- I __--______ __ ____ --E? " _- _______-__ 

2200 

226Q 
47 COO48880 Spke K DFWMWP0010041007,lO Wg, DFplO 0 "TContd :O PFOAconfirmlon 1348488 4 2 5 0  1840 0 7 i m m ~ m  

@ " 
1150 ~Co04p880 Rep DFW02rYT0010041007, DF=100 U n k m  100 _PFO-A-~rmlon 148203 NIA m70 071205DR-150 

1770 07<20=61 . 8 Unk& - -  10 -~ PFOAConfinl& __ 1 2 a Q L  *IVA 071-265u:151- 0 U n k m  10 PFOAconfirmlon 12& *r ~'- 
071205DR-153 
071205DR-154 

Calibration Standard, 25 n@mL Standard 1 PFOA confin lon 168147 25 0 23 8 
Calibration Standard, 50 n@nL Standard 1 PFOA confirm Ion 321778 500 460 - -----*.- ---̂  ___.I_ 

I 

I __- 
Exygen Research, 3048 Research Drive, State College, PA 16801 

Calculated Concentration (ng/mL) - [(Analyte Peak Area (counts) - 1ntercept)jSlopel x Dilution Factor 



Vegetation Conversion 

Compound PFOA Confirm. Ion Exygen Study No: P760 

Analyte Analyte 
Exygen Sponsor Found Found 

ID ID (ng/mL) (ppb) 

COO49876 DF06-VO1-AVP001-0-041007 459 184 
COO49876 Rep DF06-VO1-AVP001-0-04 1007 413 165 

COO49876 Spk C DF06-VO1-AVP001-0-041007 496 198 

COO49877 DFOQVO 1-PAP00 1-0-04 1007 5950 2380 
COO49877 Rep DF06-VO 1 -PAP00 1-0-04 1007 5740 2296 

COO49877 Spk E DF06-VO1-PAP001-0-041007 5340 2136 
COO49877 Spk F DF06-VO 1 -PAP00 1-0-04 1007 5560 2224 

COO49878 DF06-V01-RCP001-0-04 1007 1370 548 
COO49878 Rep DF06-VO1-RCP001-0-041007 1520 608 

COO49878 Spk G DF06-VO 1 -RCPOO 1-0-04 1007 1490 596 
COO49878 Spk H DF06-VO1-RCP001-0-041007 1540 616 

COO49879 DF06-VO2-AVPOO 1-0-04 1007 155 62.0 
COO49879 Rep DF06-VO2-AVPOO 1-0-04 1007 129 51.6 

COO49879 Spk I DF06-V02-AVP001-0-041007 159 63.6 

COO49880 DF06-V02-WP001-0-041007@ 1980 792 
COO49880 Rep DF06-V02+VPOO 1-0-04 loo@ 2070 828 

COO49880 Spk L DF06-V02-PfFf001-0-041007@ 2260 904 
COO49880 Spk K DF06-V02~001-0-041007@ 2200 880 

w 

Analyte Found (ppb) = [analyte found (ng/mL) x final volume (2 mL)] / sample weight (5 g) 
ND = Not detected=feakftrcae & OP ABO(IE O - Z q / 9  0 
NQ = Not quantifiable = Measured concentration b&w=Limit of Quantitation (LOQ) which is O.fng/g. 



A I B I C I D w 1  - Vegetation Conversion (FORMULAS) 
I I 

Compound I PFOA Confirm. Ion Exygen Study No: I P760 

6 Exygen - 
7 ID 

Sponsor Found Found 
ID (ng/mL) (ppb) 

COO49876 

COO49876 S D ~ C  
I I L  I I I 

DF06-VO 1 -AVPOO 1-0-04 1007 1 ='Raw Data'!H253 =(C9*2)/5 
DF06-VO 1 -AVPOO 1-0-04 1007 1 ~- ='Raw Data'!H254 =(C10*2)/5 
DF06-VO1-AVP001-0-041007 ='Raw Data'!H249 , =(C11*2)/5 

C0049877- 
-& 

DF06-VO1-PAP001-0-041007 ,='Raw Data'!H257 
DF06-VO1-PAP001-0-041007 ='Raw Data'!H260 =(C 16*2)/5 

I DF06-VO1-PAP001-0-041007 i='Raw Data'!H264 j =(C 13 *2)/5 
DF06-VO1-PAP001-0-041007 l='Raw Data'!H265 I=(C14*2)/5 

DF06-VO 1-RCPOO 1-0-04 1007 ='Raw Data'!H272 =(C 1 8*2)/5 
COO49878 R G  DF06-VO1-RCP001-0-041007 ='Raw Data'!H273 1 =(C 19*2)/5 

G DF06-VO1-RCP001-0-041007 ='Raw Data'!H269 =(C20*2)/5 
~ =(C2 1 *2)/5 

DF06-VO2-AVPOO 1-0-04 1007 1 ='Raw Data'!H282 1 =(C23*2)/5 

__ ' 

DF06-VO1-RCP001-0-041007 ,='Raw Data'!H271 
I 

~- 

C0049880- 1 DF06-V02-~001-0-041007 @ i='Raw Data'!H288 
COO49880 Rep ' DF06-V02PYf001-0-041007 0 1 ='Raw Data'!H289 

COO49879 Rep ~ DF06-V02-AVP001-0-041007 1 ='Raw Data'!H283 ~ =(C24*2)/5 
I DF06-V02-AVP001-0-041007 ,='Raw Data'!H278 1 =(C25*2)/5 

=(C27*2)/5 
=( C2 8 *2)/5 



Exygen Study No. : P760 
Instrument No.: LC/WS/MS #a 
Analyst: A .  Sheehan 

Analyst Version: 1 .4 .  c Set No.: 071405DR 6 
Printing Time: 03:Ol:SO PM 

Printing Date: Tuesday, July 26, 2005 

071205DR VEG.rdb (PFOA Confirm Ion): "Linea? Regression ("1 / x"GGghting): y = 6.!34e+003 x + 2.62e+003 (r = 0.9959) 

.8e5 - 

.6e5 - 

.4e5 - 

.2e5 - 

- -7 ~ 1 - 1 ' 1 ' 1 -  1 I r 7-7 

' 2 ' h 6 8 10 12 1; ' 16 18 20 22 ' 24 ' 26 28 ' 3b ' 32 ' 3k ' 36 ' 38 ' 40 42 ' 44 ' 46 ' 48 ' 50 
c3 Concentration, nglmL 

c3 
cli 

- Page 1 of 1 



conccntr.tion: 
Calculated C ~ n c :  
Acq. Dare: 
Acq. T i m :  

Modi f icd : 
RT Window: 
Expected RTI 
UmC Relative RT: 

Ye. 
30.0 .ec 
11.. mi" 
NO 

1nt. Type: 
Retention T i m :  
Are. : 
Height : 
Start Time: 
End Tine: 

t o w ,  

Exygen Study NO.: P760 
Instrument No.: LC/MS/MS #8 

Analyst: A. Sheehan 

Analyst Version: I. Set NO.: 071405DR € 
Printing Time: 03:06:24 PM 

Printing Date: Tuesday, July 26, 2005 

3 0 . 0  .e= 

5786  COYrIt. 

. ~~ Tim. rnh 
iD: -cSnbi& slnd L' FH..'O?ltC5DRW 
W-): '413 ORIO. 

2zm- 
Acq. Date: 0 7 1 2 1 I 2 O Q 5  

Acq. TLme: 05:30 :30  AM Acq. Time: 05:5Q:11  AM 

17713 Count. 

1 2 3 4 5 8 7 8 0 10 11 12 13 14 15 1S 17 

E U I a t e d  conc: 12 nglmL 3500 

. Time: 06:09:51 AU 

. Date: o ~ i ~ 4 1 1 0 0 5  

U.. Relative RT: No 

Verified byj, 



Analyst Version: 1.4. c Set NO.: 071405DR € Exygen Study No.: P760 c 
Printing Time: 03:06:25 PM 

2oncentr.tion: 25 nglmL 
2alculated Conc: 518 ng/mL 
bcq. Date: o 7 / a a / a o o s  1400- 
Lcq. T i m ;  07:28:10 AM 

rlodlfied: Ye. 1200- 
RT Yindowr 30.0 .CC 

Expected RT: 11.1 nin 
U.e Rel r t ive  RI: Uo loo01 

Printing Date: Tuesday, July 26, 2005 

-11.44 

;ample Index: 7 
iample m e :  Standard 
:O"CCntI.tiOn: z y  1-J :.lcul.ted Conci 
icq. Dace: 07 /21 /2005 
bsq. TI-: 0 6 : 4 9 : 0 9  AM 1.404- 

lodificd: Ye. 
IT Window: 30.1 .ec 
Lxpected RI: 11.1 main 
me Relative RT: Uo 

1 w- 

Retention Ti-: 10.9 m i l l  
Are.: 
Height: 1.50e+O03 cp. 
S h r t  Time: 
End Time: 11.8 1111 Ma- 

31675 count. f MD- 

1M- 
:nt .  Type: M.u.1 
ierenrion Time: 11.1 min 
,re. : 
leight:  1.64er001 c?. 
i t a r t  Tim: 9 . u  man 1 
a d  Time: 1 2 . 2  min - W . 0 -  

2 a a O  

B 
f H 

400 

m 0.- :Ip\+- , _ ,  , , , , ~ , , , , -~ 10.51 

I 2 3 4 s e 7 a e io  h 14 13 11) 17 
M. rnkl 

srrp*Nm:%K4W78S#mW -10. PFCWO1AVFWlMItW7,100~.DF=lW FY.:'07tZEDR**r 
R d r N m . T f O A C m f i r m W  M.r(r):-413.M19.0mu' 
lhnnml:- &ndmm:- 

s.mp1e Typ.: m 
sample Index: 11 

Concentrl t ion: 250 ngfmL 
CaICUlIttd cone: 5e5 nglmL 
Acq. Date: 07/21 /2005 
Acq. Time: 01:07:37 AM 

1400 '1 Modified, Ye. 
RT Window: 30.0 .ec 
Expcct=d RT: 11.1 min 
Ume RelaLiv. RT: Uo 

1 n t .  Type, *."".l 
Retention Time: 11.1 nin 
Are.: 43203 Count. 
Height : 1 . 0 3 e + 0 0 3  Cp. 
S t a r t  T i r r z  1 0 . 2  I," 

Xnd Time: 1 2 . 0  min 

"ii 

8 
UnLnOUtl 

U/A 
0 W/mL 

07/21 /2005 
07:08:50 AM 

lodified: UO 

8 

f 

Instrument No. : LC/MS/MS 118 

Analyst: A. Sheehan 

'-1 1.M 

l o d i f i r d :  Ye. 
tT Windor: 30.0 mec 

11.1 m i "  Expected RT: 
Jse Rela t ive  RTr lo 

1nt. Type: u.nu.1 
Retantion Time: 1 0 . 9  min 
we.: 346071 COYIIL. 
Height : 1.60e.011 cp. 
s t a r t  T i m :  10.1 mln 
End Time :  12.1 mln - m . 0  0°/ 

raa 0- 

ZOM 0- 

0 0 c -7--.--_crT 
1 2 3 4 . 5 1 )  

sample Index: 11 
s.mp1. ryw; uII*norn 
ConccntrLtion: N I A  
Ca1Nl.L.d Cons: 462 nglmL 
Acq. D a t e :  07 /14 /2005 
Ilcq. Time:  08:17:14 AM 

Modif led: Ye. 
RT nindow: 30.0 .ec 
Expected ET: 11.1 mill 
U.e Relativ. RT: NO 

ll 
Of 9 



-1-t Varaionr 1. E 
Printing Time: 03:06:?5 PM 

Printing Date: Tuesday, July 26, 2005 

Exygen Study NO.: P760 € 
Instrument No.: LC/MS/MS #8 

Set NO.: 071405DR 

s.mp1e Type:  unklwm 
Concentration: NfA 
Calculated Conc: 127 n g l a  
Acq. Date: 07f~412005 
Acq. Time: 08:46:51 AM 

Modified: Ye. 
RT Window: 30.0 .cc 
Expected RT: 11.4 min 
U.e Relative RT: No bm 
1nt. Type:  M."".l 
Retention Tile: 10.9 min 
Are.: 32294 COYIIL. 
Height: l.37e+003 CP. 
Start Tine: 10.3 am 
Snd T z u :  11.8 min - II 

1nt. Type:  M.nY.1 
Retention T i m :  10.9 mln 
Are.: 1191% CDYLIt. 
Height : 1.35=+004 c p m  
Start Timi 10.7 min 
Snd Tile: 12.1 mi" 

7 -7 - 
2 3 4  

-1- 

1QW 

llP 

I4difi.d: Ye. 
RT window: 30.0 .CC 
Expected ET, 11.4 min 
U.e Relative RT: No 

Rerentibn TI-: 11.4 min 
Are.: 17821 count. 
Height: 2.30e+003 Cp. 
Start Time: 10.1 min 
Snd Time, 11.9 min - 

MI) 

'Or I 
11 

10. 
m 

0.53 
O A .  , - .  , , , , , , 

1 2 3 4 5 6 7 8 0 10 11 12 13 14 15 10 17 

Q Page 

Analyst: A.  Sheehan 

W7. DF=IV FY. '0712CWRM 

Sample Index 11 
s.mD1c Unknown . ._ 
concentr.tion; N I A ~  
Calculated Conc: 459 n g / a  
Acq. Date: 07/21/1005 
Acq. Tile: 09:06:29 AM 

1.W 

Modif icd: Y*. 
RT Window: 30.0 .ec 
Expected RT: 11.4 min 
U.. R~I.LIYc RT: No 

I I I L .  type: mnu.1 
Retention Tim: 10.9 min 
Are.: 3ai6io count. 
Height : 1.50e+004 c!. 
Start Tine: 10.3 m?n 
End Tine: 12.1 a x "  

ii = m . 0  

4Lm.O- 

2Mo 0- 
10.55 

180- 

1 0 -  

140. 

Modified: Ye. 
RT Window: 30.0 ..C 

11.4 mi" Expected RT: 
Urns Relative RT: No 

Are.: 5336 count. f 
Height : 2.11e+o01 cp. 
Start Tine: 9.70 mi" 
Snd Tine: 11.1 mi" - 

601 A 

Acq. Ti-: 10:25:13 AM 

Modified: Ye. 
RT Window: 30.0 .CC 

11.1 mi" Expectad RT: 
Us. Relative RT: Wo 

rnt. Type: M."Y.l 
Retantion Tine: 11.4 m ~ n  
Are. I 373414 Count. 
Height: 1.67s+OO1 Spa 
Start Tile: 10.1 m m  
Snd Time: 11.1 min 

1087 

c m o -  

wm 0- 

4Lm 0- 

mm 0- 



Set NO.: 071405DR E m e n  Studv NO.: P760 
Printing Time: 03:06:26 PM 
Printing Date: Tuesday, July 26, 2005 

- -  
Instrument NO.: LC/HS/MS #8  

Analyst: A. Sheehan 

Pample Index: 10 

.oncen~r.tion: 150 n g i a  
:alculated C O ~ C :  so40 n g l a  Mm- 
hcq. Date: 0712412005 
hcq. TI-: 11:04:38 AM 1MD- 

1MD- lodlf ied: Ye. 
RT Yindowi 3 0 . 0  
Expected RT: 11.4 mi" 
3.c Relative RT: No 1400, 

p'mpl' Type: ac 
concsntr.tion: 25 W1.L 
Calculated Conc: 3557 nq1.L 
Acq.  Date: 07/24/2005 1 Acq. Time: 1 0 ~ 4 4 ~ 5 3  AM 

0 . w -  
Modlficd: YC. 

8 . W -  RI Window: 3 0 . 0  *ec 

7 . w -  
U.e Relative RT: No 

1nt. Type: Manual 
RetCntlOn Time: 10.9 min 8 e.oOc(7 

Expected RT: 11.4 mi" 

rw 
OM 

3 0 . 0  .e= 

1°C. Type: Manual g 1.w. 
Retention Time: 11.4 mln 
Are.: 111797 COYLIL. 
Height: 1.74e+004 FP. f m . 0 -  

m . 0 -  

Start Time: 10.a min 
End Time: 11.1 min - 

I 

11 

Sample Index: a3 
Sample Type:  unknown 
concentration: 
Calcuhted Conc: 
Acq. Date: 
Acq. Tlme: 

Modified: 
RI Window: 
Expected RT: 
Urn. Relative RI: 

N f A  
7445 rrq1.L 

0712412005 
ia:o3:ai PY 

Ye. 
30.0 mec 
11.4 min 
YO 

11.4 

Rat.ntion Time: 11.4 min 
51301 Count. 

w 
a 
ut 

Page 

1nt. Type: Manual 
letention T i m :  11.4 min 
&re.: 44545 COY"t. 

<eight : 2.08e+003 cp. 
Start T i e :  10.1 mLn 
End Iiae: 12.1 mi" 

1 

f 

300 

sodifled: Ye. 
IT Window: 30.0 .e= 
Ixpcctcd RI: 11.4 min 
h e  Relative RI: uo 

11.9 min - 

tnt. Type: Manual 
letention Time: 11.4 mln 
we.: 8632 count. $ 
(eight : 
start Tim: 
End Tim: 

i"..I-------<A-,v 2 3 4 3 8 7 8 0 10 11 12 13 14 15 18 17 

-,mill 
DF.(OOO' F&T'0712&%d@ ___. 

Sample Index: 24 

11.43 

1MD 
lodified: Ye. 
RT Window: 10.0 .ec 
hpecled RI: 11.4 mi" 

1400 
1,s Relative RT: NO 

1°C. Type:  Manual 
letention T i m :  11.4 mi" ' 12oo 
we.: 
deight: 2.18e1003 Cp. f lm 
Stlrt 1iac: 10.1 min = 

MD M d  Tius 11.1 "!I" 

sm 
400 

zm 
0 

45817 count. 

. ~ ~ . ~ - Twa. mh 

of 9 



-yet Version: 1. 
Printing Time: 03:06:27 PM 

Printing Date: Tuesday, July 26, 2005 

Set NO.: 071405DR 

.Sm+ N m :  TC04987T sap* ID:'DF~VOlP*P001W61OJ7. DF-1OW Fib '07lXkWR.M 
R&N- 'pFQICw&mlm' M.n( . . ) : ' 413 .MlOOd 
COmnnL hn0Wbn:- 

3.mp1. Type: Unknom 

.- 
>ample Index: 25 

:mrc.ntr.tion: N/A 
:.lcul.red Conc: 5955 ng/mL 
4Cq.  Date: 07/24/2005 
4cq. Time: 12:42:37 PM "i 

1 . W  

4odxfiad: Ye. 
11 window: 30.0 mec 
3xpected RT: 11.4 min 
3.e Relative RT: No 

rnt. rvpe: M.llU.1 
tctcrLion Time: 11.6 ri?. 
,re.: 415026 count. 

Start 1 1 m :  10.1 m.n 
End T i m  : 12.1 min 

(eight: 1.l4ar004 cp. f : Born0 !)I 
em0 0- 

m 0- 

X W O -  

au, 
00- eh, 

1 2  
*__ 

4 5  

Sample Type: unknom 
Concentration: N/A 
Calculated Conc: 3841 ng/mL 
acq. D a t e :  07/11/2005 
hcq. Time: 01:21:52 PM 

nodifled: Ye. 
RI Window: 30.0 .e= 

Ume Relative RT: No 

1"t. Type:  Manual 
Retention TI-: 10.9 .in 
Are.: 2651936 COYnL. 
Height: 1.22c+006 Sp. 
%.It Time: 10.3 min 
End Time: 12.1 min 

Expected UT: 11.. mi" 

10.55 

i i j i i i i i o i o  
Thm. nhl 

.Sm+ N m .  'SS727T smp* ID: 'CeM swrd. 2.5- FU.: ' 0 7 1 2 W M  

comnnt- Am0Ma:- 
Sample Index: 29 
Sample Type:  standard 
CODEentr.tion: 
CalcU1.ted Conc: 2;: lmOJ 
Acq. Date: 07/24/2015 

me ~ m :  PFOA toncm lone w-): - 4 1 3 . ~ 1 9  o mr 

Asq. Time: 0l:Ol:ll PM m- 

em- 

700- 

Modified: Ye. 
RT Mindor: 3 0 . 0  ..F 
Expected UT: 11.4 nin 
Us= Relative RTz NO 

Exygen Study No.: P760 
Instrument NO.: LCIMSIMS #8 

Analyst: A. Sheehan 

smpb Nm 'uwwoS77Rqf srrp* ID 'DFW01PAFW10011m7. DF-1W N. ' 071X5GUM 
P U k N m  'pFoAtoncm-lon' W e s l  V13MlOOmu- 
camlnnt- Pnnombm 

3 i m n l i  Index: 16 
3.mp1. rvpe: Unknom 
:oncentralion: N l A  
:.lcul.t=d Conc: 57.5 ng ln l  
4cq. Date! 07/24/2005 
bcq. Time:  01:02:16 m 

(oditied: Ye. 
IT window: 30.0 .CC 
Prpcted RT: 11.. ml"  
1.e Relative RT: No 

1nt. Type: Manual 
?cIc.tio~ T i m e :  11.4 min 
b..: 401126 C0""C. 

1.71e+004 Cp. 
start T i m :  
End TIm: 11.1 min - 

8 

teight: 10.3 mln f 

2mo.o :L 00 T 

3 
- 

4 
_7 

7 8  

1 

1' 
s r r p * N m : T o W H 7 7 R q f  srrp*ID:PFWVO1PAP001~1m7,DF=lW F l b : ' O 7 1 2 W M  
P d t  Nrr*. VFOAConfirm lon' M...(n) Y13.MlO01mu' 
camrnt A n m m : -  

sample Index: 28 
sample w e :  Unknown 
ConcentraLion: N/A 
Calculated Conc: 3683 ng/mL 
Lcq. Date:  07/24 /2005 

.- 

b q .  ~ i m :  oi:di:30 m 

nodifled: YC. 
RT Window: 30.0 .CC 

Expected RI: 
U.a Relative RT: No 

11.1 m l n  

1nt. Type: nanu.1 
Retention Time: 10.9 min 
Are.: 1559259 Count. 
Height: 1.17er005 cp. 
st.rt Time, 10.3 mi" 
Knd Time: 12.1 mi" 

- 7 m r c -  ' e w -  [ 5 m r -  

4 mr- 
3 w- 

2 mrc- 
1 w -  

ow- 
i 2 3 4 5 e 7 I o i o  

D 

3500 

Modified : Y.. 
RT windows 30.0 *eF 
Expected PI: 11.4 mi" 
U.. n.1.rive RT: UO 

1nt. rypel M.nu.1 
Retcntioa Ti-: 10.9 mln 

106039 Count. Are.: 
Height: 5.13e+O03 C?. 

start Time, 10.3 am 
Bnd Time? 11.0 min 

3ooo 11.43 

mo 
XW 

1500 

1mO 

500 1 0. 

t z 3 4 5 e 7 a o i  

0.59 
0 0 ,  , 

2 13 ri (5 rb (7 
A T m .  mn - Page 5 of 9 w 



A ~ l v s t  Version: 1. R 
Printing Time: 0 3 : O S : G  PM 
Printing Date: Tuesday, July 2 6 ,  2005 

Set No.: 071405DR Exygen Study No.: P760 
Instrument No.: LC/MS/MS #8 

s n p * N n * : W ~ 7 8 s p w C S ~  s l w * l ~ ' D F ~ ~ l R C W 0 1 M U 1 ~ 7 . l O ~ , D F ~ l W  FW~O712050RWHT 
R& Nn*: PFoA confirm lon' u...O-'413 oRl9.0 nrP 
camt- Am0Ua.- 

smp1. T y p e :  w 
Sample Index: 31 

Concentr.Lion: 25 nglmL 
C&lcul.red c o w :  1100 nslmL 
Acq.  Der*: 07/21/2005 
a c q .  TI-: 02:10:35 m 4 . w  

3 . w  

Modif icd: Ye. 
RT Window: 30.0 .=e 
Expected UT: 11.1 min 
Umc Relative RT: No 

~~~~ , , , 1143 

I"t Type *."".l 
Retention T i r  10 9 ntn 
Arc. 97*'17 COYIIL. 
HerghL 5 27crOO. CP. 
sr.rt TlDa IO 1 min 
End t i -  I2 1 nrn 

1 0 . 1  

5oooO 1056,  

1 2 3 i i 8 i 6 b io  11 12 13 14 1'5 i' 1'7 
0 0  

Th* mln 
srrp* N m  .C&ob78-smp* ID X l F C 6 V O S  
R & N m  'FfoAcOnfirmlon' w") '413MlOOmu' 
C a m n 1 -  lmouon- 

sample Index 33 
Sample Type Unknown 
ConccnLr.r.on W / I  
Calculated Conc 1369  n g l a  
Acq Date 07/24/2005 
Acq TlDC 0 3  20  00  P* 

rn -1 

I"t Type *."".l 
Retention T i r  10 9 ntn 
Arc. 97*'17 COYIIL. 
HerghL 5 27crOO. CP. 
sr.rt TlDa IO 1 min 
End t i -  I2 1 nrn * 1 0 . 1  

1 2 3  
0 0  

Th* mln 
s r r p * N m  .C&ob78-smp* ID 'DFC6VOlRCP0010(YlW7.DF=lW F a  '0712WX**r  
R & N m  'FfoAcOnfirmlon' Ur*"l'413MlOOmu' 
C a m n 1 -  lmouon- 

sample Index 33 
Sample Type Unknown 
ConccnLr.r.on W / I  
Calculated Conc 1369  n g l a  
Acq Date 07/24/2005 
Acq TlDC 0 3  20  00  P* 

rn -1 lor' 

35M Modifled: YC. 
RT Window: 30.0 *e.= 
Expected RI: 11.1 min 

3000 Ume Relative Ut: No 

1nt. Type i Manual 
Retention T i m :  10.9 min ' Zsm 
Are.: 97581 Count. f 
Height: 1.60=+003 cp. 

End Time: 12.0 min - 

11.a 

start Ti-: 10.1 min d 2 c a  

1xJo 

1m 

m 10 

0 f ' ,  . . . . . . I , , 
1 2 3 4 5 0 7 8 9 10 11 12 13 14 15 18 17 

Tm. mk 
slip* N a :  %mM7lY %mp4e ID. .DF~VO1RCFWlMUlw7. DF-llT F k :  '071zo5DRVM- 
R&Nm:PFoAconfirmkU M.n(..):'413.MlO.Om' 
can*n(:- -:- 

Sample Index: 35 
Sample Type: unknom 
Concentration: U l r  
Calculated C M S :  1272 nglmL 
Acq.  Date: 07l21l2005 
Acq.  T i e :  03:59:17 PPI 

_I 

Modified: Y.. 
RI window: 30.0 .e= 
Expected UT: 11.1 nin 
U*C Relative UTI Uo 

1nt. N.ri MmY.1 
3.w 

Q I 
Retention Time: 1 0 . 9  min 
Are.: 
Height : 4.71e+001 cp. 

End Time: 12.1 min - Start T i m :  10.3 min I 2 . w  

5oooO 10. 

1 2 3 4 5 8 7 8 0 10 11 12 13 14 15 18 (7 
00 . . . I . I . . . . . , , , , , , . . 

Sample Index: 32 
Sample Type: w 
Concentration: 250 q / m L  
Calcu1.t.d Cons: 1539 ng/nL 
Acq.  Date: 07/21/2005 45m 
Acq.  Time: 01:00:21 m 

MOdlf ied: Ye. 
RT window: 30.0 *eF 

Uma Relative RT: No 
Expectad R I :  11.1 mi" 

IDt. *: b".l 
Retention Time: 10.9 .in 
Are.: 109150 C~unt. 
Height: 1.96e+003 CY. 
Start Time: 10.2 .I" 
End Ti-: 12.1 .in 

B 

11.42 

r- mk 
D F = l W  Fib: '0712WXrrHc 

Sample Index: 34 
Sample Type: Unknown 
Concentration: NlA 
Calcu1at.d Conc: 1517 ng/mL 
Acq.  Date: 07/24/2015 
A C ~ .  tlsr: 03:39:38 m 

Modified: Ye. 
RI Window: 30.0 .e= 
Expected UT: 11.4 min 
U.C Relative RI: NO 

1nt. Type: Manual 
Retention Time: 10.9 min 
Are.: 107926 count. 

Start Time: 10.3 mxn 
End Time: 12.0 milr 

Height: 5.1*e*101 cp. 

B 
f 
f 

Of 9 



Analyst Version: 1. !c 

1KD- 

Set NO.: 071405DR € 
Printing Time: 03:06:28 PM 

Printing Date: Tuesday, July 26, 2005 

Sample Index: 37 
Sample T y p e :  standard 
:onccntr.rion: 5 n9lpL 
:.lcul.red Conc: 5 n g l a  
k q .  Date: 07/21/2005 
k q .  11m: 01:38:38 PI4 

lodxfxed: Ye. 
1400 

RT Window: 30.0 met 

Use Relative RT: No 
Expected RTr 11.4 mln 

1°C. m e :  *."".l 
Retention Time: 11.4 min 
are.. 37786 CO""t. 

Height: 1.69e+003 cp. 
St.lt Time: 9.21 In," 
End TI-: 11.8 I," 

.._-.._̂ _ ~ 

12 13 14 15 18 17 - N m :  %KO49879 Spue I. smp*iD 'DFalvMAYRy)lMylm7. lor&, DF=lO. Fib '07120Y)RM 

Comnnt- AMo1.uIII:- 
Sample Index: 3 9  
Sample Type:  w 
ConcenCr.Li0": 25 ng/mL m 

Acq. Date:  07/24/2005 5500 

m I * ~ m : - w m C o n m l a -  M . u ( ~ ) : ~ ~ ~ . L M ~ o o ~ w -  

Calculated Conc: 159 ng/mL 

Acq. T I M :  05:17:57 PU 

Modified, Ye. 
RT Windor: 30.0 mec 
Expected RT: 11.1 mi" 
Use Relative RT: NO 

5ooo 

4mo 

4om 
1nt. Type2 n.nu.1 
Rercntion Time: 11.1 mi" 
Are.: 113265 count. 
Hsight: 
Start Time: 
End T i m :  12.1 mxn 

2ooo 

1 m  

lm, 

m 
0 . S  10 

1 2 3 4 5 11 7 8 0 10 11 12 13 14 15 18 17 
Thm, mk 

~ smp*~m:'co~rnw ~ ~ W I D : - D F O V ~ A ~ ~ ~ O ( Y ~ ~ ~ ,  W-IW F * : ' o ~ ~ ~ o ~ M ( * w T  
R.L N-. WM cmfirm la. ths(~):*413.Wl9.0 M' 
C0mnnt:- -:- 

sample Index: 41 

concentr.tion: 
s.mp1- Type:  ' - . ~  
- .  . .  . _  

unmqm 
N I A  

L.ICYI.Lem Lon=: 14. ng/mL 
Acq. Data: 07/24/2005 
Acq. Time: 05:57:16 PI4 

Modified: Ye. 
RT windor: 3 0 . 0  .*c 
Expected RT: 11.4 lain 
Ume R.l.Livc RT: No 

1°C. m e :  
ReLention TI.*: 11.4 m m  
Are.: 12611 COUIIL. 
Height: 
Start Time: 
End Time: 

1 

Thm. mk 

Page 

Exygen Study NO.: P760 
Instrument No.: LC/MS/MS 118 
Analyst: A.  Sheehan 

Sample Indar: 38 

COKLCe"tr.t*On: 25 n g l a  
Calculated Conc: 115 n g l a  
Lcq. Date: 07114l2005 
ACq. Ti-: 01:51:17 RI 

s.mp1s T y p e :  pc 

nodif ied: YC. 
RT Yindoi: 30.0 .ec 

11.4 mi" ExpecLed RT: 
Urn- Relative RT: No 

IDL. T y p e :  nmu.1 
Retention T i m :  11.1 nin 
Are.: 12691 count. 
Reight: 7.19=+002 cp. 
st.rt Time; 10.2 mln 
End Tim: 11.9 lain 

--A. e..,- -._.. 
12 13 14 15 111 17 

Thm. m 
FW'0712mWWR 

sample Index: 4 0  
s.mp1e Type: I)c 
concentr.tion: 150 n g / a  1400- 

Acq. T l m c :  05:37:35 PI4 1KD- 

nodified: Ye. iim- 
Expected RT: 11.1 mi" lm,. 

Calculated Conc: 277 nglpL lMD- Acq. Data: 07/24/2005 

RT Window: 30.0 mec 

Ume Relative RT: No 
pm> ... 

B =%lo- 1°C. m e :  M.Il".l 
Retention Timer 11.1 min 

Height : 1.40sr003 Ep. 
Start Time: 
Bnd Timi 12.0 lain - 

Are.: 21866 count. 700- 

500- 

'9 

1nt. Type:  
uatcnrion T1m: 
Are.: 
Heights 
Start Time: 
Fnd T i m :  

M.ZW.1 
11.1 m1n 

10392 count. 
5.17e+002 c?. 

10.1 m m  
11.9 min 

B 
f 
f 



Analyst Version: 1 . 4  a 
Printing Time: 03:06:28 PM 

Printing Date: Tuesday, July 26, 2005 

Set NO.: 071405DR 

5mmple Index: 4 3  
Eample Type: Unknown 
:oncentr.tion: N/A 
:.lculated Conc: 155 ng/mL 5600 

SO00 
k q .  D a t e :  07/24/2005 
k q .  Time: 06:36:48 PM 

aodif led: Y.. 4500 
RT W l n d d D 1 :  3 0 . 0  .CS 
Expected RT: 11.4 mi" 
"me Relative RT: No 

1nt. Type: Y."Ul 
o=te.ticx Ti-e: 11,s =in 
hre.: 109891 count. 
Height: 5.'16e+003 CY. 

IL.TL T i m :  10.3 mln 
W d  T i m :  12.2 mi" 

3mo 

2500 

12 13 14 15 18 17 

Smo. N-: 'SS727T smp* IO: TasimUm M n d .  10 WC Fh: '071205DRM 
PeANmm 'PFOACmhnlon* Ma) '413.oR19.0m'  
comnne- AmOU(l0n:- 

sample Index: 4 5  
sample Type: Standard 

Calculated C ~ n c :  10 nglmL 

k q .  Tine: 07:15:59 PW 

ll0difI.d: Ye. 
I T  Window: 3 0 . 0  ..C 

Expected RT: 11.4 min 
Ume Relative RT: No 

Int. Type: Manual 
iletention Time: 11.. mi" 
ArYa.: 69158 count. & 

'i Concentr.tion: 10 ng/mL 

&cq. Date: 07/21/2005 3mo- 

Em- 

B -- 
Height: 
St.*t TI-: 
End Tim: 11.3 min 

lo00- 

500- 

0 . . , . . I . .  . 
1 2 3 4 5 (I 7 8 0 10 11 12 13 14 15 18 17 

S m p h  Index: a7 
Sample m: cc 
ConC."Lr.tiOn: 25 ng/mL 

5 .51  

Calculated Conc: 1936 ng/mL 
M q .  Data: 07/24/2005 
Acq. Timi 01:55:20 PM 

Modified: Ye. 
RT Window: 3 0 . 0  *e= 
Expected UT: 11.4 am 
h e  Relative UT: NO 

rnt. ryw: Manual 
Retention T i m :  10.9 am 
Ar.. 2 1346466 count. 
Height : 6.16c+001 CF. 
start Time: 10.3 am 
W d  T i m :  12.1 min 

0 - 
8 
f 
f 

50.1 

4% 

40.4 

3 5 1  

3 w  

2 5 1  

20.1 

1 Y  

10.1 

5 o M O  i o n  

1 i 3 4 s e 7 8 o i o  0 0  . 
rm. mn 

- - 

1142 

Page 
- 
8 

Exygen Study NO.: P760 
Instrument No.: LC/MS/MS #8 

Analyst: A. Sheehan 

c 

3500 

3mo 

lodified: Ye. 
2 1  Window: 30.0 #ec 
Expected RT: 11.. mi" 
h e  Relative RT: No 

10.89 1 
kre.: 92514 count. 
Height: 
S t . r C  Tim: 
Knd T i m :  

500 

9 10 11 12 13 14 15 16 17 
r-. mh 

sng*Nmm:'CMIS3WsplkeC Smp*ID:'DFWO,?FW&W4lW7. ( O W .  DF=lW F4e:.O71205ORWU 
h . k N m : P F O A C m f m l m '  W ~ ) : 4 1 3 . M 1 9 . O d  
Cannt- AmOU(l0n:- 

Simple Index: 46 
sample Type: M: 
concentr.tion: 25 ng/mL 
Calculated Conc: 2202 ng/mL 6000 

5MIo k q .  Date: 07/24/2005 
Lcq. Time: 07:35:44 PII 

5wo 

4500 

10.88 

Modified: Ye. 
RT Window: 30.0 .e= 
Expected RT: 11.4 mi" 
U.e Relative RT: No 

1nt. Type: Manual 
ncrention Tina: 10.9 .in 
-e.: 155465 count. 
Height: 6.20c+003 <pa 
st.rt time: 10.2 mln 
End Ti-: 12.1 min 

Sampl. Index: 41 

ConcenL=.tionr 250 ng/mL 
Calculated Conci 2260 ng/mL 
Acq. Date: 07/24/2005 
Acq. Timi 08:14:56 PM 

s.mp1e Typ.: oc -1 %oo 
Modified: Ye. 5.0.1 

4.- 
RT Window: 3 0 . 0  *e= 
Expected UT: 11.4 am 

4.0.4 
h e  Relative UT: NO 

1142 

Ar.. 2 1346466 count. 
Height : 6.16c+001 CF. 
start Time: 10.3 am 
W d  T i m :  

20.1 

1 Y  

10.1 

5 o M O  10. 

1 i 3 4 s e 7 8 o to li ti 11 14 i s  18 17 
rm. mn 

0.0 . 
- - 

0 
W Page 8 of 9 

Modified, Ye. 
RT Window: 3 0 . 0  .ec 
Expected RT: 11.4 .in 
U.e Relative RT: NO 

1nt. Type: mu.1 
Retention Time: 11.4 min 
Are.: 159517 count. 
Height: 6.32er003 cp. 
st.rt Txme: 10.2 mln 
W d  Tma: 12.5  mi" 

~. 

Of 9 
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Analyst Version: 1. 
Printing Time: 03:06:29 PM 

Set NO.: 071405DR 

Printing Date: Tuesday, July 26, 2005 

Exygen Study NO.: P760 
Instrument No.: LC/MS/MS #8 

Analyst: A. Sheehan 

-N- 'CCCdsMaW SrrpbID pFOBVmCCPM1CCdlC07.DFr100. F h  '071-Mfr 
MNm-VfmCm-bn- ~ 4 1 J o R l O O m C  
cmmnl Amwlmon 0 

?ample Index: 50 ?ample Index: I 3  
?.mple Type: Unknom 
:oncentration: N/A 
:.lculaLcd Conc: 1983 ng/mL 
L C ~ .  nata: n7/2412005 
,cq. T I M :  08:31:39 PI 

lodified: Ye. 
IT Window: 30.0 .ec 
Upcctid RT: 11.. sin 
1.e Relative RT: Uo 

1nt. Type: *."".I 
I c f e n t i s n  Time: 10 (I nin 
ire.: 140273 count. 
{eight : 5.861rOD3 Cp. 
?tart Tim: 10.1 mln 
2nd TIm: 11.0 min 

3500 

2500 

KDo 

1500 

500 

0 _? 

2 3  8 7 8  

10.87 

- 
16 17 

sample Index: 51 
Earnole WDC: Unknom . .. 
:oncentration; N/A 
2alculared Conc: 177. ng/lL 
Pcq. Date: 07/24/2005 
kcq. Tile: 09:11:01 PM 50.4 

4.0.4 

lodif ied: YC. 
KT Window: 30.0 scc 
Expected RT: 11.4 min 
J.e Relative RT: N o  

1-t. m e :  M.nu.1 
Retention Tme: 10.9 iln 
we. : 1231391 Count.. 
Height: 5.83et001 cp. 
Start  Time: 10.3 rnin 
End Tlme: ia.1 min 

B 
f 3.0.4 

f 2.- - 
2.0.4 

1 %  

1 .w 
m 0 0  

1 2 3 4 5 8 7 8 9 10 11 12 13 14 15 18 17 

Sample Index: 53 
sample Type: Standard 
Concentration: a5 ngm. 
Calculated Cons: 11 ng/mL -- 
A c q .  Date: 07/24/2005 

m- A E q .  Ti-: 09:53:31 PM 

Mditied: K*. 
RT Window: 30.0 .CC 

U*e Relative RT: N o  

emo- Expected RT: 11.1 .in 

11.41 

I 
Moo ia.1 .in - 

1nt. Type:  Manual 
Retention Tim: 11.1 min 
-e.: 168117 count. f 
Height : 
Start Tlle: 
End Tile: 1 

Page w 

?.&la Type:  U h o m  

icq. D.L.: 07/21/1005 5600 

YDO 

:oncentration: N / A  
:alculated Conc: 2061 n g / a  

Lcq. Ti-: 01:51:15 PM 

lodified: Ye. 
IT Window: 3 0 . 0  .ec 
lxpectcd RT: 11.. mi" 
Jse Relative RT: No 

rnt. Type: I."".l 

ire.: 116203 count. 
{eight: 6.15e+003 CP. 
I tar t  Tile: 10.3 min 
2nd Tim: 12.1 min - 

KDo 

1500 

500 

Smple Index: 52 
Famplc Type: mknom 
:oncentration: N / A  
IalculaLed Conc: 1790 ng/mL 
icq.  Date: 07/24/2005 
icq.  Tile: 09:33 :15  PM 50.4 

4.- 

4.0.4 

lodified: Ye. 
XT Window: 30.0 ..c 
lxpecCad RT: 11.. min 
1.c Relative RT: N o  

tnt. Type: M.nu.1 
letantion Time: 10.9 min 
kr..: 11155.0 count. 3.0.4 
reight : 5.88er001 cp. 
Start TI-: 
End Time: 11.2 min 

B 3.- 

20.4 

1.0.4 

O C J  f T  ~ 

1 5  

1053 

1069 

9 of 9 
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A I a I C I D 1  E I F I G I H I l l J  

I I I I I 
PFBS 

I 
PmlS 

I 



, 
I I 

I I 
I I I I I 

I 
I 

PFOA , w I I I r-- i I 

0 3 1 2  



1- 

i- 
PFOA Confirm Ion 

I I 
I 

0 3 1 3  



Vegetation Set #2: 

Internal Chain of Custody/Fortification 
Sheets 

0 3 1 4  



W 

All samples were measured on: 

3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231 -1 580 

R E S f: A R C t-f 

INTERNAL CHAIN OF CUSTODY/FORTIFICATION SHEET 
FOR SOLID SAMPLES 

3 a0 Time: \ Date: 0 % / 6 6 / f i (  Initials- 

The samples listed betow were removed from: 
CEDID': q&ag 84 I Time: OBCq I Date: 03/&,/05 I Initials: e 

After measuring samples were returned to: 
CEDID': F p p ~ w  34 I Time: [5!Q5 I Date: o ~ / ~ ~ / ~  I Initials: e 
Comments: 0 @ 6~ OT/!= 

I .  

I I  

LAB0 RAT0 RY FORM 0 3 2 5  LIBRARY ID: VOOO1399-3 



3058 Research Drive 
State College, PA 16801 

E A R C H  

Phone: 814-272-1039 
Fax: 814-231 -1580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Vecl etation Exygen StLidylProject Number: P76O/P1131 Matrix: 

STEP 1 = Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. 

STST;: r 3 0 I B $ A  CN and shake for -15 min. Shaker 10:- 
ondition SPE Columns. (Pack with -29 of florisil, silica gel, carbon, and -1g of LC-NH2) (Condition with 20 mL methand, 20 mL ACN) Do ot let c u n go dry. 

STEP 4 = Centrifuge at -2000 rpm for -10 minutes, Decant onto SPE and collect in silanized flask. Centrifuge ID- Glassware silinized: initialsrnate 
STEP 5 = Add 20 mL ACN to 50 mL centrifuge tube, shake for -10 min. Shaker I D d A I m  
STEP 6 = Centrifuge at -2000 rpm for -5 minutes, Decant onto same SPE column and collect in the same silanized flask. Centrifuge l O : ~ l @  
STEP 7 = Repeat steps 5 through 6 again. 1 

STEP 8 = Add 3-4 drops of 1-octanol, evaporate using rotovap at 40°C. ’ 
STEP 9 = Add 2 mL 2% ascmic acid in methand. mix, transfer to HPLC vial. 
STEP 10 = Perfam LCIMSIMS analysis for PFOA, PFBS, PFHS. and PFOS. 
STEP 11 = Perform LCIMSIMS re-analysis. 

ack an 

COMMENTS: 
# .  . .  

Final extracts stored in Refrigerator # 32 Initials: & Date: &?&/6 

LIBRARY ID: VOOO2603-1 LABORATORY FORM 



3058 Research Drive 
State College, PA 16801 

Phone: 81 4-272-1 039 
Fax: 814-231 -1 580 

C X R C H  

INTERNAL CHAIN OF CUSTODY/FORTIFICATION SHEET 
FOR SOLID SAMPLES 

E 

’ The samples listed below were removed from: I 

CED ID’: Fgg$sy_  3L\ I Time: 1001 I Date: fi7/o&/os I Initials- - 

I CLIENT SAMPLE ID I EXYGENIDNUMBER 1 WElGHT(g) 1 FORTIFICATION ] 

All samples were measured on: 
Balance ID: q z c )  I Time: 10% I Date:o#/OLp/E I Initials- 

I 

After measuring samples were returned to: 
CED ID’: F ~ + G , ~ K  34 I Time: 1225 I Date: O~/OLe/Dc I Initials:- 

I 

I I Set extraction/analysis data verified by I InitiaMDate: I /0@/3,2.\g I 
’ CED = Controlled environment device; specify the type of device and number (e.g., Wall# Freezer 8) 

LAB0 RAT0 RY FORM 0 3 1 7  LIBRARY ID: VOOO1399-3 



3058 Research Drive 
State College, PA 16801 

R E S E A R C H  

Phone: 814-272-1 039 
Fax: 814-231-1580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Exygen StudylProject Number: P760IP1131 Matrix: Veo etat ion 

STEP 1 
STEP 2 
STEP 3 
STEP 4 
STEP 5 
STEP 6 
STEP 7 
STEP 8 
STEP 9 
STEP 10 
STEP 11 
COMME if 

= Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. 
CN and shake for -15 min. Shaker 1 0 : s  
ndition SPE Columns. (Pack with -29 of florisil, silica gel, carbon, and -1g of LC-NH2) (Condition with 20 mL methanol, 20 mL ACN) Do not t co m go dry. 

= Centrifuge at -2000 rpm for -10 minutes. Decant onto SPE and collect in silanized flask. Centrifuge I D : M W &  Glassware silinized: initials/Date&O&& 

= Repeat steps 5 through 6 again. 
= Add 3-4 drops of 1-octanol. evaporate using rotovap at 40 ’C.  
= Add 2 mL 2% ascorbic acid in methanol, mix, transfer to HPLC vial. 
= Perform LC/MS/MS analysis for PFOA, PFBS, PFHS, and PFOS. 
= Perform LClMSlMS re-analysis. 

= Add 20 mL ACN to 50 mL centrifuge tube, shake for -10 min. 
= Centrifuge at -2000 rpm for -5 minutes. Decant onto same SPE ’ 

. -  .,-re. 

B3blc Date: 6?/13/bZ Final extracts stored in Refrigerator # 3 2  Initials: 
Y I a. 

LIBRARY ID: VOOO2603-1 LABORATORY FORM 



3058 Research Drive 
State College, PA 16801 

Phone: 81 4-272-1 039 
Fax: 814-231 -1 580 

E A R C H  

INTERNAL CHAIN OF CUSTODY/FORTIFlCATlON SHEET 

E 
FOR SOLID SAMPLES 

All samples were measured on: I 

- Balance ID: f3b ~~,QCC AD I Time: 1030 I Date: o ~ / o ~ / ~  I Initials:@ 

n7 12Ek in itials/Date: asta W t  ID: 
Data Set ID: 071 20 s e e  InitialdBate: 

c 

Analysis 
Summary 

After measuring samples were returned to: 
CEDID': 34 I Time: J225 I Date:bT/bE,/d< [ Initials:& 

I 

AlvrA 1 0 7 ) / 1 / 1  O S  
rv\(J / 6 7 [ 2 l o b ~  

Data Set ID: 
1 I Set extractionlanalysis data verified by I InitiaMDate: I 1 f)0\zz\oy I 

I , ,  

__ Initials/Rate: - I -' 

W ' CED = Controlled environment device; specify the type of device and number (e.g., Walkin Freezer 8) 

LIBRARY ID: VOOO1399-3 LABORATORY FORM 
0 3 l g  



d 
w 
i 3  
0 

Evgena R F S E A  R C  t i  
3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1039 
Fax: 814-231-1580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Pemuorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Exygen StudyIProject Number: ?76O/P1131 Matrix: Vegetation 

STEP 1 
STEP2 
STEP 3 
STEP 4 
STEP 5 
STEP 6 

= Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. 

= Centrifuge at -2000 rpm for -10 minutes, Decant onto SPE and collect in silanized flask. Centrifuge I D a . l a s s w a r e  silinized: initialsmat 
= Add 20 mL ACN to 50 mL centrifuge tube, shake for -10 min. Shaker ID:- 
= Centrifuge at -2000 rpm for -5 minutes, Decant onto same SPE column and collect in the same silanized flask. Centrifuge ID:wo&Q/@A 

ACN and shake for -15 min. Shaker ID: 
ndition SPE Columns. (Pack with -2g gel. carbon, and -1g of LGNH2) (Condition with 20 mL methanol, 20 mL ACN) 

STEP 11 = Perform LCIMSIMS re-analysis. 
COMMENTS: 

Final extracts stored in Refrigerator # 3 Initials: #& Date: dd6 

LIBRARY ID: VOOO2603-1 LABORATORY FORM 



3058 Research Drive 
State College, PA 16801 

Phone: 81 4-272-1039 
Fax: 814-231 -1 580 

E A R C t i  

INTERNAL CHAIN OF CUSTODY/FORTIFICATION SHEET 
FOR SOLID SAMPLES 

E 

I 

The samples listed below were removed from: 

CLIENT SAMPLE ID 1 'EXYGEN ID NUMBER I WEIGHT (8) I FORTIFICATION I 

. -.- I Data Se 

1 .  I Set extractionlanalysis data verified by I InitialsIDate: I I D'blZ* I 
I 1  - 

' CED = Controlled environment device; specify the type of device and number (e.g., Walkinvreezer 8) 

LABORATORY FORM 0 3 2 1  LIBRARY ID: VOOOl399-3 



E!genB R E S E A R C H  
3058 Research Drive 
State College, PA 16801 

Phone: 81 4-272- 1039 
Fax: 814-231 -1 580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: "Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS" VOOOl784 

Exygen Study/?roject Number: ?760/P1131 Matrix: V e~ etation 

STEP 1 
STEP2 
STEP 3 
STEP 4 = Centrifuge at -2000 rpm for -10 minutes, Decant onto SPE and cdlect in silanized flask. Centrifuge ID:- Glassware silinized: initialsmate p&o&$e 
STEP 5 = Add 20 mL ACN to 50 mL centrifuge tube, shake for -10 min. Shaker ID:/- 
STEP 6 = Centrifuge at -2000 rpm for -5 minutes. Decant onto same SPE column and cdlecl in the same silanizad flask. Centrifuge l D $ A ) W & ,  
STEP 7 = Repeat steps 5 through 6 again. 
STEP 8 = Add 3-4 drops of 1-cctanol, evaporate using rotovap at 40°C. 

STEP I O  = Perform LC/MSIMS analysis for PFOA, PFBS, PFHS, and PFOS. 
STEP 1 I = Perform LCIMSIMS reanalysis. 

= Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. 
ACN and shake for -15 min. Shaker 10:- 
ondition SPE Columns. (Pack with -29 of florisil, silica gel, carbon, and -1g of LGNH2) (Condition with 20 mL methanol, 20 mL ACN) Do t co m go dry. 

Rckv $.hi5 I SnrpIes w w/ hi\ 
STEP 9 = Add 2 mL 2% ascorbic acid in methanol, mix, transfer to HPLC vial. and W ir\ @&y&r32 ( ~ K w o o ~ ~ ~ )  WAIF - 

rf;o.lr( Date: 6?//?/6 Final extracts stored in Refrigerator # % Initials: 
COMMENTS: 

LIBRARY ID: VOOO2603-1 LABORATORY FORM 



W 

3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231-1580 

E A R C H  

INTERNAL CHAIN OF CUSTODY/FORTIFICATION SHEET 
FOR SOLID SAMPLES 

E 

bd 

The samples listed below were removed from: 
CED ID’: Fm- cM I Time: loo$! I Date: o T / o ~ / ~  I Init iaIsm& 

All samples were measured on: 
Balance ID: ~ M N C G .  QO I Time: /030 I Date:03/0&/bq I Initials- 

c. 

After measuring samples were returned to: 
CED ID’: f + g ~ p ~ g  34 I Time: 1925 I Date:m/uo/e I Initials: 

I L  

LIBRARY ID: VOOO1399-3 
0 3 2 3  

LABORATORY FORM 



EiQrgene R E S E A R C: H 
3058 Research Drive 
State College, PA 16801 

Phone: 81 4-272-1 039 
Fax: 814-231 -1580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Pemuorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Exygen StudyIProject Number: P7601P1131 Matrix: Vwetation 

STEP 1 
STEP 2 

STEP 4 
STEP 5 = Add 20 mL ACN to 50 mL centriifuge tube, shake for -10 min. Shaker ID:]&- 
STEP 6 
STEP 7 = Repeat steps 5 through 6 again. 
STEP 8 = Add 3-4 drops of 1-octanol, evaporate using rotovap at ~40’C.  
STEP 9 = Add 2 mL 2% ascorbic acid in methanol, mix, transfer to HPLC vial. 
STEP 10 = Perform LCNSlMS analysis for PFOA, PFBS, PFHS, and PFOS. 
STEP 11 = Perform LClMSlMS re-analysis. 

= Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. 
ACN and shake for -15 min. Shaker ID:- 

STEP 3 @;k%hondition SPE Columns. (Pack with -29 of florisil, silica gel, carbon, and -1g of LGNH2) (Condition with 20 mL methanol, 20 mL ACN) 
= Centrifuge at -2000 rpm for -10 minutes, Decant onto SPE and cdlect in silanized flask. Centrifuge ID- Glassware silinized: 

= Centrifuge at -2000 rpm for -5 minutes, Decant onto same SPE 

COMMENTS: 
Final extracts stored in Refrigerator # 31 Initials: &kk Date: @$$Ss 

I 

LIBRARY ID: VOOO2603-1 LABORATORY FORM 



3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231 -1 580 

E A R C t i  

INTERNAL CHAIN OF CUSTODY/FORTIFICATION SHEET 
FOR SOLID SAMPLES 

E 

U 

The samples listed below were removed from: 
CED ID': F e w  84 I Time: 1002 I Date:OT/Ob/pq I in itia 1 s : U L  

I 1  

I CLIENT SAMPLE ID I EXYGENIDNUMBER I WElGHT(g) I FORTIFICATION I - 

All samples were measured on: 
Balance ID: gh) fl~w I Time: 1(330 I Date: 03/06/05 I i n i t i a l s u f ,  

, I .  

After measuring samples were returned to: 
CED ID': Fp+cwE I Time: I Date:63/b(a/,T I Initials:- 

I 1  

LABORATORY FORM 0 3 2 5  LIBRARY ID: VOOO1399-3 



P!!enB R E S E A R C H  
3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1039 
Fax: 814-231 -1 580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Exygen Study/Projed Number: P76GiP1131 Matrix: Veaetation 

STEP 1 
STEP2 
STEP 3 
STEP 4 

= Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. 
@Jf:n~ ACN and shake for -15 min. Shaker ID. 

ndition SPE Columns. (Pack with -29 
= Centrifuge at -2000 rpm for -10 minutes, Decant 

-1g of LC-NH2) (Condition with 20 mL methand, 20 mL ACN) Do not let c mn go dry. 
flask. Centrifuge ID:-Glassware silinized: initials/Date&@y 

STEP 9 = Add 2 mL 2% ascorbic acid in methanol, mix, transfer to HPLC vial. 
STEP 10 = Perform LC/MS/MS analysis for PFOA, PFBS, PFHS, and PFOS. 
STEP 11 = Perform LClMSlMS re-analysis. 

&- Date:# Final extracts stored in Refrigerator # 32 Initials: 
COMMENTS: 

LIBRARY ID: V0002603- 1 LABORATORY FORM 



Vegetation Set #2 

Data Set 071205E 

Extracted on 07/12/05 

(Analyzed on 07/15/05) 

0 3 2 7  



Analyst Version: 1.4.1 Exygen Study No.: P760/P1131 Page 1 of 1 
01:49 :50  PM Data Set No.: 0712053 Instrument No.: LC/MS/MS #8 
Printing Date: Thursday, J u l y  14, 2005 Analyst: A. Sheehan 

7 _________ 
P760-1131 Ismer Separatio 

Calibration Standa 

0 3 2 8  



LC/MS/MS SYSTEM AND OPERATING CONDITIONS 

Sponsor Study No: NA Exmen Study No: P760/P113! 
W 

Instrument: API 4000 LC/MS/MS System, ( L C M S M S  #8) 
Turbo Ion Spray Liquid Introduction Interface 

Computer: DELL OptiPlex GX400 

Software: Windows NT, Analyst 1.4 

HPLC Equipment: Hewlett Packard (HP) Series 1 100 
HP Quat Pump 
HP Vacuum Degasser 
HP Autosampler 
HP Column Oven 

HPLC Column: 
Column Temperature: 35'C 

Therm0 Fluophase RP, 50 mm x 2.1 mm (Exygen ID MA0018925) 

Mobile Phase (A) : 
Mobile Phase (B) : 

2 mM ammonium acetate in water (SL0014984) 
Methanol (RE0020196) 

U 

Time (min) %A 
0.0 65 35 
1 .o 65 35 
8.0 25 75 
10.0 25 75 
11.0 65 35 
18.0 65 35 

Total run time = -18 min 

Flow Rate: 0.3 mL/min 

Injected Volume: 15 pL 

Ions monitored: 
Analyte - Mode Transition Monitored 

PFBS negative 299 + 99 
PFHS negative 399 -+ 80 
PFOS negative 499 + 80 
PFOA negative 413 + 369 

PFOA Confirm Ion negative 413 + 219 
I3C PFOA negative 415 -+ 370 

Analyst: Slleehan h$3 b7\\q lo5 
Exygen Research 
3058 Research Drive, State College, PA 16801 
Phone : (814) 272-1039 FAX : (814) 231-1580 W 

0 3 2 9  



Ana lys t  Vers ion :  1.4.1 Set No.: 071205E Exygen Study No.: P760 
P r i n t i n g  Time: 11:17:05 AM Ina t rument  NO.: LC/MS/MS #8 

P r i n t i n g  Date:  Thursday, July 28 ,  2005 Ana lys t :  A. Sheehan 

_ _ _ _ ~ " x . x -  

I bnalyto Calculated 
smple  ~ y p e  Dilution' hacmpk EiTc% I Conantration Concentntion Run I 

Standard 1 IPFOA 170926 0500 0 378 071205E-201 
Calibration Standard. 1 0 ng/mL Standard i IPFOA 299429 100 0955 071205E-202 
Calibration Standard. 2 5 @mL Standard 1 /PFOA 855588 250 255 071205E-203 1 

500 548 071205E-204 I 8PFOA Calibration Starfardr5 0 ng/mL Standard 
071205E-205 I l o o  

Calibration Standard,-25 WmL *Standard 1 'PFOA "5773-66 - 25 0 255 I '071205E-208 
1 PFOA 10926992 500 488 071205E-207 Calibration Sta~rd._50_ng/m~ Standard 

8 Methanol Wash Methanol Wash G k m  1 PFOA 22848 FUA < O  071205E-208 ~ 

9 RaagentContld coO73483control U n k m  1 PFOA 47485 FUA C O  071205E-209 
10 &gent Spk A -COO73483 Spk A, 2 5 ngg QualityControl 1 PFOA 1619444 6 25 6 87 07 1205E-210 

Q-~lity_Control 1 PFOA 6104568 25 0 27 0 071205E-211 11 k g e n t S p k B  COO73483SpkB,lOng/g 
-C%bration Standard, 0 5 - 4 m i  Standard 1 PFOA 165997 0500 03% 07126%--212 

pike C bF08V02RCF'Wl0041007. 10 ng/g QualityControl 1 " PFOA * 3 9 8 l & ?  0 2 5 0  178 071205E-213 
420 0712055-214 
172 07T%% 5 
179 07 1205E-216 
0904 071205E-217 

071205E-218 18 
19 coo4aea2 Spike F WWOlAVP00~o7ih-i007,100 ngg. DF=10 - Qdity&trol 10 FFOA 4052837 250 178 071 Z&%Z% 
2 0 -  d2lo4see2 DFOWOlAVP06~0041007 Unknown 1 PFOA 5673154 FUA 25 0 071205E&0 
21 -9882 Rep DFWOlAVP0010041007 U n k m  1 PFOA 5409398 FUA 23 9 071205E-221 
22 SS7277 calibration StandaG. 2 5 WmL Standard 1 PFOA 785817 250 3 14 I0712&222- 
23 coo49883 Spke 0 DFOQVOlPAP0010041007. 10 ng/g QualityControl 1 PFOA 25888168 0 250 118 071205E-223 
24 coo49883 Spike H DFOWO1PAP0010041007. 100 ng/g, DF=10 Quality Control -10 PFOA 6533125 250 289 071205E-224 

942 071205E-225 
102 071205E-228 '26.  coo49883 Rep DF=OlPAP%l&i-007 Unknown 1 PFOA 22897488 

27 G7276 Calibration Standard, 5 0 WmL Standard 1 PFOA - 1-%0382 500 580 071205E-227 
23339018 Q 250 1W 071205E-228 QualityControl 1 PFOA 28 e9e84 Spike I DFOQVOlRCP0010041007.10 ng/g 

29- coo49884 Spike J DF~OlRCwOki41007,  î 00 ng/g. DF=10 Quality Control 10 PFOA 7497863 250 332 071205E-229 
071205E-230 

31 I C&M9884 Rep *DFOWOlRCPW10041007 U n k m  1 PFOA 19710177 8 i A  880 071205E-231 
30 coo49884 

32 SS7275 Calibration Standard. 10 ng/mL sta"dardd. 1 PFOA 2526179 I O  0 10 9 0712055-232 

llOî 3%9 250 490 071205E-234 
DFOWO2RCwO1 OO41007 L h l k m  1 PFOA '42795633 i FUA 191 071205E-235 

34 c(ro49885 Spike L ~ O W 0 2 R C p b o i ~ l 0 0 7 .  100 wg,  DF=10 %Quality Control 10 PFOA wnF Rep DFW02RCwO10041007 U n k m  1 PFOA 42881888 FUA 192 071205E-238 
Calibration Standard, 25 ng/mL Standard ~ 1 PFOA 5413773 25 0 23 9 07 t205E-237 

38 sn73 Calibration Stai;ii;;rd. 50 d m L  Standard 1 PFOA- l0827& 500 482 071205E-238 

(nglmL) W m L )  
Factor 1 --I- 1 _ _ "  

11 4- 
I_ l___l_^"I  1- 

Calibration Standard. 10 ng/mL Sandad- 1 PFOA 2822018 
I - ".+-- - --- 

I _I l__l I_--_I _- I-_ __- " 

_ _  ~ -- - __-___I__ - """ 

__ 9453050 250 --- -- 14 coo49881 Spike D DF08V02RCP0010041007.100 ng/g, E=10  Quality contrd JO_ I PFOA 

coo49881 Rep ~DF08V02RCwO10041007 unknown 1 PFOA 

~ 9 8 8 2  Spike E ~'DFOQVOlAVP0010041007, 10 ng/g 

- - - -- __ __ 
DFoBv02RCPW1 *j 007 U n k m  1 PFOA 

17 SS7278 Calibration Standard, 1 0 WmL standard 1 PFOA 288145 100 

395 __ - Quality Control 1 PFOA 8899728 25 0 --_ 

_ _ _  _ _  - I___ - ~ -  __ 

- - 1 PFOA - - _______ __ DFOQVO1 P A W 1  IN41007 U n k m  25-  coo4se83 

" "_" - -- __ 

DFOSVO1 RCP001 0041 007 U n k m  1 PFOA 20135416 FUA 899 

- "- - 
33 - 6649865 Spike K ~ O W 0 2 R C w O l ~ ~ 7 , ~ l O  ng/g Quality Contd 3 ---FFOA m 7 2 3  23-0- 199. 67 i&-233 

I 
Exygen Research, 3048 Research D r i v e ,  s t a t e  co l l ege ,  PA 16801 

C a l c u l a t e d  Concent ra t ion  (ng/mL) = [ ( A n a l y t e  I?eak Area (counts )  - I n t e r c e p t ) / S l o p e l  x D i l u t i o n  Factox 

0 3 3 0  



W 
Fish Conversion 

Compound: PFOA Exygen Study No: P760 

Analyte Analyte 
Exygen Sponsor Found Found 
ID ID (ng/mL,) (ppb) 

COO4988 1 Spk D DF06-VO2-RCPOO 1-0-04 1007 420 168 

COO49882 DF09-VO1-AVP001-0-041007 25.0 10.0 
COO49882 Rep DFO9-VO1-AVP001-0-041007 23.9 9.56 

COO49882 Spk E DF09-VO1-AVP001-0-041007 39.5 15.8 
COO49882 Spk F DF09-VO1-AVP001-0-041007 178 71.2 

COO49883 Spk H DF09-VO1-PAP001-0-041007 289 116 

COO49884 Spk J DF09-VOl -RCPOO 1-0-041 007 332 133 

Analyte Found (ppb) = [analyte found (ng/mL) x final volume (2 mL,)] / sample weight (5  g) 
ND = Not detected=Peahka% Ar oR k u c  0 . 2  313 0 
NQ = Not quantifiable = Measured concentration bciewLimit of Quantitation (LOQ) which is O.%ng/g. 

n 
0.2nJIg 4.uo@ 

0 3 3 1  



u 1  

I 

1 =(C 18*2)/5 

I='Raw Data'!H152 

i='Raw Data'!H157 

Vegetation Conversion (FORMULAS) 
2 
3 2  Co oundPFOA Exygen Study No: P760 
4 
5 Analyte Analyte 
6 Exygen Sponsor Found F&d 
7 ID ID (ng/mL) (Dpb) 

- 
- 

0 3 3 2  



Analyst Version: 

hfl O ~ I U J Q C  Printing Date: Thu, Jul 21, 0 5  

Set No.: 0712053 f Study: P760 
Instrument N O . :  LC/MS/MS # 8  
Analyst: A .  Sheehan 

\ v  I - 1  

Untitled 6 (PFOA): "Linear" Regression ("1 I f '  weighting): y = 2.23e+005 x + 8.6!%+004 (r = 0.9974) 

0 2 4 6  
1 - - - 7  

8 10 
v 

12 
/ ' I  

14 16 18 20 
-I-, I ,  I ,  I , ,  , , - ~, I , I , , , , , , , , 

22 24 26 28 30 32 34 36 38 40 42 44 46 48 50 
Concentration, ng/mL ___ 



Analyst Version: 
Printing Time: 

Set No.: 0712053 

Printing Date: Thu, Jul 21, 05 

Smmk Hm %8727W S . W  ID 'C-n S h M M  
mkhm 'WON -*as) ' 4 1 3 W W O a w  
c o m -  &mohbom 

5-le Index: 1 
5-le Typ.: Standard 
Concentxation: 1 ng/& 
Ca1culat.d cons: 0 ng/& 
k q .  Date: 07/15/2005 
k q .  Tin: 03:11:24 AM '% 

mm- Wified: Ye, 
PIOS. Algoi-ith Malyst Classic 
Bunching Factor: 1 

k e a  Thraxhold: 85.25 cpr 
,Nun. S m t h s :  5 

Exp. P e a k  Ratio: 5.00 
cxp. Adj. Ratio: 4.00 
cxp. Val .  Ratio: 3.00 RT window: 60.0 set- 
Expected RT: 11.5 u n  
Use Relati- RT: NO 

Noise Thrashold: 17.05 cpr gm- 

sep. width: 0.20 
sep. Height: 0.01 

Um- 

xm- 

Int. Tym: Vane" 21110- 10 54 
Retention Tin: 11.5 min 
u**: 110926 counts 
Height: 7.59ei003 cpr 
start TI": 10.5 min 
End Tim.: 12.0 pin O- 

2 4 e 8 (0 12 14 18 

1nt. T y p :  I(1I1Y.l 
Retention Tim: 11.5 d n  E 2'w- 
Are.: 655566 Counts 

3.39er004 cpS Height: 
Start Tim: 
End Time: 11.9 mi" 

9.82 min g 1.w. 

concentration: 10 ng/& 
Calculated Cons: 11 nglmL 
Acq. Date: 01/15/2005 
Icq. Tim: 04:29:53 AM 

Mcdified: NO 
PIOF. Algorithm: m a l y r t  Classic 
Bunching Factor: 10 
Noire Threshold: 17.05 cps 
Area Threshold: 85.25 cpr 
,Num. saooths: 5 
Sep. Width: 0.20 
sep. Height: 
Exp. Paak  Ratio: 
Exp. Adj. Rario: 
Kxp. Val .  Patio: 
Expected RT: 
L'.. K d . i i V 0  xi: 

0.01 
5.00 
4.00 
3.00 RT Window: 
11.5 min 
lio 

Int. Type: v.11.y 
Retention Time: 11.5 min 
Are.: 2622018 Cowti 
Height: 1.21e+005 spr 
Start Tim: 7.11 min 
End T i m :  13.9 min 
m 

60.0 

2 4 8 8 1 0  2 14 18 

Study: P760 c Instrument No.: LC/MS/MS # a  
Analyst: A. Sheehan 

S.mpl* 1nd.x: 2 
S q l e  Type: Standard 
Concentration: 1 nq/mL 
Ca1cuht.d Conc: 1 nq/mL 
Acq. Date: 07/15/2005 
Acq. T-: 03:31:01 AM 

1.M- 
Ncd1fi.d: Y., 
RT nndoy: 60.0 1.5 
Expected RT: 11.5 mi" 
Use Relati- UT: NO 

1.w- 

Are.: 299129 Counts 
might: 1.44e+004 cp' 
Start Tim: 9.91 pin 
W T-: 11.9 min - m . 0  

U m . 0 -  

2 m o . O -  > 
o.oL--, 1 2 ~ s i 5 i i i i-- t i  - G ti ti ti k rb ti 

-n: - 
s-10 Index: 4 
s-le Type: Standard 

Calculated con=: 5 ng/& 
Concentration: 5 4 - L  7 . w  

Acq. Date: 01/15/2005 
Acq. Time: 01:10:08 AM 

5.504 Nodified: Yes 
RT Window: 60.0 sec 
Expected RT: 11.5 min 5.04 
Use ReIatiM RT: No 

4 . w  
Int. Type: MuLW1 
Retention Tine: 11.5 min 4.Ce4 

3.w Ar..: 1308859 Counts 
Height: 6.98.+004 cps 
Start Tim: 
End Tine: 12.0 min 

9.91 mi" j 3 . M  

2.54 

2 . w  

5 a D . O  _- 
2 . -r 

5 6 7 i ' i tb ti ' ;2 . 7 3  ti li tb ti 0.0 - ~ I 

S-le Type: Standard 
Concentration: 25 n g / a  
Calmhted Cons: 25 ng/& 
Acq. Date: 01/15/2005 
ACq. The: 01:19:21 AM 

Ncdified: NO 
P r o c .  Algorithm: Analyrt Classic 
Bunching ractor: 10 
Noise Thrsrhold: 11.05 cps 
Area Threshold: 85.25 sps 
,Nun. Smooths: 5 
sep. Width: 0.20 
sep. Height: 
Exp. P e a k  Ratio: 
Exp. Adj. Ratio: 
Exp.  V.1. Ratio: 
Expected RT: 
Use Relative UT: 

o.a1 
5.00 
4.00 
3.00 RT Uindor: 
11.5 mi" 
NO 

Int. Type: Exponential skin 
Retention Time: 11.5 min 

5170498 counts Are.: 
Height: 3.14et005 cps 
Start Time: 3.54 min 
!lnd Tin: 11.7 min 

60.0 

2.55 

2.0.5- .i 1 .55 -  

.e<- .- - 
I .- .I/ 

2 14 18 



Analyst Version: 
Printing Time: 12:29:07 PM 
Printing Date: Thu, Jul 21, 05 

Set NO.: 071205E 

Surple Index: 1 
5-1. Type: Standard 
Concentration: 50 n g / a  
Calculated Conc: 49 n g / a  
k q .  Data: 01/15/2005 
k q .  TI-: 05:09:25 All 

Hodlfied: 
PI=. Algorithn: 
B u n h n g  Iactoz: 
Noire Threshold: 
AT-. Threshold: 

Sep. Width: 
Sep. Height: 
Sxp. Peak Ratio: 
Sxp. Mj. Ratio: 
EXP. Val. Ratio: 
Expected RT: 
Use Rclative RT: 

,wru. smooths: 

NO 
lvu1yrt 

10 
11.05 

05.25 
5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

Classic 

=PS 
cps 

RT Window: 
mi" 

55.5 

50.5 

4 5 . 5  

4 0 . 5  

35.5 

1: 
20.5 

6 0 . 0  set- 

, %=. 

Int. Type: 2xponmnti.l Skim 
Retantion Time: 11.5 min 
Are.: 10926992 counts 
Height: 5.60ct005 cps 
StaTt Tim: 5.64 rin 
End The: 12.0 min 

8 10 2 14 18 
0.0 

-.- _ _  .- 

cannnt- Am0btbn:- 
sample Index: 9 
SurplcType: unknnam 
Concentration: ./A 
Calculated Conc: < 0 
k q .  Date: 01/15/2005 
Asq. Tim: 05:48:24 All 

11.40 

io. 

Ka 

203 

T i m  min ~. . . 

nodified: 
RT Windw: 
Expected RT: 11.5 min 
Use Relative RT: No 

Int. Type: UUU.1 
Retention Time: 11.5 min ' 
Ar..: 4 i 4 e 5  
Height: 
Start Tim: 9.61 min 
End Time: 12.4 min 

1.22*+002 cp, f Ka 

Surple Index: 11 
S-1. Type: cc 
ConSe"tTati0": 25 n q / a  
Calculated Cons: 21 n g / a  
k q .  Dit-: 01/15/2005 
Acq. Tim: 06:21:21 All 

Modified: NO 
PTOC. N g o z i t k  Analyst clasiic 
Bunching Pactor: 10 
Noir. Threshold: 17.05 cps 
Area Threshold: 85.25 cps 
,Nu. Smoths: 5 
sep. Width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Cxp. Mj. Ratio: 4.00 
EXP. Val. Ratio: 3.00 RT Windw: 
CIpcted RT: 11.5 min 
L'SO "liti'io ET: xo 

Int. Type: Exponential skim 
Retention Time: 11.5 min 
e..: 6104566 counts 
might: 2.58e+005 cps 

Cnd Time: 12.2 min 
Start T h :  1.01 min 

_ _ . ~  

Page 2 of 7 

Con&ntrikon: N/A 
Calculated Conc: < 0 
Acq. Data: 07/15/2005 
k q .  Tim: 05:21:56 w 

llodif led: Y.. 
RT Windor: 60.0 8-c 
Expected RT: 11.5 min 
Use Relative RT: No 

Study: P760 
Instrument No.: LC/MS/MS #8  

.I 
c 

Analyst: A. Sheehan 

commt- Am0bkVl- 
S-le Index: 8 
S-leT-: unknam 

1IDD- 

1 4 0 -  

1203- 

Inz. Typ: M U 1  
Retention Time: 11.5 min ' lmO- 

22146 counts Ar..: 
Height: 6.46e+002 cpr 
Start Time: 
Md Ti-: 11.1 min 

Supl. Index: 10 
sample Type: a 
Concentration: 6 n g / a  
Calculated Con=: 7 n g / a  
k q .  Date: 01/15/2005 
Asq. TI-: 06:01:56 AM 

11.48 

Noire ATea lldif Pmc. Bunching ,Nu. Threshold: Led: Algorithm Threshold: Smooths: ?actor: Analyst 85.25 10 11.05 NO 5 Clasiic cps cps ~~1 
sep. width: 0.20 
sep. might: 0.01 
Exp. Peak Ratio: 5.00  
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 IT Window: 60.0 3.5- 
Expected RT: 11.5 min 
Use Relative RT: Yo 4.00.1 

Int. Type: Bar. TO Bare 3.00.1 

2.00.1 

1.00.1 

Retention Time: 11.5 min 
1619444 Counts AT..: 

Height: 1.26et005 c?s 

End Time: 14.2 min 
start Tim: e.08 nn 

11 0.00 _----- 
~- i -~ . i i ' i -  rim. n*r (0%- li r-~~~zui..~~&y~..~~, 0.5 m- -~i*:m-~iii--- - 

comnnt- Am0bh:- 
Supl. Index: 12 
Sample Type: Standard 
Concentration: 1 ng/mL 
Calculated Cons: 0 ng/m 
k q .  Date: 01/15/2005 
k q .  Tim: 06:41:01 w 

am -1 Hdfied: Y., 
RT Winda: 60.0 rec 
Expected RT: 11.5 min 
Use Relative RT: NO 

Int. Type: 
Retention Tim: 11.5 min 
AT..: 
Height: 
Start Time: 
End The: 12.0 min 

-. 

---.--..- 



Set NO.: 0712053 Study: P760 
Instrument No.: LC/MS/MS #8  

Analyst: A. Sheehan 

Analyst Version: 
Printing Time: 12:29:08 PM 
Printing Date: Thu, Jul 21, 05 

hnp* Hn*: T4MewI Wbl C- Sunpu ID'DFOBM~RCPOO~OM~W~. 10 w F*: w71205E.wr 
P ~ k M m ; ' P F O A '  Ua..(n):'413MU%OWM 
CMmnt- -:- 

s.mpla Index: 
S q l e  T w :  
Cc."sentration: 
Calculated cons: 
Acq. Date: 
Acq. Tim: 

14 
a 
250 ng/lL 
420 ng/rm 

07/15/2005 
07:26:19 M 

a 
concentration: 25 n q / a  
Calculated Conc: 178 n9/lL 1 Acq. z x r '  Date: 

01/15/2005 07:06:49 AU 

1 

Uodified: NO 
Proc. Algorithm Analyst Classic 
Bunching ?actor: 10 
Noire Threshold: 17.05 cps 

.um. Smooths: 5 

Exp.  Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp.  Val. Ratio: 3.00 RT Winda: 
Expected RT: 11.5 min 
Use Relative RT: No 

Threshold: 85.25 cps 

sep. Width: 0.20 
Sep. Height: 0.01 

Hodified: no 2.016- 
Proc. Ngori- Analyst classic 
~ ~ f i i m g  ractor: io 1 . M -  
Noise Threzhold: 17.05 cps 
r e a  Threshold: 85.25 cps 1 . M .  
.h. Smooths: 5 
sep. width: 

Ixp. Peak Ratio: 5.00 
Exp. Adj.  Ratio: 1.00 
Exp.  Val. Ratio: 3.00 RT Windn: 60.0 3.5- 1.016- 

80.5- Use Relative RT: No 

stp. Height: 0.20 0.01 .I :::: 
:::I 

Expected RT: 11.5 mi" 

Int. Type: v.11ey 8.0.5- 

start Ttu: 10.1 x 
11 .m. 

, , , , , J 

Retention Time: 11.5 min 
39819662 count, 
2.53et006 

2 4 8 8 1 0  
0.0 End Tim: 11.1 min 

60.0 

Tn?. T y p !  v,llty 
Retention The: 11.5 min 

9453050 counts Ar..: 
Height: 1.11et005 spr 
Start Time: 8.88 ml" 
End T d :  14.1 min 

2 14 18 2 14 18 Tm. nil? 

sql. Index: 16 

concentration: N/A 
Calculated Cons: 179 n g / a  
Acq. Date: 07/15/2005 
Acq. Time: 0 8 : 0 6 : 0 0  AM 

sq1. Type: unknam 
11 48 

-7 
12 14 18 

S G l e  Type: Unknown 
Concantration: N/A 
Calculated Conc: 172 n g / a  
Acq. Date: 07/15/2005 
Acq. Time: 07:46:19 AU 

nodlfied: NO 
Pro=. Algorithm Analyst Classic 

sep. Height: 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windo*: 

Use Relative RT: uo 8.0.5 

8.M 

4.0.5 11.08 

Expected RT: 11.5 min 

Int. Typ.: v.11-y 
Retention T h :  11.5 min 
Are.: 38516212 counts 
Height: 2.15e+006 cps 
start Tim: 10.1 min 
End Tima: 11.1 min 

2.0.5 

Sample Index: 17 
S q l e T w :  Standard 
concentration: 1 n 9 / a  
Calculated Cons: 1 n g / a  
Acq. Date: 07/15/2005 
Acq. Tim.: 011:25:41 M 

--j 8 10 

Hodifled: NO 
Pro=. Ngorithm Analyst 
Bunching restor: 10 
Noire Threshold: 17.05 
Are. Threshold: 85.25 
,Nu. Woths: 5 
Stp. Width: 0.20 
Sep. Height: 0.01 
axp. Peak Ratio: 5.00 
Sxp. Adj.  Ratio: 4.00 
EXp. Val. Ratio: 3.00 
Expected RT: 11.5 
U3e Relative RT: No 

Int. Typ.: Valley 
Retention Tim.: 11.5 
Arc.: 39916149 
Height: 2.55e+001 
Start Ti-: 10.1 
End Tim: 14.2 

RT window: 
min 

6 0 . 0  

2 -  2 14 18 i d  

S q l e  Index: 18 

Concentration: 25 ng/nL 
Calculated CMS: 40 n g / a  
Acq. Data: 07/15/2005 
Acq. Tim: 08:45:17 An 

Sample T w :  cc 

"i 
5 . 5 5  

5.0.5 
acdiried: Y., 
RT Winda: 60.0 rec 
Expcted RT: 11.5 min 
Use RelatiY. RT: No 4 . 5 5  

Int. Type: W".l 8 4.0.5 

Retention Ti-: 11.5 min 3.55 8899726 counts he.: 
6.85.+005 S?S Height: 

Start Tip.: 
End Tim: 14.1 min 

7.75 u n  f 3.0.5 
2 . M  

uodiried: Y I I  
60.0 sec 

Expecrmd RT: 11.5 min 
Use Relltive RT: No 

ZI 
WOD.0- 

Int. Type: b - 1  
Retention Tim: 11.5 min 
a**: 288145 counts 
Height: 1.60er004 c p s  
start Tim: 10.4 min 
End Tim: 12.0 min 

2.0.5 

1.55 

1.M 

5.M 11.07, 

1 2 3 4 5 8 7 8 0 10 11 12 13 14 15 18 17 
0.0 I , , I , , , , , , - ,  , , , , , 

- r m .  nil? 

Page 3 of 7 



c Set No.: 0712051 Analyst Version: 
Printing Time: 12:29:09 PM 

Study: P760 
Instrument No.: LC/MS/MS # 8  

Analyst: A .  Sheehan 

Sample Index: 20 
samP1.TYPe: unknom 

Printing Date: Thu, Jul 21, 05 

w 
concentration: 250 ng/lL 
Ca1Nlat.d Conc: 178 n g l l l  
Asq. Date: 07/15/2005 
~ c q .  Time: 09:05:03 M 

conientzicion: no. 
Asq. Date: 07/15/2005 
Acsq. Tim: 09:24:44 An 

Calculated Cons: 3.0.5- 

2.55- 

2.0.5- 

Mdificd: NO 
PIOS. NgoriVm: Analyst cla91ic 
Bunching Factor: 10 
NOi#e Threshold: 11.05 sps 
Ar.a Threshold: 85.25 splr 
.Num.sIOQths: 5 
sep. Width: 0.20 
sep. Height: 0.01 
Exp. 9m.k Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windou: 
Expectid RT: 11.5 min 
Use Relative RT: No 

Int. T-: va11.v 

ndif1.d: Yes 
RT W m d a :  60.0 sec 
Expected RT: 11.5 mi" 
Us. Relati- RT: No 

I.C i - 

Int. Type: Ilmu.1 
Retention Tim: 11.5 min 
Ar..: 5673151 counts 
Height: 4.35e+005 spr 
starc Tine: 10.2 min 
End The: 12.1 min 

2.M- 

20.5 - 

1.56-  

1.M. 

5.004- 

1 2 3 4 5 8 7 8 e (a 11 
0.0 , I , . , , , , , , 

1 .55 -  

1.0.5- 

60.0 

1 
E d M L i M  Tim: ii.5 u n  
Are.: 40521131 counts 
Height: 3.19e+005 spr 
St.Tt Time: 4.09 min 
End T h e :  13.0 min 4 

2 4 8 8 1 0  
0.a 1 t, 

12 13 14 15 18 17 2 14 18 

sample 1nd.x: 22 
S q l e  Type: Standard 
Cowentiation: 3 ng/mL 
Calculated Cons: 3 n g / a  
Asq. Date: 07/15/2005 "1" 

3.541 

Concentration: N/A 
Calculated Conc: 24 ng/mL 
Asq. Date: 07/15/2005 

Hodilisd: NO 
Pros. Ngorithm: Analyst Classic 
Bunching Factor: 10 
Noise Threshold: 17.05 spr 
Araa Threshold: 85.25 sps 
,Nun. Smooths: 5 
Sep. Width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windov: 

Use Relative RT: No 
Expcted RT: 11.5 mi"  

Int. Type: Valley 
Retention Tim: 11.5 min 
Arus.: 5409398 Counts 
Height: 4.lltr005 cps 
Start Tine: 10.0 lin 
End Tim.: 13.4 min 

"l 

2 . w -  

.Num. Smooths: 5 i sep. Width: 0.20 
sep. Height: 0.01 
Ixp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 60.0 sec- "% 
Expected RT: 11.5 min 
Us* Relati- RT: No 

Int. T m e :  Base To Bare 
1.m- I 

Proc. Ngorith: Analyat Classic 
Bunching ?acto=: 10 
Noire Threshold: 11.05 cps 
Area Thr.;rhold: 85.25 cns 

60.0 ::I 
0.0 -- 

~~~ ~ ~~ 

Retenti& T i u :  11.5 min 
Area: 785817 C a t ,  
Height: 3.55e+004 cps 
start rime: 6.07 min 
End Tim: 14.0 min 

. . ._ . . ._ 
Tim n h  7 

P..k hm: .PFOA- w r ) :  - 4 1 3 . w . a  .mu. 
connnt- hv&4lkK- 

S q l e  Index: 24 
sample Type: Q2 
Concentration: 250 ng/nL 
Calculated cons: 289 n g l a  
Asq. Date: 07/15/2005 
Asq. The: 10:43:20 An "i 

sample Index: 23 

Co"sentr.fio": 25 ng/lL 
Calsu1at.d Cons: 116 ng/ll 
Asq. Date: 07/15/2005 
Asq. Tin: 10:23:39 M 

Xdit ied : NO 
PTOC. Alg0rith.l: Ann.1yrt c1.s.ic 
Bunching Pastor: 10 
Noim Threshold: 11.05 spr 
Area Threshold: 85.25 sps 
,Nun. Smooths: 5 

Sample Type: Q2 

Sep. Width: 0.20 
sep. might: 0.01 
K x p .  Peak Ratio: 5 . 0 0  
Kxp. Mj. Ratio: 4.00 
E x p .  Val. Ratio: 3.00 RT Windor: 
Expected RT: 11.5 lin 
u,e R*l.fi= RT: no 

Int. Type: v.11.y 
Retention Ti-: 11.5 min 
Ar..: 25888168 counts 
Height: 1.82.+006 sps 
Stut Tim: 5.46 min 
Knd T i m :  14.2 mi"  

"i 1 w- 

1.w- 

1.4.6- Mdrfisd: NO 4.0.5 
Proc. Ngoritk. lulaly3t Classic 

3.55 Bunching Factor: 10 
Nois. Threshold: 17.05 cps 
Ivea Threshold: 85.25 sps 
,w. s-th.: 5 
sen. Width: 0.20 

60.0 sec- 2a5 

S e i .  Height: 0.01 
Exp. Peak Ratio: 5.00 
Ixp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Ilindar: 
Expcted RT: 11.5 min 
Use Relative RT: NO 

6 0 . 0  

Irk. Type: V.1l.Y 
Ratention T h e :  11.5 min 
Are.: 6533125 Counts 
Height: 5.07e+005 spr 
start T h e :  7 . 0 8  min 
End T i m :  14.0 min 

12 14 18 



Analyst Version: 
Printing Time: 12:29:10 PM 
Printing Date: Thu, Jul 21, 05 

1 .3*1 

Set No.: 0712053 

Sample Index: 25 
5-l.T~: Unknam 
ConC.ntration: N/A 
calculated cons: 94 ng/mL 
Lsq. Data: 07/15/2005 
~ c q .  Tim: 11:02:59 IVI 

1 

Modified: NO 
Pmc. NgoriUn: Analyst Classic 
Bunching Factoz: 10 
Noire Threshold: 17.05 spr 
Area Threshold: 85.25 sps 
,wIp.sIwth,: 5 
sep. Width: 0.20 
sep. Heighc: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windou: 
Expcted RT: 11.5 min 
Use Relati- RT: No 

Int. Type: V.11W 
Retention Tim: 11.5 min 
Arc*: 21086651 count, 
Height: 1.48.+006 cpi 
start Time: 10.1 min 
End Tim.: 14.0 min 

60.0 sec i 
12.8- 

1, lM- 

1.m- 

9.0.5- 

0 0 . 5 -  

7.0.5- 

0.0.5- 

5 . w .  

4.0.5- 

0.0 - 
2 - 2 14 10 

~ ~ ~ . _ _ _ _ _ _ . _ _ _ _ ~ _ -  mLmt rbTm.*  ~ _ _  

sample Index: 2 1  
Sample Type: Standard 
conccntr.tion: 5 ng/mL 
Calculated CMC: 6 ng/mL 
Lsq. Date: 01/15/2005 
Acq. Time: 11:42:13 An 

Hodifiad: NO 
Proc. Ngorith: Analyst Chisic 
Bunchinq ractm: 10 
Noise Threshold: 11.05 spr 
Area Thrtzhold: 85.25 cps 
,Mm. Smooths: 5 
s a p .  Width: 0.20 
S.P. Height: 0.01 
Exp.  Peak Ratio: 5.00 
Em. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT windov: 
Expected RT: 11.5 min 
Us* Relative RT: No 

Int. Type: tXpnentl.1 Skim 
Retention Til: 11.5 min 
Area: 1380382 counti 
Height: 7.31er004 cp3 
start T h :  5.86 min 
End Tim: 11.8 min 

7 . w  

8.54 

60.4 

5 .54  

5.084 

4 . 5 4  1 ;:: 
6 0 . 0  3-c- 3'w 

2.54 

2 . w  

1 .54 

1 M  

5 M o . O  
0.0 --~-1 __ A 

2 4 0 8 1 0  
- 
2 14 10 

Calculatd Cons: 332 nq/mL 
k q .  Date: 07/15/2005 
Acq. Tim: 12:21:27 PI1 

Modified: 
Pro=. Alqorith.: 
Bynshinq Factor: 
Noire Threshold: 
Araa Threshold: 
,Nu. Smoths: 
Sep. Width: 
S e p .  Height: 
Exp. Peak Ratio: 
Exp. Mj. Ratio: 
Exp. Val. Ratio: 
Expected RT: 
uac Relative RT: .. ~ 

NO 
Analyst 

10 
11.05 

85.25 
5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
KO 

RT uindov: 
mxn 

Int. T y p e :  Exponential skim 
Retention Time: 11.5 min 
Are.: 7497863 counts 
Htiqht: 5.61er005 cpr 
%.It Ti-: 0.48U min 
End Time: 11.7 min 

2 14 10 

Study: P760 
Instrument NO.: LC/MS/MS #8  
.Analyst: A .  Sheehan 

S.mp*Nww*CLXX@9W R.p' ~np*ID:'OFaM)1PApm1oO.1mP Fb:Q71205E,dr 
h a k  N-:'PFOA. w e . ) :  -413.01YB.O .w. 
CMmnt- Amhum:- 

Sample Index: 26 
Sample Type: unknom 
COnCentration: N/A 
Calculated Conc: 102 ng/mL 
k q .  Data: 01/15/2005 
Ilcq. T h :  11:22:35 M 

Modified: NO 
Pros. Ngorith.: Analyst Classic 
Bunching ractoz: io 
Noire Threshold: 11.05 cpr 
Area Threshold: 85.25 cpr 
.h. Smoths: 5 
S e p .  Width: 0.20 
S a p .  Height: 0.01 
Exp. Peak Ratio: 5.00 
E x p .  Mj. Ratio: 4.00 
EXP. Val. Ratio: 3.00 RT Windov: 60.0 s 
Expcted RT: 11.5 min 
Us* Relative RT: No 

I??. ? y p :  V='ley 
Retention Tim: 11.5 min 
Ar..: 22897488 counts 
Height: 1.56=+006 sps 
Stazt Tim: 9.98 mi"  
End Tim: 13.9 min 

1.M- 

1 . m -  i 8.M- 

ec- g a s -  

4.0.54 

2 . b 5 L  0.0 
2 14 10 

concentration: 25 ng/mL 
Calculated Conc: 104 ng/a  
Ilcq. Dit.: 01/15/2005 
Rcq. TI-: 12:01.49 Pn 

Modif ied: NO 
pros. Algorith.: Ana1y.t classic 1.M- Bunching ractoz: 10 
Nois. Threshold: 11.05 cpr 
Area Threshold: 85.25 cpr 1 . m -  ,Nun. smooths: 5 
Ssp. Width: 0.20 
Ssp. Height: 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 60.0 sac- e,as. 
Expected RT: 
Us. Relative RT: No 

Int. Type: Expnmntial skim 
Retention Tim: 11.5 min 
he.: 
Height: 1.62t+006 cps 
Start Tim: 10.2 min 
End Tim: 13.1 min 

B 

E 
0.01 c 0 . M -  

11.5 min 

4.0.5- 

23339018 Counts 20.5- 

O.OL----r- , .  
4 

11 o(L 

0 d  2 14 10 

:alculated Conc: 90 n g / a  
k q .  Date: 07/15/2005 
k q .  Time: 12:41:19 PM 

lodifiad: NO 
P r o s .  Ngorith.: Analyst Clrizric 
Bunching Factor: 10 
Noire lye* Threshold: Threshold: 

85.25 17.05 spr sps 
.Nu. Smooths: 5 
Pep. Width: 
Pep. Height: 
Cxp.  Peak Ratio: 
Cxp. Mj. Ratio: 
CXp. V a l .  Ratio: 
Expected RT: 
OS* Relative RT: 

0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

RT Windov: 
min 

Int. Typ: valley 
Ratention T m :  11.5 min 
lye.: 
<eight: 1.35e+006 cps 
start T l r :  8.91 min 
m d  Time: 14.1 min 

20135416 count, 

1M 



Set NO.: 0712053 Analyst Version: 
Printing Time: 12:29:11 PM Study: P760 

Instrument No.: LC/MS/MS # e  
Analyst: A .  Sheehan Printing Date: Thu, J u l  21, 05 

camnt- Amot.lon- S-1. Index: 31 Samplt Index: 
S-le Type: 
cons.ntr.tion: 
Calculated Cons: 
Acq. Date: 
Acq. Tim: 

32 
Standard 

10 nq/lL 
11 nq/lL 

01/15/2005 
01:20:38 pn 

s&leType: Unknown 
C-entzatlon: N/A 
Calm1.ted CMC: 86 n q / a  
Acq. Date: 01/15/2005 
Acq. TIY: 01:00:54 PU 

NO 
Analyst 

10 
11.05 

85.25 
5 
0.20 
0.01 
5 . 0 0  
4.00 
3.00 
11.5 
NO 

uodif ied: 
Proc. Ngorithl: 
Bunchinq Factor: 
Noire Threshold: 
Area Thrrihold: 
,h. Smoeths: 
see. width: 
Sep. Height: 
Exp. P.*k Ratio: 
Exp. Adj. Ratio: 
Exp. Val. Ratio: 
Expected RT: 
use Rd.tiVI RT: 

Cl.S*iC 

cps 
cps 

nodif lad: NO 
PZoc. Algorithm Analyst c1.sris 
Bunchmg ractor: io 
Noiaa Threshold: 11.05 cpr 
Area Threshold: 85.25 cps 
.NUm smooth,: 5 
sep. width: 0.20 
sep. Weight: 0.01 
Exp. Peak Ratio: 5 . 0 0  
Exp. Ad>. Ratio: 4.00 
EXp. Val. Ratio: 3.00 RT Window: 

Use Relative RT: No 
Expected RT: 11.5 min 

RT Windol: 
min 

60.0  

Int. Type: Exponmtial skim 
Rerenzlm T Z m :  11.5 I l n  
Ar..: 19710111 counts 
Height: 1.321+006 cpr 

End Time: 12.4 min 
Stut Tim.: 7.84 min 

v.11-y 
Retention T-: 11.5 u n  

2526119 counts 

1.76 m n  
14.2 min 

i.3neoo5 cpS 

2 14 16 - 
2 14 16 

S-le Index: 
S-1. Type: 
Concentmflon: 
Calculat*d Cons: 
Acq. Date: 
Acq. Time: 

nodlfxed: 
Proc. A l g o n t h  
Bunchmg Factor: 
Noise Threshold: 
Area Threshold: 
,Mp. Smooths: 
5.p. Width: 
smp. Height: 
Exp. Peak Ratio: 
Exp. Adj. Ratio: 
Exp. Val. Ratio: 
Expected RT: 
Use RelatiV. RT: 

33 
ac 
25 n q / a  
199 n g / a  

01/15/2005 
01:40:21 PI4 

NO 
Analyst Classic 

10 

31 
ac 
250 ng/mL 
490 nrl/lL 

01/15/2005 
02:00:09 PU 

S-1. Index: 
Sample Typ.: 
Concentration: 
Calculated CMC: 
Acq. Date: 
Acq. T 1 m :  

2 . w -  

24.6- 

2.m - 
2.0.8- 

1.8.8- 

8 1 . w .  

f :::: 
60.0 sac- l,W: 

8.0.5- 

(10.5- 

4.0.5- 

2 . M  7 

nodified: NO 
Proc. Nqorithm: Analyst classic 
Bunchmq ?actor: 10 
Noise Threshold: 17.05 cps 
Area Threrhold: 85.25 cps 
,Nun. Smooths: 5 
3-0. Width: 0 . 2 0  

.. 
11.05 cps 

85.25 cpr 
5 
0.20 
0.01 
5.00 
4.00 
3.00 RT Wind-: 
11.5 min 
NO 

5.0.5- 

4.0.5- 

60.0 scc- 3,0.5. 

sep. Height: 0.Oi 
Exp. P..L Ratio: 5.00 

Expected RT: 11.5 mln 

Exp. MI. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT W i n d o w :  

Use Relative RT: No 
Int. Type: v.11.y 
Retention Time: 11.5 min 
Are.: 44450723 counts 
Height: 2.77e+006 cps 
Start Tim: 10.0 min 
End Tim: 14.4 min 

Int. Type: Exponential Skim 
Retention Tim: 11.5 min 
Am.: 

Start Tim.: 6.41 min 
End Time: 12.1 min 

11013169 counts 
Height: e.i0*+005 

2 14 10 

11.a 

2 4 6 8 1 0  
0.0 1 

~ ~~ - .. . ~ 1"" N.F-S.mp*EmDFDBVmRCWO1Olm7 Fdm: n71205E.M 

s q l e  I n d e x : y 5  
S q h  Type: Unknown 
Consentration: N/A 
CIlcu11t.d Cons: 191 n g / a  
Acq. Data: 01/15/2005 
Acq. Tim: 02:19:41 PI4 

P r k  N.m: PFOA 
camnt" 

Yawn): '413.MBD.O *mr . . "  

Modified: NO 
Proc. Algorithm: Analyst classic 
Bunching ?actor: 10 
Nois. Threshold: 11.05 cps 
Area Threshold: 85.25 cps 
,Mp. Smooths: 5 

Exp. Peak Ratio: 5.00  
Exp. Mi. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT windor: 
Expected RT: 11.5 min 
Use P e k t i u t  ET: Ne 

Sep. width: 0.20 
Sep. Height: 0.01 

Int. T p :  v.11ey 
Retention Tim: 11.5 min 
Ar..: 42195533 counts 
Heiqht: 2.71e+006 sps 
Start T h :  10.0 u n  
End Tim: 14.4 min 

NO 
PTOC. Nqorithm Malyrt Classic 
B u n c h i n g  Factor: 10 
Noise Threshold: 11.05 spa 
Area Threshold: 15.25 sps 
,Nm. Smooths: 5 

0.20 
0.01 

Exp. Peak Ratio: 5 . 0 0  
Exp. Adj. Ratio: 4.00 
EXp. Val. Ratio: 3.00 RT Window: 

Us. Relative UT: No 

Int. Type: @as* TO Base 

11.5 min 

Retention Tim: 11.5 pin 

2.63e+006 cps 

14.6 min 

m8in86 

8.63 min 

I 11.06. 
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Printing Date: Thu, J u l  21, 0 5  

31 
standard 

25 nq/mL 
24 nq/mL 

01/15/2005 
02:58:54 p11 

Set No.: 0712053 

nodifiad: 
PZOC. algorithm: 
Bwchinq I.CtoI: 
Noire Threshold: 
Area Threshold: 
.m. Smooths: 
sep. width: 
5ep. Height: 
txp. Peak Ratio: 
txp. Mj. Ratio: 
txp. Val. R.tio: 
txpected RT: 
Us. Relative RT: 

NO 
In.1y.t 

10 
17.05 

85.25 
5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
no 

RT Window: 
min 

2 . w -  

2 . w .  

2.4.5- 

2.2.5- 

2.0.5- 

1 . M -  

1.0.5. 
60.0  ..E- 

,I 
3 a i o J  , , 2 

2 . m  

0.0 
12 14 16 

~~~. . . rm. mk 

€ Study: P760 
Instrument NO.: LC/MS/MS # E  
Analyst: A.  Sheehan 

S q l e  Index: 38 
Sample Typ.: standard 

Ca1dat.d CMS: 48 ng/mL 
Asq. Date: 01/15/2005 
Asq. Tim: 03:18:32 Pn 

Concentration: 50 nq/mL 

Uodlfied: NO 
Pro=. Algorithm: Analyst Ch.1ic 
Bunching Factor: 10 
Noise Threshold: 11.05 spa 
-ea .Num. Threshold: smooths: 85.25 5 spr 

Sep. Wldth: 0.20 
0.01 Sep. Heiqht: 

IXP. Peak Ratio: 5.00 
aXp. Mj. Ratio: 4.00 
IXP. Val. Utio: 3.00 RT Winda: 
Expected RT: 11.5 min 
Use Relative RT: NO 

Int. T-: --.e To Pa,t 
Retention Tim: 11.5 min 
bus.: 
Height: 1.99t+005 cps 

6.44 min Stazt Tim: 
End Tine: 13.8 min 

ionzi940 SOU~CS 

60.0 

4.595 

4.0.5 

3.- 

3.0.5 

2.595 

2.0.5 

1 . M  

0.0 

0 
w 
pi=. 
c4 
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Analyst Version: 1.4.1 
Printing Time: 11:17:24 AM 

17 SS7278 Calibration Standard. 1 0 WmL Standard 1 PFOAConfinIm 8682 100 0 881 071205E-217 
QualityContrd 1 PFOAConfinlon 419448 25 0 853 071205E-218 18 COO49882 Spke E DFOgVOlAVwO10041007. 10 Wg 

19-1  &=Spike F - ~ ~ o s v o l n 1 0 0 7 , ~ 0 0 W - g .  DF=10 Quality Contml 10 PFOA Confin Ion -131309 250 201 - 071205E-2 19 
20 DFOgVOlAV%1~~007 Unknown 1 PFOAConfim km 315718 tVA 49 0 0712&-220 

071205E-221 21 cpo49882 Rep DF09VOlAVP0010041007 
22 ~ ~ 7 2 7 7  ~a~ibration StandaZi, 2% WmL Star;dard 1 PFOAconfinlon 18456 250 239 071205E-222 

_ _ - ~  --- __I_ _ _  - - 

- - __-____ 49 9 _ -  - tVA _ - _  - 1 PFOAconfirmlon 321538 
I 

Unknown 
" 

Set NO.: 0712053 Exygen Study NO.: P760 
Instrument No.: LC/MS/MS #8 

~W i 
1 
Exygen Research, 3048 Research Drive, State College, PA 16801 

Calculated Concentration (ng/mL) = [(Analyte Peak Area (counts) - Intercept)/Slopel x Dilution Factor 0 3 4 1  



Fish Conversion 

Compound: PFOA Confirm. Ion Exygen Study No: P760 
W 

Analyte Analyte 
Exygen Sponsor Found Found 

ID ID (ng/niL,) (ppb) 

COO49881 Spk D DF06-V02-RCP001-0-041007 748 299 

COO49882 DFO9-VO1 -AVO01 -0-041007 49.0 19.6 

COO49882 Spk E DF09-VO1-AVP001-0-041007 65.3 26.1 
COO49882 Spk F DF09-VO1-AVP001-0-041007 201 80.4 

COO49882 Rep DF09-VO1-AVP001-0-041007 49.9 20.0 

COO49883 Spk H DF09-VO 1-PAP00 1-0-04 1007 434 174 

COO49884 Spk J DF09-VO1-RCP001-0-041007 479 192 

Analyte Found (ppb) = [analyte found ( n g / d )  x final volume (2 mL)] / sample weight (5 g) 
ND = Notdetected=.Mkha+ A r  OR &e ..Znt&O 
NQ = Not quantifiable = Measured concentration behaw L h t  of Quantitation (LOQ) which is O.fng/g. 

11 90 
BcW4x4Ln, 0.tnqb 4-0 

0 3 4 2  



w 1  

5 - Analyte Analyte 
6 Exygen Sponsor Found F&nd 
7 ID ID (ng/mL) (ppb) 

- 
A I B I C I D 

Vegetation Conversion (FORMULAS) 
2 
3 Compound: PFOA Confirm. Ion Exygen Study No: P760 
4 

I 

1u I I I 
9 I COO49881 Spk D1 DF06-V02-RCP001-0-041007 I='Raw Data'!H184 

11 COO49882 DF09-VO1-AVP001-0-041007 ='Raw Data'!H190 
12 COO49882 Rep DF09-VO1-AVP001-0-041007 ,='Raw Data'!H191 
13 COO49882 Spk E DF09-VO1-AVP001-0-041007 i='Raw Data'!H188 =(C 13 *2)/5 
14 COO49882 Spk F DF09-VO1-AVP001-0-041007 !='Raw Data'!H189 =(C 14*2)/5 - 

'='Raw Data'!H194 =(C16*2)/5 

='Raw Data'!H199 +C18*2)/5 



€ Study: P760 
Instrument No.: LC/MS/MS #a 
Analyst: A .  Sheehan 

Analyst Version: Set NO.: 0712053 € 
Printing Time: 12:30:52 PM 
Printing Date: Thu, Jul 21, 05 

Untitled 6 (PFOA Confirm Ion): "Linear" Regression ("1 I x" weighting): y = 6.38e+003 x + 3.1%+003 (r = 0.9983) 

3.2e5 

3.Oe5 

2.8e5 

2.6e5 

2.4e5 

2.2e5 

2.Oe5 

1.8e5 

1.6e5 

1.4e5 

1.2e5 

1 .Oe5 

8 . W  

6 . W  

4 . W  
I 

-~ 7- - , - - i I I I - T  

Concentration, ng/mL 
0 2 4 6 8 i O ' l 2 ' 1 4 ' 1 6  18 20 22 24 26 28 30 32 ~ ' ~ ' ~ ' 4 0 ' 4 ~ ' ~ ' ~ ' 4 8 ' 5 0  

2.ne4 

0.0 

Page 1 of 1 



Printing Date: Thu, Jul 2 1 ,  0 5  

Set No.: 0712053 

sample 1nd.x: 1 
Sample Type: Sfurdard 
concentration: 1 n g / a  
C.1Nl.t.d conc: 0 nq/a 244 
Uq.  Date: 07/15/2005 
hq. Time: 03:11:24 M -1 "i 
Modified: Ye,  
RT Windor: 60.0 sec 
Expected RT: 11.5 min 
Use Relative RT: No 

Int. T p :  M".l 
Retention T k :  11.5 u n  
weal: 5719 count, 
Heiqht: 1.79et002 cpr 
Start Time: 10.1 min 
End Tim.: 11.9 min 

~. . T p _ _ ~ _ ~ . r  

s.np* Nam: 'ss- s.mp* ID . C m & ~ s h ~ & ; , z ~ * ~ ~ ~ =  - i p - ~ ~  rrn-m-. _____.. -. ~ - - -  

I & & - . P E E - l d  U.r(n):'413.Ml0.0.M. 
Sample Index: 3 
Sample Typ.: Standazd 
Concmntration: 3 ng/U 
Calculated CMS: 2 ng/rm 
h q .  Date: 07/15/2005 
h q .  Time: 03:50:31 ml 

Plcdifimd: Y*S 
RT Wind-: 6 0 . 0  Des m- 
Sxpcted RT: 11.5 lnin 

am- Use Relati- RT: NO 

m 

Int. Type: mu.1 

we.: 17604 count. 
neight: 8.59e+002 cps 
Start Time: 
End Time: 11.8 mi" 

11.00 

I 

Sample Index: 5 
Sample Type: Standard 

Calculated Cons: 10 n g l a  
hq. Date: 07/15/2005 
Rcq. Tim: 04:29:53 All 

concentration: 10 nq/mL 

Modified: Yes 
RT Windor: 60.0 ,.E 
Expmcted RT: 11.5 mi" 
UIe Relati- RT: NO 

Int. Type: M U 1  
Retention Tim: 11.5 min 
we.: 61791 counts i 11 
Height: 3.19e+003 cps 
Start Tip.: 9.55 min 
cnd Time: 11.9 min 

lnn1 
1ooA 

Study: P760 
Instrument NO.: LC/MS/MS #a 
Analyst: A. Sheehan 

%mp* Nun ' S S m b  Ymp ID *C.- Shndud. 10- Fb V 7 1 2 0 5 E M  
P n k N m r  'PFOACom5rmlon' Mmr(n1 '4130R190.d 
commt- Amohla- 

Sample Index: 2 
S-le Twe: Standard 

1 ng/a  CO"Centz.tion: 
Calculated Cons: 1 nq/mL 
Asq. Date: 07/15/2005 
Asq. Tim: 03:31:01 All 

. .. 

-I "i 
300- 

nodiflad: Ye, 
RT Windor: 60.0 S ~ C  
Expected RT: 11.5 mi" 
Us. RelatiV. RT: No 

Int. Type: MUIMl 
250- 

Retention T h :  11.5 min 
7564 counts Art.: 

Height: 
Stut Tim: 
End Time: 11.8 Din 

m- 

sample 1nd.x: 4 

Concentration: 5 nq/a rm 
Sample Type: Standard 

Calcu1at.d Cons: 5 n g / a  
Asq. Date: 07/15/2005 
Asq. Time: 01:lO:OB All 

nodif iad: Y.. 
RT Window: 60.0 1-5 
Expected RT: 11.5 min 
Us. Rdative RT: NO 

Int. Type: 
Retention The: 
Are.: 
Height: 
Start TLu: 
End Time: 

11.5 mi" 
37689 counts 
1.74e+003 cps 

9.70 mi" 
11.8 mi" 

B 
f 

"i 

m- 

m- 

a- 

m- 
yl__ 0- --. , . , I , . , ~ - -  

I 2 i ' ip-T-~ 6 7 8 s <a (3 i 2  ~ ri 1'4 i s  rb (7 
~ p - ~  .-- ri, mk 

6.- Hnn: 'SSlZ74' Samp* ID  .Cmf&h Shmiid, 25 
PrkN.m:^PFOAConhm W U u ( ~ ) : Y l 3 . M l S . O a d  

Fib: '071205E.w -- 

Sample Index: 6 
sample Type: Standard 
Concentration: 
Calculated cons: 25 nqla 
Acq. Date: 07/15/2005 
Mq. Time: 04:49:24 All 

Modified: Ye, 
RT Windox: 60.0 sac 
EXp.Ct.d RT: 11.5 min 
Use Relative RT: NO 

Int. Type: M".l 
R-tcntion Tim: 11.5 .in 

162001 counts he.: 
8.09.+003 cpr 

9.88 mi" 
might: 
Start Time: 
End Tim: 12.1 min 

25 n g / a  

m 

m- 

B -- -- 
smo- 

11.47 

1 

Verified bv; - 



Set NO.: 0712053 Analyst Version: 
Printing Time: 12:30:32 PM 

Study: P760 
Instrument No.: LC/MS/MS # 0  

Printing Date: Thu, Jul 21, 05 Analyst: A. Sheehan 

6.- nmw asm a m p *  ID: 'c.ybm~n 6hbnd.d. s 
PnkN.m:PFOAConrmlm* Yu(n).'413.MlDO.mC 
comnnt- *Mobaon:- 

sq1. 1nd.x: 1 
s q l c  T y p :  Standard 
Conc.ntxation: 50 nqla 
calalatd conc: 49 n g / a  
Isq. Date: 01/15/2005 
Isq. Tim: 05:09:25 111 

FY.: miax r~ 

Sql. Index: 8 
S a w l e T m :  U n b -  
Concentration: NIA 
Calculated Cone: 0 n g / a  
Isq. Data: 01/15/2005 
Isq. Ti-: 05:28:56 AM 

1 . M -  

l.l&- 
Kodificd: Y.3 
RT windw: 60.0 *e5 

1 . M -  Expected RT: 11.5 min 
Use Relative RT: No 

omO.0- 
Int. Type: M.1 
Retention Tim: 11.5 min 
Ar..: 315995 counts .I z,:: 
Height: 1.43~1004 cpr 
Stlzt T h :  9.09 mi" 
End Tim: 12.3 min - 

5 m o . O -  

4 m o . O -  

NO '"1 

"'7 7 10 

0.0 
l r n . O 1  A 

I . , . . ,  
2 13 14 15 16 17 

S-1. Index: 10 
S w l s  T m :  a 
conccntr.tion: 6 ng/mL 
Ca1Culat.d cons: 6 n g / a  
Acq. Date: 01/15/2005 
Acq. Time: 06:01:56 111 

mdificd: I*, 
RT Windor: 50.0 ,e= 

11.5 r in  Expected RT: 
Use Relative RT: NO 

-1 
am 

Concentration: N/A 
Calculated Cone: 0 n g / a  
Isq. Date: 01/15/2005 
Acq. TIm: 05:48:24 111 

10.73 
1 

Kcdified: NO eo 

50 .i a 
- a  

~~~~ 

Int. T p :  llanull 
Area: Retention T h :  4281?~~~$ .i 15Q). 

Height: 3.05.+003 
Start Tim: 10.6 min - 
End Time: 12.3 pm 

1mO- 

Sampl* Index: 11 
S-1- T p :  a 
Concentration: 25 n g / a  
Calculated Conc: 21 n g / a  
Isq. Date: 01/15/2005 
Isq. TI-: 06:21:21 AM 

S-1. Type: Standard 
Concentration: 1 n g l a  
Calculated cons: 1 nq/a 
I sq .  Date: 01/15/2005 
Asq. Tim: D6:41:01 UT 

Ucdified: NO 

Bunching Factor: 10 
Noire ThrrJhold: 1.05 cpi 
Area Threshold: 5.26 cps 
.NIII. Smoths: 5 

Sap. Height: 

PTOS. Algorithm Analyst Ch,,iS 

Sep. Width: 0.20 
0.01 

2xI -1 
m- 
1 0 .  

1 0 -  

1 4 -  

120- 

1m- 1 

acdiried: 
PIOE. Algorithm: 
Bunchinq Factor: 
Nois. Threshold: 
Area Threshold: 
,NIII. Smooths: 
Sep. Width: 
sep. Height: 
Exp. Peak Ratio: 
Exp. Adj. Ratio: 
EXP. Val. R a t i o :  
Expected RT: 
Vae i&arivi RT: 

NO 
Analyst Classic 

10 

5.26 cps 
1.05 cps 

5 
0.20 
0.01 
5.00 
4.00 
3.00 RT Windor: 
11.5 min 
NO 

sec- i Exi. Peak Ratio: 5.00 
Ixp. Adj. Ratio: 4.00 
Cxp. Val. Ratio: 3.00 RT windw: 
EXPected RT: 11.5 min 

60.0 60.0 1 w- ?L?.a= 

1 

U9h Relative RT: NO 

Int. Type: v.11.y 
Retention Tim: 11.5 r in  
Area: 8151 counts 
Height: 2.13.+002 

End Tim: 11.9 mi" 
Start T-: 0.91 x 

Int. T p :  valley 
Retention Tim: 11.5 min 
Area: 111233 counts 
Height: 6.48e+003 cps 
Start Tim: 6.38 min 
End Time: 12.1 mi" -_ 

1 14 16 



c Analyst Version: .1 
Printing Time: 12: 0:33 PM 

Set No.: 0712053 

5-1. Type: Qc 
:onsentration: 25 nq/mL 
Zalculated CMS: 191 ng/mL 
k a .  Date: 07/15/2005 

lodified: Ye, 
RT xindw: 60.0 sac 
Expected RT: 11.5 d n  
Use Relative RT: No 

Int. Type: KWl-1 
RstMtion Tile: 10.9 m n  
e.a: 3135610 counts 

1.64ai005 cps 
10.3 d" 

Height: 
Start T i m :  
End T i m :  12.1 d" 1.0.4- 

4.0.4- 

10 s 

Modified: Y., 

Expected RT: 11.5 m n  
Use Relativ. RT: NO 

RT Windw: 60.0 "5 

Int. Type: Hurual 
Retention Tim: 10.9 min 
Ar..: 3056841 C-ts 
n.iqht: 1.63.+005 E ~ I  
Start Tie: 10.3 d i n  
End Time: 11.9 mill 

B 

I 
1.0.5- 

8.0.4- 

8.0.4- 

,11.47 

1 W/mL 
Calculated cons: 1 ng/mL 
Kq. Date: 07/15/2005 
K q .  Tim.: 08:25:41 M 

Modifiad: Ye,  
RT Windw: 60.0 9.c 
Exposred RT: 11.5 m n  
Use Relative RT: wo 

Int. Type:  U".l 
Retention T-: 11.5 min ' 
Are.: 8612 counts 

1.19.+002 cps might: 
Start Tim: 
End T h e :  11.1 d n  

10.2 mi" f 

J 

c Study: P760 
Instrument No.: LC/MS/MS # 8  

Analyst: A. Sheehan 

S.np* N-: 'CXO49Ml +lo V 
P r k  Nun: * P F M  Cqnfirm la' U.r(d: *413.M10.0 m d  
c0mlm-t- bnwmbon. 

5-1. Index: 14 

amp* ID: 'DFOBM2RCPWlCO41m7,lm npnP. DF*lO. Fb. '071205E.M 

.- 
. ~ _ ~ ~ ~  ~ 

S q l e  Type: Qc 
concentration: 250 nq/mL 
Calculitmd cons: 148 n g / d  2.w 
Acq. Date: 01/15/2005 
Acq. Tim: 07:26:19 M 

1494 

Modified: Y., 
RT Xi&: 60.0 sac 
Expected RT: 11.5 pin 
Use RelatiY. RT: NO 

1.0.4- Art.: 480450 coynts 
Height: 2.07ct001 cpr 

10.3 min Start Tile: 
End Tile: 

I 

12 13 14 15 11 17 

i ~ ~ ~ ~ . - ~ ~ ~ ~ ~ ~ 3 ~ ~ ~ - ~ i m r  v i .  rniaa~.* 
sample Index: 16 
s-le Type: Vnknwn 
Concentration: N/A 
Calculatad cons: 491 n g / d  
X q .  Date: 01/15/2005 
K q .  Time:  0 8 : 0 6 : 0 0  M 

Modified; Y.. 
RT Window: 60.0 l e 6  
Expected RT: 11.5 min 
Use Relative RT: NO 

l.-I 
14.5 lor 

Int. Type: IW-1 
Retention Tim: 10.9 min 

3135037 Counts Are.: 
might: 1.69=+005 cps 
Start T h :  10.3 min 
End Tim: 12.1 min i 

4 . w  L 2C64 O 0  1 2 3 4  

5 0 7  

1.w- 

1 . W -  

1 . W -  

.-- -~ ~ . ~. rm.mh .~ -~ ~~ ~- ~~~ 

a m p *  H.m:*m6pib.F S.np*lD:mDF~1AWmlW41067.10r&~ Fb:%71205E.Wr 

corn- AnraDkn:- 

Sample Type: Qc 

F k  N.m: 'PFM conlkm lon' Mar("): ' 4 1 3 . M l B . O d  

S-le Index: 18 

Conscntration: 25 n q / a  
CalcU1ated cons: 65 n q / a  
Asq. Date: 07/15/2005 
Acq. Time: 00:45:17 M 

Modified: NO 
PZ-. Algorithm: Analyst Classic 
Bunchinq ?.Stor: 10 
Noise Threshold: 1.05 cps 
Area Thrmrhold: 5.26 cps 
,m. 5100th.: 5 
Sen. Width: 0.20 

60.0 I.=- 

, , , , ,I, , , 

sep. might: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Cxp. Val. Ratio: 3.00 RT W i n d a :  
Expected RT: 11.5 min 
UI. ReiatIve RT: no 

Int. Typ.:  Bas. To Bast 
Retention Ti-: 11.5 d n  
Ar..: 119440 coynta 
might: 1.76tt001 cps 
Start The: 10.3 min 
tnd Tile: 12.3 min 

10 s. 2WO.O 

0.0 
2 4 8 8 10 12 14 18 1 2  3 i--- 0' 

T m .  mh _ _ _ _ ~  T m .  mk 

Page 3 of 7 



Analyst Version: .1 
Printing Time: 12: c 0 : 3 4  PM 

Set 'NO. : 0712053 

Printing Date: Thu, Jul 21, 05 

1m4iw. i m h .  DF*W F* v 7 1 m ~ f l  

S-1. lnd.x: 1D 
S-1. Type: 
Concentration: 
Calculated Cons: 
k q .  mte: 
k q .  Time: 

.. 
pc 

250 nq/mL 
201 nq/mL 

01/15/2005 
09:05:03 M 

nodifled: NO 
P m c .  Algorithm: Analyst Classic 
Bunching Factor: 10 
N0i.e Threshold: 1.05 cpr 
Area Threshold: 5.26 cps 
,Nu% Smooths: 5 
Sen. width: 0.20 

ma- -- 
5mO- 

8 

f -  s.i. n.iqht: 0.01 
Cxp. Peak Ratio: 5.00 
Cxp. Adj. Ratio: 4.00 
txp. Val. -tie: 3.00 RT Windou: 
Expected RT: 11.5 n n  
Us. R d a t i v .  RT: NO 

60.0  sac- -1 
Int.  T e e :  v.11.y 
Retention T i n :  11.5 min 
-I..: 131309 counts 
m.iqht: 7.97.+003 sps 
s t a r t  T i m :  9.55 min 
End The:  12.8 min 

1o.s.  

1 

I 

E 

2 14 18 
_ _ _  Th-fe- 

&mpk N.m:*CCCUSSS R.p' ~ m p k i D ~ F b s M l A v P m r m 1 r n  F L :  v712oK.rM.-.--- ~- 
P..kNam:'PFOACMhn bn' Y.a(n):413.M10,0ad 
camne- wnOwm:- 

sample Type: Unknom 
Concentration: N/A 

Acq. Date: 01/15/2005 
Acq. T i l e :  09:44:21 M 

I4odifi.d: Ye, 
RT Window: 60.0 ses 
ExPCtad RT: 11.5 min 
Use Relative RT: NO 1.M. 

S-1. 1nd.x: 21 

ca1cu1.t.d conc: 50 ng/mL , , ~  
1 . a 4  - 

Int .  T y p :  I(LIIY.1 
Retention T i m :  10.9 min 

321538 counts -.a: 
Height: 1.52e+004 cps 
S t u t  T i m :  
End Time: 

-"- 
4300 0 -  

2ooo.O- 
10.58 

1 2 3  4 5 0 7 1 B 10 
0.0' I . . I . , , . . , 1 

Sa&* Type: w 
con..ntr.tion: 25 nq/mL 
Calculated C m c :  250 ng/.L 
Acq. Date: 01/15/2005 
Lcq. T i m :  10:23:39 M 

1 

Hcdified: YS3 
RT Window: 6 0 . 0  ses 
Expcted RT: 11.5 mi" 
Use Rtlative RT: No 

In t .  Type: I(LIIm1 
Retention T h e :  10.9 min 
Ar..: 1598291 =-ti 
neiqht: 7.74.+004 cps 
Star t  T i m :  10.3 min 
tnd T i m :  11.9 mi" 

4.M- 
8 

f 3.M- 

Study: P760 
Instrument NO.: LC/MS/MS #a 
Analyst: A .  Sheehan 

s q l i  Index: 20 

Concentration: N/A 
calculated CMC: 49 ng/mL 
Acq. Date: 01/15/2005 
Acq. T i p . :  09:24:44 An 

1.M- ucdifiad: Ye* 
RT Winda: 60.0 sac 11.1. 

1.M- 
Expected RT: 11.5 min 
Use Relative RT: NO 

Rm.0 - 
I D t .  T y p :  Uanu.1 
Retenrim T i m :  10.9 min m . 0 -  
Are.: 
Height: 
S ta r t  Time: 
tnd Ti-: 11.9 mi" 

315711 counts 
1.47s+oo4 cp, 

10.3 mi" f 
5mO.o- 

4ooo.O- 

p a . 0 -  

2ooo.O- 
10 5 a  

1 2 3 4 5 0 7 8 S 10 11 12 13 14 15 10 17 
.~ ..~. -. ~. ~~~ -Tim.nin 

S U p h  1nd*x: 22 
S w l e  Type: Standard 
ConCe"tTati0": 3 n q / a  
Calculated conc: 2 nq/mL 
Acq. Date: 01/15/2005 
Acq. Ti-: 10:01:03 M 

ncdif ied: Y * I  
RT Windou: 50.0  ,.c 
Expected RT: 11.5 min 
Use Relative RT: NO (Do 

In t .  Type: 
Retmtion T i l e :  
Are.: 
Height: 
Stazt  T i m :  
End T i m :  

Manual 
11.5 min 

18456 counts 
8.03et002 cps 

9.79 min 
12.0 min 

m- 

uro- 

, , I , . , . --- , , , 
1 2 3 4 5 0 7 8 0 10 11 12 13 14 15 11 17 ____ ~~~~ 

sample Index: 24 
Sample Type: w 
Concentration: 250 ng/mL 
Calculated Cons: 434 nq/mL 
Acq. Date: 01/15/2005 
k q .  T i m :  10:43:20 An 

n0diti.d: NO 
PTOC. AlqoriUm: mnalylt Cl*..iC 
Bunching Iactoz: 10 
Noise Threrhold: 1.05 cpa 
Area Threshold: 5.26 cpr 
,h. smooths: 5 
Ssp. Width: 0.20  
sap. Height: 0.01 
txp. Peak Rltio: 5.00 
txp. MI). Ratio: 4.00 
txp. Val. Ratio: 3.00 RT Window: 
cxpct.d R T :  11.5 min 
111. Relative RT: No 

Int. Type: v.11.y 
Retention T h :  11.5 min 
kc.=: 279934 counts 
Height: 1.30=+004 cpr 

1.72 win Staxt T i m :  
End Time: 13.5 min 

11 48 

11.1- 

1 M- 

- 0 -  

W O -  

10- 

1 z:: 
..c- 5mOo- 

-04 

- 0 -  

2oooO- 

1 M Q O -  
+d 

2 4 1 8 10 12 14 18 
0 0  - I 

~- Tin. nn 

Page 4 of 7 



Analyst Version: € .1 
Printing Time: 12:30:35 PM 

Set No.: 0712053 Study: P760 
Instrument No.: LC/MS/MS # a  
Analyst: A .  Sheehan Printing Date: Thu. Jul 21, 05 

10,s) 

6W- 
ncdified: 
RT Window: 60.0 sac 
Expected RT: 11.5 min 
UI. Relative RT: NO 

,11.a 

Height: 6.113ei004 cps 
StaIt T i m :  10.3 e n  
End Time: 

2.0.4- 

1 . W -  

0.0 I ,  I I . I . , , , , , , , , , , , 
1 2 3 4 5 8 7 8 9 10 11 12 13 14 15 16 17 

conmm- Amoh6on:- 
S-le Index: 27 5-1- 1nd.x: 28 

5-1. Type: oc 
concantr.tion: 25 ng/mL 
Calculated cons: 239 n g / a  7,W] 
Asq. Date: 07/15/2005 ! k q .  ~ i m :  12:01:49 pn 6 5 4  I 

Sa& Type: Stuldlzd 
COnC.nfr.ti0": 5 ng/mL 
C.lC"llted cons: 5 nq/mL 
Asq. Date: 07/15/2005 
Asq. T i m :  11:42:13 An 

1600- 

l a -  

1200- 

n d i f i o d :  NO 
Pro=. Ngorithm: IY1aly3t Classic 
Bmchinq FaGtOr: 10 
Noire Threshold: 1.05 sps 
Azea Threrhold: 5.26 sps 

n d i f  led: Ye* 8.0.4 
RT Xindw: 60.0 sec 
Expectad RT: 11.5 min 
Use Relative RT: No 

8 1mr1 
,Nm. smooths: 5 
Sep. Nidth: 0.20 
sep. aeiqht: 0.01 
E-. Peak Ratio: 5.00 
zxp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT W m d w :  60.0 I 
Expected RT: 11.5 min 
Use Rela t iw RT: No 

S-le Index: 29 

Concentration: 250 nq/mL 
Calculated Crmc: 479 nq/mL 
Acq. Date: 07/15/2005 
Acq. T i m :  12:21:27 PI( 

S-le Type: oc e 
4-le Index: 30 
5-1. Typ.: Unman 
Concentration: N/A 
Calculated Con=: 225 ng/mL 
Acq. Date: 07/15/2005 
Asq. Time: 12:41:19 Pn 

NO 
mU1yrt Classic 

10 
1.05 cps 

5.26 cps 
5 
0.20 
0.01 
5.00 
4.00 
3.00 RT Nindw: 
11.5 min 
EO 

Modified: 
Pro=. Nqoorith:  
Bunching IaCtor: 
Noise Threshold: 
Area Threshold: 
.Nu& S-oths: 
Sep. Width: 
Sap. Height: 
Exp. Peak Ratio: 
Exp. Mj. Ratio: 
wlp. Val. Ratio: 
Exp.ct.d RT: 

x; 

nodif ied: Ye, 
RT Window: 60.0 ses 

11.5 min Expected RT: 
Use Relative RT: NO 

Int. T y p :  h w i l  I Retention T i m :  10.9 min 4,W 
Am.: 1437143 counts 

7.51e001 cps 

12.0 min 
10.3 

S i g h t :  
S ta r t  T i m :  
Md T h :  

Int. Type: v.11.y 
Retention T L r :  11.5 min 
Are.: 308640 counts 
Heiqhr: 1.40e+004 cps 
St'zt T h :  9.40 u n  
Md T h e :  13.1 min 

lmr.0 

e 8 10 
=- 0.0 

1 .W 
10.58 

1 2  3 4 5 e 7 8 0 l o  
001 . , . I , , , , , , 1  

- ~ r-.- 
12 14 18 
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Set No.: 0712053 Study: P760 
Instrument No.: LC/MS/MS # a  
Analyst: A .  Sheehan 

Analyst Version: 
Printing Time: 
Printing Date: Thu, Jul 21, 05 

5-leType: Unknm 
Concentration: N/A 
Calcu1.tad Cons: 211 n g / a  70.4 

8.0.4 
Acq. Tim: 01:00:51 PU 

5.5.4 Modified: Yc. 
RT Window: 60.0 ses 

Use RClat1Y. RT: No 
4.- 

Retention Tim: 10.9 min 4.0.4 
3 . Y  Are.: 1388150 counts 

Height: 1.09.+001 cps 
Start Tim.: 10.3 min 3.0.4 

2.594 
End Tim: 12.1 min 

Acq. Date: 01/15/2005 IIY 

Enpmctad RT: 11.5 min 5.0.4 

Int. Type: II1IIY.l 

-1 1culat.d Conc: 11 n g / a  
q. Date: 01/15/2005 
9. Time: 01:20:38 Pn 

Mcdlfied: NO 
Pro=. Ngozithl: Analyrt Classic 
Bunching Pactor: 10 
Noire Threshold: 1.05 cpr 
Area Thrarhold: 5.26 cps 
.m. smooths: 5 1 

,11.4E 

I 
Sep. Width: 0.20 
sep. Height: 0.01 
Exp. Peak Ratio: 5.00 I EXD. Mi. Ratio: 4.00 i 
G.  Vai.  Patio: 3.00 RT W l n d w :  60.0  set- 

Use RelatiY. RT: No 
I Expected RT: 11.5 min 

?!?!e T^ %a,, 

11611 counts 
3.38e+003 cps 

9.12 min 
13.1 min 

2 14 16 

2 

11.47 

S G l e  Type: pc 
Concentration: 25 ng./mL 
Calculated Cons: 545 n g / a  
Acq. Date: 01/15/2005 
Acq. Time: 01:10:21 ~n 

cons*"tI;tion: 250 -/a, 

2.0.4 

Calculated Conc: 866 n g / a  
Acq. Date: 01/15/2005 I Acq. T h :  02:00:09 PI1 

Modified: 1.I 
RT Nindov: 60.0 smc 
Expected RT: 11.5 min 
Use Relative RT: No 1 .(w 

nodlfied: Ye* 
RT Window: 60.0 sec 
Expected RT: 11.5 mi" I Use RelltiM RT: NO 

Int. Type: k".l 
Retention Tim: 10.9 min 
Are*: 3111513 c-ts 
Height: 1.82e+005 
Start Tir: 10.3 2; 

11.8 min End Tine: - 

10.57 

-+ 

20.4 

---~~-...I _-_._ .-----..-.. 
1 2  3 4 5 (1 7 II 9 10 

Int. Type: W U l  
Ratention T h :  10.9 mi" 
*e.: 555392 count* 
nciqht: 2.35er001 cps 
Start Tim: 10.3 min 
End Tins: 12.1 min 

5-1. Indmx: 35 
SamplcType: Unknom 

Calculated cons: 522 n g / a  
Acq. Date: 01/15/2005 
Acq. Tim: 02:19:11 PI4 

Concentration: N/A 
Calculated Conc: 521 -/a 
Acq. Date: 01/15/2005 
Acq. Tim: 02:39:11 PM 1 

ncdified: Ye, 
RT Nindar: 60.0 S.C 
Expected RT: 11.5 min 
U s e  Relati- RT: No 1.205 

nodif ied: Y., 
RT Nindar: 60.0 rec 

11.5 min Expected RT: 
Use Relative RT: No 

mt. Type: k".l 
Retention Tim: 10.9 min 
Ar..: 3335002 counts 
Height: 1.11er005 cp, 
Start Time: 10.3 min 
End Tim: 11.8 min 

B 

f 
Int. Type: kU.1 
Retention Tim: 10.9 min 
Ar..: 3325111 counts 
neight: 1.16e+005 cps 
Stazt Ti-: 10.2 min 
End Tim: 11.9 mi" 

I 

1.0.5- 

8.0.4- 

8.0.4- 

10,s 
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Analyst Version: .1 
Printing Time: 12: c 0:36 PM 
Printing Date: Thu, Jul 21, 05 

Set No.: 0712053 Study: P760 
Instrument No.: LC/MS/MS #E 

Analyst: A .  Sheehan 

;-le Type: Standard 
:oncentration: 25 ng/lL 
:alculat.d CMS: 25 ng/lL 
\sq. Date: 07/15/2005 
kq.  T i m :  02:51:51 PU 

lodified: NO 
)roc. Algorithm: l u u l y i t  Classic 
lunching Pactor: 10 
lois.  Threshold: 1.05 cpr 
\rea Threshold: 5.26 cps 
Num. smooth: 5 

iep. width: 0 . 2 0  
iep. Height: 0.01 
lxp. Peak Ratio: 5.00 
lxp. Adj. Ratio: 4.00 
lxp. Val. Ratio: 3.00 RT Windw: 6 0 .  
3xp.ct.d RT: 11.5 min 
1s. RelatiY. RT: NO 

[nt. Typ.: v.11.y 
letention Time: 11.1 min 
we.: 165753 C O U n t i  
leight: 7.65e+003 sps 
3ti)zt T i m :  1.60 min 
Ind Time: 13.1 min 

S l u p l t  Index: 38 
S-1. Type: Standard 
Concantr.tiM: 50 n g / a  
Calculated Cons: 49 n g l a  
Acq. Date: 07/15/2005 
Acq. Time: 03:18:32 PPI 

Kodifiad: NO 
Proc. Ngor i thm Analyst Classic 
Bunching Tactor: 10 
Noire Threrhold: 1.05 sps 
Area Threshold: 5.26 sps 
. N m .  smooths: 5 
Sap. Width: 0.20 

0.01 Sap. Height: 
Exp. Peak Ratio: 5.00 
Lxp. Mj. Ratio: 4.00 
EZP. Val. Ratio: 3.00 RT Window: 

Use R m h t i Y .  RT: No 

In t .  T p :  !=.e Tn 
Retention Time: 11.1 min 

315862 counts I r m a :  
might :  1.31e+001 cpr 
Stazt Time: 7.01 min 

Expected R?: 11.5 min 

F3-. 12.1 min _I t n d T l u :  
12 14 16 

60.0 
sec i 

'."I 
1.m- 

1.1d- 

1.w- 

9oooO- 

smO.0- 

moO.0- 

(Doo.0- 

W . 0 -  

4WX.O- 

-0 -  z::L 0.0 

10.02 

---J r 2 14 16 
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Analyst Version: 1.4.1 
Printing Time: 11:16:47 AM 

Printing Date: Thursday, July 2 8 ,  2005 

Set No.: 071205E Exygen Study NO.: P760 
Instrument No.: LC/ME:/MS #8 

Analyst: A. Sheehan I w 07/28/05 
- " - - ? - - ~ ~ - ~ d - - - - - "  

..-,-- ..v-----*---".l___l_ -__^---I - --- 
SJmplO ID 

I ( n U W  (n01W 
--I. - I- - 

178460 10 500 0 421- 
2 ss7270 Calibration Standard. 1 0 WmL Standard 1 13CPFOA 285950 1.00 0993 

I-- 13C PFOA Calitmtion Standard,% 5 WmL Standard 

3 SS7277 Calibration Standard, 2 5 WmL Standard 1 13CPFOA 615884 250 2 75 0r1205E-203 
0r1205E-204 5.70 4 SS7278 Calibration Standard. 5 0 M m L  Standard - 1 13CPFOA 

071205E-206 5 SS7274 Calibration Standard, 25 ng/mL Standard 1 I ~ C P F O A  4902573 25 0 25 5 
_ _  - 071205E-207 Standard 

- __ - I - 500 1170985 - - _ _  
5 SS7275 -CalibGtiG GiKi85,'iO WmL- Standah 1 13CPFOA ~ 24 m 7 4  10 0 11.1 O;'1205E-205 

7 557273 Calibration Standard. 50 WmL 1 1XPFOA 9251887 500 487 
8 Melhand Wash Methanol Wash Unknown 1 13CPFOA 102138 tVA 0 0152 Oi'ri65EI-208 
D Reagentccntrd Coo73403Control UnknoWn 1 13CPFOA 83235 NIA C O  071205E-209 
10 Reagent Spk A Coo73483 Spk A, 2 5 ngg QualityControl 1 13CPFOA 1406992 8 25 6 97 0'11205~-210 

QualityContmi 1 13CPFOA 5192028 250 27 1 vri 205~-2  11 
2 o i 4 s  0500 0560 ofi205E-21Z 

11 - Reagent Spk B 

-___ __ - "  

___ ~ _- _______-- - -  0Coo73483 Spk B. 10 Wg 
12 SS7279 Cai&tlon-s%F.-o Sng/mL Standard 1 13CPFOA ~ 

13 COO49001 Spike C DFOBVOiRCP0010041007, i o  Wg Qrdjity Control 1 13C PFOA 2538404 25 0 13 0 071205E-213 
071 205E-2 14 
0712E315 

18 COO49001 Rep DFWMRCP0010041007 Unknown 1 13CPFOA 2309360 tVA 11 8 071205E-216 
17 SS7270 Calibration Standard, 1 0 WmL Standard 1 13CPFOA 231399 100 0 703 0 7 1 s - 2 1 7  
18 COO49882 Spike E DF09VOlAVP0010041007, lO-yg  _- 

071 Z5E-2 19 

183 14 I coo49881 Spike D DF06V02RCP0010041007, 100 Wg. DF40 Quality Control 10 - 13C PFOA - 3531422 _.."E! _ _  
15 cdo42ie81 DF%V62RC-~-<b41007 - u&& 1 13CPFOA --233&99 NIA 11 9 

QualityContrd 1 13CPFOA 3228572 25 0 16 8 
2970587 250 153 

_ _ ~ - -  - I -__ - _- - - --07_1?%:?2-- 
" .  I 19 ?%i-%%Z SpikeF- I%9VOl~V6%?%%i~007, 100 Wg, DF-10 Quality Contrd 10 I" 13C PFOA . -- 07j205~-220 2i- COO49002 DFO8VOlAViidbl 004-1007 Unknown 1 13C"PFOA 2413891 NIA 12 3 

Standa;;l - I __I - 22 SS7277 -Calibrati& SI&&%, 2 5 WmL 1 13CPFOA 548943 
Unknown 1 13CPFOA 2742993 NIA 14 1 071205E-221 

2 5 0  2 39 07?2&-222 
21 COO49662 Rep DFOWOlAVP0010041007 

23 COO49883 Spike G DF09VOlPAwO10041007,lO Wg QualityControl 1 13CPFOA 2971887 25 0 15 3 071205E-223 
24 COO49883 Spike H DFOWO1PAP0010041007. 100 ngg. DF=lO Quality Control 10 13C PFOA 3231168 250 187 07 1205E-224 

07 1205E-225 1 13CPFOA 2285633 NIA 11 8 Unknown 25 COO49883 
28- Rep DF09VO<PA~-l004-1007 Unknown 1 13CPFOA ~ 2- NIA 13-1 07 1205E-228 

07i205E-227 27 SS7278 Calibration Standard, 5 0 WmL Standard 1 13CPFOA 1068820 500 5 18 
071205E-228 16.4 28 COO498&1 Spike I DF09VOlRCwO10041007. 10 Wg 

29 D F O g V O l R C w O 1 0 0 4 ~ 0 0 7 , ~ l ~ ~ ~ g ,  DF=10 Quality Control 10 13C PFOA 3854439 250 200 071205E-229 
10 COO49ea4 DFO9VOlRCcwOlC64l007 Unknown 1 1XPFOA 2070104 NIA 14 7 071205E-230 
fi COO49Fh Rep DFOBVOlRC~l0041007 Unknown 1 13CPFOA 2775824 MA 14 2 071205E-231 
32 SS7275 Calibration Standard. 10 WmL 

25 0 11 5 07l-2EG233 
071205E-234 

)3 W ~ 0 2 R C P O O l ~ ~ ~ 7 .  TO Quality Control 1 
34 COO49805 Spike L DF09V02RCP0010041007,lOO Wg. DF=10 Quality Contmi I O  1% PFOA 

DF09V02RCP0010041007 Unknown 1 13CPFOA . 2290301 tVA 11 7 071205E-235 
&&=Rep DFOgVOZRCwO10041007 Unknown 1 13CPFOA 2065472 NIA 10 5 0712055238 
37 SS7274 Calibration Standard. 25 WrnL Standard 1 13CPFOA 4651603 25 0 24 2 071205E-237 

Calibration Standard. 50 WmL Standard 1 13c-PFOA w- 500 49.2 071205E-230 36 SS7273 

- -- ~ - - 1 " 1  

__I - - - - __ ____ - - _- - _-___ - DFOgVOlPAPW10041007 __- - 
- -  - 

- - - QualityControl 1 13CPFOA 3191821 25 0 
" __ - - - - CO049884 Sp;ke T".4----- 

1 13C PFOA 2093656 10 0 10.8 _071205E-i23? -__ __ 13-c pFoA-"". -__I ~_ I - - - - I - Standard COij4g885Splkei( - 
25ij - 184 

" 

__--- ~ _ _ _ - ~ - _  I --.I ~- I x--x^II^_"^_ 

i 
Exygen Research, 3048 Research Drive, State College, PA 16801 

Calculated Concentration (ng/mL) = [(Analyte I?eak Area (counts) - Intercept)/Slopel x Dilution Factor 



Fish Conversion 

Compound: 13C PFOA Exygen Study No: P760 
W 

Exygen Sponsor 
Analyte Analyte 
Found Found 

ID ID (ng/mL) (ppb) 

COO4988 1 DF06-V02-RCP001-0-04 1007 11.9 4.76 
COO4988 1 Rep DF06-VO2-RCP00 1-0-04 1007 11.8 4.72 

COO4988 1 Spk C DF06-V02-RCP001-0-041007 13.0 5.20 
COO4988 1 Spk D DF06-V02-RCP001-0-04 1007 183 73.2 

COO49882 DF09-VO 1-AVPOO1-0-04 1007 12.3 4.92 

COO49882 Spk E DF09-VO1-AVP001-0-041007 16.6 6.64 
COO49882 Spk F DF09-VO1-AVP001-0-041007 153 61.2 

COO49882 Rep DF09-VO1-AVP001-0-041007 14.1 5.64 

COO49883 
COO49883 Rep 

COO49883 Spk G 
COO49883 Spk H 

COO49884 
COO49884 Rep 

COO49884 Spk I 
COO49884 Spk J IIW 

COO49885 
COO49885 Rep 

COO49885 Spk K 
COO49885 Spk L 

DF09-VO1-PAP001-0-041007 
DFO9-VO 1 -PAP00 1-0-04 1007 
DF09-VO1-PAP001-0-041007 
DF09-VO 1-PAP00 1-0-04 1007 

DF09-VO 1 -RCPOO 1-0-04 1007 
DF09-VO 1-RCPOO 1-0-04 1007 
DF09-V01-RCP001-0-04 1007 
DF09-VO 1-RCPOO1-0-04 1007 

DF09-VO2-RCPOO 1-0-041007 
DF09-V02-RCP001-0-041007 
DF09-V02-RCP001-0-04 1007 
DF09-VO2-RCPOO 1-0-04 1007 

11.6 
13.1 
15.3 
167 

14.7 
14.2 
16.4 
200 

11.7 
10.5 
11.5 
184 

4.64 
5.24 
6.12 
66.8 

5.88 
5.68 
6.56 
80.0 

4.68 
4.20 
4.60 
73.6 

Analyte Found (ppb) = [analyte found (ng/mL) x final volume (2 mL)] / sample weight (5  g) 
ND = Not detected =+d&rae& &or koe o . t q @  0 
NQ = Not quantifiable = Measured concentration bebw Limit of Quantitation (LOQ) which is O b  ng/g. 

A 40 0fW€.&A, O*tnJ/j  AA/b 0 

0 3 5 3  



1 
2 1  
3 1  Comound: 1 13C PFOA Exveen Studv No: 

A I B I C I D 
Vegetation Conversion (FORMULAS) 

- 
5 
6 
7 

I 10 I COO49881 Rep ~ DF06-V02-RCP001-0-041007 I='Raw Data'!HlO2 ' <C 10*2)/5 I 

Analyte Analyte 
Exygen Sponsor Found Foiund 

ID ID (ng/mL) (ppb) 
1 

Spk C DF06-V02-RCP001-0-041007 :='Raw Data'!H99 
SDk D I  DF06-V02-RCP001-0-041007 l='Raw Data'!H100 

9 1  COO4988 1 

COO49882 DF09-VO 1 -AVPOO 1 - 

DF06-V02-RCP001-0-041007 i='Raw Data'!H101 ' =(C9*2V5 

22 COO49883 St>k Hi DF09-VO1-PAP001-0-041007 '='Raw Data'!HllO 

19 COO49883 ' DF09-VO1-PAP001-0-041007 '='Raw Data'!Hlll 
20 COO49883 Rep , DF09-VO1-PAP001-0-041007 l=tRaw Data'!H112 
21 COO49883 Spk G~ DF09-VO1-PAP001-0-041007 l='Raw Data'!H109 

DF09-VO1-RCP001-0-041007 ='Raw Data'!H116 I =(C24*2)/5 
='Raw Data'!H117 
='Raw Data'!H114 
='Raw Data'!H115 =(C27*2)/5 ' 

1 

=(C29 *2)/5 
=(C30*2)/5 

29 COO498 8 5 DF09-V02-RCP001-0-041007 i='Raw Data'!H121 
30 COO49885 Rep DF09-V02-RCP001-0-041007 :='Raw Data'!H122 
31 COO49885 Spk K J  DF09-V02-RCP001-0-041007 ='Raw Data'!H119 
32 COO49885 Spk L ~ DF09-V02-RCP001-0-041007 l='Raw Data'!H120 



Analyst Version: 
Printing Time: 12:28:11 PM 

Set No.: 0712053 c Study: P760 
Instrument No.: LC/MS/MS tt8 

Printing Date: Thu, Jul 21, 05 h 6  07lU)d Analyst: A. Sheehan 

1 Untitled 6 (13C PFOA): "Lineat' Regression ("1 I x" deighting): y = 1.88e+005 x + 9.93e+OO4 (r = 0.9985) 

sOesY i - - 1  ------ --7--- --I-- 

0 2 4 6 8 I O  12 14 16 
, , , 1 T - - - ~ - ~ ~ r - - - T . - - , - ~  , . , , , , , , . , , I 
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Concentration. nglrnL 
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Analyst Version: 
Printing Time: 12:27:42 PM 
Printing Date: Thu, Jul 21, 0 5  

Set No.: 0712053 

Sampl. 1nd.x: 1 
sample Type: Standard 
concentration: 1 n g / a  
Calculated cons: 0 n g / a  
U q .  Dah: 07/15/2005 
Uq. Tim: 03:11:24 All 

nodif ied: NO 
P r w .  Algorithm h l y r t  Classic 
Bunching Pactor: 10 
Noire Threshold: 18.17 cpr 
&ma Threshold: 90.87 cp$ 
,Nm. Smooths: 5 
sep. Width: 0.20 
Sep. Height: 0.01 
Cxp. Peak Ratio: 5.00 
C x p .  Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 rin 
use Relati= Rr: NO 

Int. T W :  Bas. TO Bas. 
Retention Tins: 11.5 rin 
-ea: 178460 counts 
Height: 6.68er003 cps 
start Tim: 8.79 rin 
End Tim: 13.1 rin 

2 4 6 0 1 0  

2 w -  

2.0.4- i 1.w- 

60.0  sec- 
1.w- 

- - -~ k m h l  .- -- -- .~ --- .-== ~ 
~ ~~ ~~ ~ I ~ $ ~ ~ # , ~ p ~ .  Sarm~~ld~C;l~7~o~mard, 2.5 

cmmnt- An-- 
Sample 1nd*x: 3 
Sample Type: standard 
concentr.tion: 3 ng/mL 
Calculated Conc: 3 ng/mL 
Lcq. Date: 07/15/2005 
ncq. Tim: 03:50:31 m 

Modified: UO 
P*OS. Alqorithx: h l y * t  Clarlis 
Bunching Factor: 10 

&L' FL: W 7 1 X l 5 E . a  ~ ~ 

Noire Threshold: 18.17 cps 
&rea Threshold: 90.87 cps 
,Nu. Smoths: 5 
Sep. Width: 0.20 
Scp. Height: 0.01 
Exp. Peak Ratio: 5.00 
Cxp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windov: 
Expected RT: 11.5 nin 
Use Relative RT: NO 

"i 

Int. Type: Base To Bas. 
Retention Tire: 11.5 min 
wa.: 615881 counts 
Height: 3.12tt004 cps 
Start T h e :  8.30 min 
End Tim.: 13.2 rin -.L 0.0 

. ~- ~ -. rm-m ==._ .. ~~~ pi*: '071-*wc ~~~~~~ ~~~~~ 

Sample Index: 5 
Sample Type: Standard 
Concentration: 10 nglll 
Calculated conc: 11 ng/mL 
k q .  Date: 07/15/2005 
Acq. Tins: 01:29:53 All 

Modifimd: WO 
Proc. Alqoritw Analyst Classic 
Bunching ?actor: 10 
Noire Threshold: 18.17 cpr 
k e a  Threshold: 90.87 o s  

1.10.5- 

1 . 0 3 6  

O M -  

0.00.4- 

7.00.4- 
,Nm. Smwths: 5 
Sep. Width: 0.20 
Sep. Heiqht: 0.01 
Cxp. Peak Ratio: 5.00 
C x p .  Mj .  Ratio: 4.00 
Kxp. Val. Ratio: 3.00 RT Window: 60.0 1.5- 
Expected RT: 11.5 rin 
b e  ki.ti"e Ri: iio 

4.00.4- 

3.00.44 
Int. Type: Bas. To Base 
Rltsntion Tim: 11.5 rin 
hr..: 2180974 counts 
Height: 1.11et005 cpr 
start Time: 7.60 min 
End T i m :  13.9 rin 

"i' 

:::I 0.m , , ,A, 
2 4 6 0 IO 12 14 10 
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€ Study: P760 
Instrument No.: LC/MS/MS # 8  

Analyst: A .  Sheehan 

commnt- Amomon- 
s-1. Index: 2 
S-le Type: Standard 

Calcu1at.d Con=: 1 nq/mL 
k q .  Date: 07/15/2005 
k q .  Ti-: 03:31:01 All 

concentration: 1 WlmL 

Modified: 
P z w .  Algorithm 
Bunching Factor: 
Noia. Threshold: 
Are. Threshold: 
,Nm. Smooths: 
sap. width: 
Sap. Height: 
Ixp. Peak Ratio: 
Exp. Adj. Ratio: 
Cxp. Val. Ratio: 
Expected RT: 
US. Relative RT: 

NO 
Analyst 

10 
18.17 

90.87 
5 

0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
PI0 

Classic 

CpS 
CPS 

RT Window: 
rin 11.10 

Retentiin Tim: 11.5 min 
285950 counts 

Height: 1.21*+004 cps 
8.30 min 
13.9 min 

Are.: 

Start Time: 
End Tins: 

. .. 
-Fi*:.o7rzmE.*&---- ~ Tim. m*l_. - 

S-1. Type: Standard 

Calculated Cons: 6 ng/mL 
k q .  Date: 07/15/2005 
Acq. Time: 04:10:08 m 

Modified: NO 
Pros. Algozithm Analyst Classic 
Bunching Facto=: 10 
Noire Threshold: 11.17 cps 
Area Threshold: 90.07 cps 
,Nun. Smooths: 5 

Concantration: 5 ng/mL 

sep. width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
cxp. Val. Ratio: 3.00 RT window: 60.0 ses- 
Expected RT: 11.5 rin 
Use Relati- RT: NO 

Int. T y p e :  Base To Base 
Retention Tins: 11.5 min 
-*a: 1170965 count3 
Height: 6.12e+004 cpa 
Start Tire: 8.27 min 
End Tim: 12.8 min 

2.0.4 

5 w o . O  

Sample Index: 6 
Sample Type: Standard 
Concentration: 25 nq/mL 
Ca1culat.d Cons: 26 nq/mL 
k q .  Date: 07/15/2005 
k q .  Tim: 04:49:24 11l1 

Mcdified: NO 

Bunching Factor: 10 
Noire Thrsahold: 18.17 cpa 
Area Threihold: 90.87 sps 
,Nun. smooth.: 5 
Sep. width: 0.20 

0.01 Sap. Height: 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
EXP. Val. Ratio: 3.00 RT Window: 
EXpect.d RT: 11.5 rin 
Use Relative RT: No 

PIOC. Algorithm Analyst Clrlsis 

Int. Type: v.11ey 
Retention Ti-: 11.5 rin 

4902573 counts Are.: 
Heiqht: 2.76e+005 cps 
Start T i n :  10.4 ml" 
End Tire: 13.9 run 

11.48 
I 



Printing Time: 
Analyst Version: 

Printing Date: Thu, Jul 21, 05 

Set NO.: 0712053 

1 

11 nodified: 
PTOC. Alqorith 
Bunching raftor: 
Noise Threshold: 
Area Threihold: 
,Nm. Smooths: 
Stp. Width: I Sen. Heiaht: 

NO 
Ana1yat c1arris 

18.17 cps 
10 

90.17 cp, 
5 
0.20 
0.01 

L.P. P..L n.tio: 5.00 
Exp. Mj. Ratio: 4.00 
EXP. Val. Ratio: 3.00 RT Winda: 

Us. Relatxve RT: NO 
Expected RT: 11.5 mi" 

2 1 4  18 

Int. Typ: Bas. TO Base 
Xecencion TI-: 11.5 min 
Ar..: 9251667 c-ts 
Height: 4.15e*005 sps 
Start Time: 1.29 min 
E n d  Tim.: 14.9 min 0.0 

Tine. nk 
~~ 

FL:-D71295E.& ~ ~ 

c a m n t -  -n: 
s-le Index: 9 
S-le Type: Unknom 
concentration: N/A 
Calculated Conc: < 0 
Acq. Data: 01/15/2005 
Acq. Time: 05:18:24 An 

m -i 
11.21 

1 
nodifred: NO 
Pro=. Algorithm: Anrlyit Classic 
Bunching Factor: 10 
N o i s e  Threshold: 18.11 cpr 
Area Threshold: 90.87 sps 
,NIP. Smooths: 5 
Sep. Width: 0.20 
Scp. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT windw: 60.0 3.c- 
Expsct-d RT: 11.5 mi" 
Use Relatin RT: NO 

Int. Type: Bare TO B1-e 
Retention r ire: 11.2 min 
Area: 83235 counts 
Height: 2.20ei003 cps 
Start T h :  8.33 min 
End Time: 13.1 min 

0 

0 

2 4 8 8 1 0  12 1 4  16 
S.mp--h&&a-F--S.*lDj7c- spib @, ,o nyp. F*, W7(rnEM - .. - ~ ~ ~~ ~ ~ . ~ ~ ~~~~~ r m . m i n  ~- __= 

P u t  Nam. -1% PFOA. &-In): '415 .Mm.0 Uru. 

S w l e  Index: 11 

Conce"tr.tion: 25 n q / a  
Calculated cons: 27 n q / a  
Acq. Date: 01/15/2005 
Acq. Time: 06:21:21AM 

c-2 

Modified: NO 
Proc. Algorithm analyst chisic 
Bunching Pactor: 10 
Noise Threrhold: 18.17 cps 
Area Threshold: 90.87 cps 
.Nm. smooths: 5 
sep. Width: 0.20 
Sep. Height: 0.01 
Ixp. Paak Ratio: 5.00 
Ixp. Mj. Ratio: 4.00 
Exp.  Val. Patio: 3.00 RT Window: 
Exwsted RT: 11.5 min ,,.. m-1.1'..- p.T: NO 

Int. Typ: Ease To Base 
Retention Time: 11.5 min 
Ar..: 5192026 c a t s  
Height: 2,25e+005 cpr 
Start Time: 6.41 min 
End T h :  13.1 min 

, - - -  

2.2.5 

1 . W -  

1.-5- 

1 .C5 - 

8.094 
6 0 . 0  s.c- 

2.004 

0.0 
2 14 18 

c Study: P760 
Instrument No.: LC/MS/MS # E  
Analyst: A. Sheehan 

s w 1 e  1nd.x: 1 
I-leTyp: Unknom 
Concentration: N/A 
Ca1culat.d Conc: 0 ng/m 
M q .  Date: 01/15/2005 
Acq. The: 05:28:56 An 

1 0  

uodified: Y., 
RT Window: 60.0 s.c 

11.5 mi" Expected RT: 
Use Relative RT: No 

Int. T-: UanUll 
Retention The: 11.4 min 

102138 counts IIC..: 
B 

I 
1 

4 
12 13 1 4  15 1 8  17 

ao -L- 1 2 3 4 i i ' i  i -.- e l o  1 

Ti-. nk - 
commnt- m*- 

S w l e  Index: 10 
Sample Type: c-2 
Concentration: 6 n g / a  
Calculated C o x :  1 n g / a  
k q .  Date: 01/15/2005 
licq. Tim: 06:01:56 AM 

Hodifid: NO 
Pro=. Algorithm: Analyst Classic 
Bunchinq Tactor: 10 
Noire Threshold: 11.11 cpr 
IICea Threshold: 90.17 cps 
,h. smooths: 5 
sep. Width: 0.20 

0.01 Sep. Height: 
exp. Paak Patio: 5.00 
Exp. Mj. Ratio: 4.00 
Cxp. Val. Ratio: 3.00 RT Windw: 
Expected RT: 11.5 mi" 
Us. Rmlative RT: No 

Int. Tw: Base TO Bas. 
Retention Time: 11.5 min 

1408992 counts me.: 

Stut Time: 8.21 min 
End T i m :  14.1 min 

Height: 1.10.+005 cpr 

~...- 
8 

_______ . . - ~ ~- _ _ _ _ _ ~ .  Tim. mi" 

lx,LE:: 
s-1. 1nd.r: 12 

Concentration: 1 nq/mL 
%lC"l.ted cone: 1 ng/mL 

-;a€$.;;ym~oSnrd, 0.5 -Fdi.-WlzasE.rn 

Sample Type: Standard 

k q .  Date: 01/15/2005 
kcq. Time: 06:11:01 An 

Rodificd: NO 

Bunching Factor: 10 
Noise Thrszhold: 18.17 cps 
4rca Threshold: 90.11 SDS 
.h. smooth,: 5 
Sen. width: 0.20 

Pro=. Algoorithn: Analyst Classic 

5mO -1 
0.01 Sei. Height: 

Cxp. Peak Ratio: 5.00 
cxp. Adj. Patlo: 4.00 
Cxp. Val. Ratio: 3.00 RT nnda: 
Expcted RT: 11.5 u n  

60.0 
s.c- i 

11 4a 

10 12 1 4  10 

Int. Type: IUS. TO Bas. 
Retention T h :  11.5 Pin 

204486 counts be.: 
Yeight: 1.53e+003 cps 
Stazt Time: 1.93 u n  
End Time: 13.4 u n  

~. ~ ~ - T m .  mh 
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Study: P760 c 
Instrument NO.: LC/MS/MS # 8  

Set No.: 0712053 

Printing Date: Thu, Jul  21, 0 5  Analyst: A. Sheehan 

& m P * h : ' C W 4 9 8 B l  -0  Sunp*ID:~DFO(NmRCPmlm4lW7.1W~.DF-lC FL:'O712OsE.W 
P n k  N a .  - 1 X  PFDK M m H n )  '415.M70.0 am# 
commr*- & n o h h l : -  

s-1. Type: ac 
Concentration: 250 n g l a  
Calculated Cons: 113 n g / a  
ACq. Date: 01/15/2005 
ACq. T k :  07:26:19 An 

S-1. Index: 14 

2.m 

SGl. Type: pc 
Conc."tr.tion: 25 ng/& 
Calculated corn: 13 n g / a  
kcq. Date: 01/15/2005 
hcq. lip.: 01:06:49 An 

Modified: NO 
Proc. Algorithm: Analyst clas3ic 
Bunching ?actor: 10 
Noise Threshold; 18.17 cps 

,NIP. Seth,: 5 
area ThrtDhold: 90.81 spr 1 . M -  

see. Width: 0.20 
Sep. Height: 0.01 i 80.1 (.=I 
Exp. P.ak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windor: 60.0 S.C- 
Expected RT: 11.5 min 
U I e  Relative RT: No 80.1- 

2495- 

2 a d -  

2 M -  

1 m- 
8 1 m -  

14.5: 

sac- l=- 
1 M- 
80.1-  

20.1 :=L 0 0  

Modif led: NO 
Or=. Algorith Analyst classic 
Bunching ?.Stor: 10 
Noire Threshold: 18.17 cpr 
ATea Threshold: 90.11 cps 
,MI. Uwt h a :  5 
see. Width: 0.20 
sep. Height: 
Em. Peak Ratio: 
Exp. Mj. Ratio: 

Expected RT: 
Us. Relative RT: 

Exp. v.1. Rat10: 

0.01 
5.00 
4.00 
3.00 RT Windor: 
11.5 mi" 

60.0 

NO 

Int. Type: v.11ey 
Retention Time: 11.5 min 
Are.: 2538404 counts 
Height: 1.93et005 sps 
Stizt T i m :  10.8 u n  
End Tim: 15.1 min 00 

1nt. T p :  Valley 
Retention Tire: 11.5 min 
ATY.a: 3531422 counts 
Height: 2.95e+005 cpr 
start rime: 10.6 miin 
End Time: 14.8 min 

2 4 8 8 1 0  2 14 18 1 14 18 

amp* NM. *uausaw amp* ID: .DF&CWOTG~~ n*: % i t % % i =  F i m :  .lX PFOA' uu("): '415.M70.0 d 

Sample Index: 15 

Concentration: N/A 
Ca1culit.d CMC: 12 n g / a  
ACq. Date: 01/15/2005 
hcq. Time: 01:46:19 Aw 

Modified: NO 1 1 5 -  
Pro=. Algoiithn: Analyst classic 
Bunching ?actor: 10 
Nois. Thrczhold: 11.17 cpr 
&rea Threrhold: 90.81 cps 
,Nun. smooths: 5 
Sep. W i d t h :  0.20 
Sep. Heiqht: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 60.0  sec- 
Expected RT: 11.5 min 8 . M -  
US= Relative RT: No 

i 

c o m m t -  &mOhmn:- 

s-1. Type: w n l p n m  

1.2.5- 

Modified: 
Proc. Ngorithn: 
Bunching ractoc: 
Noise Thrarhold: 
Area Thra5hold: 
,wUm. Smooths: 
sep. Width: 
sap. Height: 
Exp. Peak Ratio: 
Exp. Adj. Ratio: 
Enp. Val. mtio: 
Expected RT: 
UI. Relative RT: 

NO 
Analyst 

10 
11.17 

90.11 
5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

1.2.6 7 
RT Window: 
min 

60.0 

1nt. Type: v.11ey 
Retention Time: 11.5 min 
AT.*: 2330199 count, 
Height: 1.18e+005 cpi 
Start Tim: 10.2 min 
End Tim: 13.9 min 

/- 

::L 
00 -- 

2 i 6 ' 8  io- 

1"t. Type: Bast  TO Base 
Retention Time: 11.5 min 

2309360 counts are.: 

Start Tim: 10.2 u n  
End Tire: 13.6 min 

Height: 1.71.+005 cp* 

s-le Index: 18 

14 18 14 18 

S G l e  Type: pc 
Concmntration: 25 n g / a  
Calculated Conc: 11 n g / a  
hcq. Date: 01/15/2005 
acq. Tile: 08:45:17 Aw 

11.40 

2.495 

2.2.5- 

2.M- 

1.895- 

g 1 . m -  

f :::: 
60.0 sac- l,oa: 

8.0.4 J 

2 . w  

0.0 

1.104' 

1 . M -  

m . 0 -  

aom.0. ; z::: 
60.0  S.C- Um.0- 

1Nn.O; 

Uodified: NO 

Bunching ractoz: 10 
Noise Threshold: 11.11 cps 
-ire. Thr.shold: 90.81 cps 
,MP.s-th.: 5 
Sep. width: 0.20 
See. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
CXP. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 
u,t ?.&,ti%- ET: l o  

PIOS. Algorith h l y r t  c1.rris uodified: NO 
Proc. Ngorithm: Analyst Cla3sic 
Bunching ?actor: 10 
Noise Threshold: 18.17 cps 
are. Thmshold: 90.87 CDS 
,NIP. smooth.: 5 
S.D. Width: 0.20 
S e i .  Height: 0.01 
Exp. Peak Ratio: 5.00  
E-. Mj. Ratio: 4.00 
E x p .  Val. Ratio: 3.00 RT Winda: 
ExPect.d RT: 11.5 min 
Use Relative RT: NO 

Int. Type: valley 
Retention Ti-: 11.5 u n  

3226512 counts -.a: 
Heiqht: 2.13.+005 

End Tim: 13.8 min 
Start Time: 10.0 2: 

Int. Typr: Bast To m 0 -  

X m O -  

1 m o -  

Retention Tire: 11.5 min 
-ea: 231399 counts 
Height: 1.30.+004 cps 
Start T m :  8.81 u n  
End lh :  13.3 min - 00 

2 4 8 0 10 12 14 18 e- . - ~ -  - %. nvI 
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Analyst Version: .1 
Printing Time: 12: c 7:45 PM 
Printing Date: Thu, Ju1 21, 05 

Set No.: 0712053 € 

SG1. Type: cc 
Concentration: 250 n g / a  
Calculated Conc: 153 nq/a  
Acq. Date: 07/15/2005 
Acq. rime: 09:05:03 111 

Modified: NO 
PTW. Algorrth: An.1yst c1.rris 
Bunching Pastor: 10 
Noise Threshold: 18.17 cps 
Area Threshold: 90.81 cps 
,m. Smooths: 5 
Sep. Width: 0.20 
scp. Height: 0.01 
exp. P..k Patio: 5.00 
Ixp. A d ) .  Patio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 
US. Relative RT: NO 

Int. Type: V.1l.Y 
Retention Tim: 11.5 min 
Area: 2970581 counts 
Height: 2.52.+005 cps 
Start Tine: 10.3 min 
End Time: 14.9 mn 

2.4.5. 

2.2.5 - 

2.W-  

1 . M -  

1.8.5- 

60.0 ,e=- 1 . M  

B.0.4- 

6.0.4. 

2.0.4 

2 4 0 0 1 0  
0.0 ' 

I 

2 14 18 

Modified: NO 
Pr-. Nrlorithl; Analyst Classic 
Bunching Factor: 10 
Noire Thrashold: 18.17 spr 
Area Threshold: 90.81 cps 
,m. S-thr: 5 
sap. Width: 0.20 
see. Height: 0.01 
Exp. Peak Patio: 5.00 
EXP. Adj. Fatio: 4.00 
Exp. Val. Ratio: 3.00 RT window: 
Expected RT: 11.5 min 
Use Relative RT: NO 

Int. Type: To Bar. 
Retention Time: 11.5 min 
Are.: 2712993 counts 
neiqht: 2.32ct005 cps 
Start Tim.: 10.1 min 
End Time: 13.1 min 

60.0 

.I 
..c- 

8.0.4 ~~ 

8.0.4 

4.0.4 

20.4 

2 4 8 0 1 0  
0.0 -- I 

S-1. Index: 
Sample Type: 
C0"se"tration: 
Calculated Cons: 
Acq. nata: 
Acq. Tim: 

23 
cc 
25 n g / a  
I5 n g / a  

01/15/2005 
10:23:39 111 

Modified: "0 
2.M- 

Prci-ugorith: -&st ci.ssiC 1.M- 

,h. S-ths: 5 8 1.4.5- 

Bunching Factor: 10 
Noire Threshold: 18.11 cps 1 . M -  
Area Threshold: 90.81 cps 

Sep. Width: 0.20 
sep. might: 0.01 
Exp. Peak Patio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 60.0 s.c- 
txpected RT: 11.5 mi" 8.0.4 - 
:si BtliiiV* ZT: h'o 

f :::: 
Int. Type: Ease To Bas. 
Retention Time: 11.5 min 
u..: 2911661 counts 
Height: 2.13et005 cps 
start Time: 9.15 min 
and Time: 11.2 nln 

2.0.4 ::I 
0 0  

2 14 16 

11 4s 
I 

Study: P760 t Instrument NO.: LC/MS/MS # 8  
Analyst: A. Sheehan 

cammt- -- 
S-le Index: 
S-le Type: 
Concentration: 
Calculated Conc: 
Acq. mt.: 
Acq. T h :  

20 
unknm 

N/A 

07/15/2005 
09:21:14 M 

12 n g / a  

Modified: NO 
Prx. Ngorith: Analyst classic 
Bunching ?actor: 10 
Noise Threshold: 18.17 cp;r 
Area Threshold: 90.87 cps 
.m. Smoths: 5 
sep. width: 0.20 
Ssp. Rcight: 0.01 
Exp. Peak Ratio: 5.00 
txp. Adj. Ratio: 4.00 
txp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 

rnr. TV".. cCsC T.?. ' L ~ ~ ~  
Retention Ti-: 11.5 min 

2413691 counts Area: 
Height: 2.02st005 sps 
Start Time: 9.91 u n  

13.9 min End Time: 

Use Relative RT: NO 

S-1. Index: 22 
Sample Type: Standard 

Calculated Cons: 2 n g / a  
Acq. Date: 01/15/2005 
Asg. Time: 10:04:03 AM 

Concentration: 3 n g / a  

Modified: NO 
PIOC. Ngorith: Analyst Classic 
Bunching r.ctoz: 10 
Noire Threshold: 18.17 cpr 
Area Threshold: 90.81 sps 
,m. Smooths: 5 

0.20 sep. width: 

Exp. Peak Patio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windar: 
txppccted RT: 
Use Relative RT: NO 

Sep. Height: 0.01 

11.5 min 

60.0 

60 .0  I 

2 4 0 c . m  

11 I 
2 . w  J 

2.6.4- 

2 . w -  

2.M - 
2 . M -  

1 . W -  8 1.w: 

1ec 1 ;::: 
1 . M -  

aaO.0- 

aaO.0- 

m . 0 -  

2wo.O- 

2 4 6  
0.0 - 

8 10 

2 14 16 

11.e 

_ _ _ ~ ~ ~ ~  ~ p~ ~... Tim. nk 

i=Fzky,LyF: - - ~ ; ~ ; O F F I P A F W ~ O M ~ ~ ~ ~ ~ - ,  DF=~o FY.: '071205E.M 

sample 1nd.x: 24 
Sample Type: cc 
Concentration: 250 n g / a  
Calcu1at.d cons: 161 n g l a  
Acq. Dah: 01/15/2005 
Acq. Tinre: 10:13:20 rn 
nodifid: NO 
Pro=. Al9orit)nn: Analyst c1ar,is 
Bunching ractor: io 
Noire Threshold: 18.17 cpz 
Area Thr.Jhold: 90.87 sps 
,Nu. Smooths: 5 

0.20 Sep. Width: 
0.01 Sep. Height: 

axp. Peak Patio: 5.00 
Exp. Adj. Patio: 4.00 
Exp. Val. Patio: 3.00 RT window: 
Exp-sted RT: 11.5 mi"  
US. Relati- RT: NO 

Int. T y p e :  Base TO Bas. 
Retention Time: 11.5 nln 
Area: 3231166 c-tr 
Height: 2.69e+005 sp' 
Start Tip.: 9.61 min 
End Ti-: 13.5 min 

0 
w 
€2 
CD 

Page 4 of 7 



Analyst Version: f .1 
Printing Time: 12:27:46 PM 

Set So.: 07120% Study: P760 
Instrument No.: LC/MS/MS # a  

Printing Date: Thu, Jul 21, 0 5  Analyst: A.  Sheehan 

connlmt- -:- 
Sample Index: 25 
SampleType: UnLnOun 
COncMtzation: N/A 

Acq. Date: 01/15/2005 
Asq. Time: 11:02:59 M 

nodifitd: NO 
PTOE. Nqoiithm mmlyst Classic 
Bunching ?actor: 10 
Noise Thz.rhold: 18.17 cps 
Area Threshold: 90.81 o s  

C.lC"1.f.d cons: 12 ng/.iL 

Sample Index: 26 
SupleType: unknan 
COnc*ntr.tion: N/A 2.0.5- Calculated Cons: 13 nq/a 
Asq. Date: 01/15/2005 
Asq. Time: 11:22:35 111 1. 6 6 -  

1.66-  

i.4.5- 

nodif i.d : NO 
Pz-. Nqozithm: Analyst Classic 
Bunchinq Tactor: 10 
Noise Thrashold: 18.17 cps 
Area Thrmrhold: 90.81 cpi 
.Num. Smooths: 5 8 1.2.5- 
Sep. Width: 0.20 
s.p. might: 0.01 
Cxp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 60.0 *e=- 8 . M  
Expected RT: 11.5 min 
Use Relative RT: No 

mr 5eze TI 325e 
Retention Time: 11.5 min 

2555998 counts Are.: 
Height: 2.08e+005 cps 
Start T b :  10.1 min 
End Tin*: 13.1 min 

f 1'0.5: 

6.094- 

1 6 6 -  

1 w- 

14.5- 

1 2.5- 
.ma. smooths: 5 
sen. WLdth: 0.20 

0.01 
5.00 
4.00 
3.00 RT Window: 
11.5 min 
NO 

sei.  nmzqht: 
Exp. Peak Ratio: 
C x p .  Mj. Ratio: 
E*. Val. n.ti0: 
E-cted RT: 

s.5- f .,I 
60.0 

us; R*lltiY. RT: 

Int. T m :  Bas. To Bas. 
Retentxon Tin*: 11.5 min 
-*a: 2285633 counts 
Height: 1.85ei005 cps 
Start Tlr: 9.33 min 
End Time: 13.5 min 

2 14 16 . .. 
- p ~  --__~ 

~ ~ ~ --pTEL*~____=:..-- %+izii?tmrnr %np* ID: w i m s o & h a i i s ~ ~ - ~ k  ni tzs~cs--  

S-1. Index: 2 1  
Sample Type: Standud 
conc.ntr.tion: 
Calculated Cons: 5 n g / a  
Acq. Date: 01/15/2005 
Acq. Tie: 11:42:13 M 

nodified: NO 
Proc. Algorithm Analyrt Claaric 
Bunching Factox: 10 
Noire Threshold: 18.17 cpr 
112-a Threshold: 90.81 cps 
,Nm. smooths: 5 

5 M m L  60 . I  

5 Y  

5.0.4 

4 . Y  

4.0.4 

sep. width: 0.20  
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Ixp. Mj. Ratio: 4.00 
Elp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 

60.0 ,e=- 
2.Y 

2.094 
UDC Relative RT: NO ._- _.-_. "... -. -.~. l.Y I 

- ~~~ ~ T h .  m*l 
10 W--FhFL. .071z(M.WW - 

cwmnmt- hlddnix- 
S u p l a  1nd.x: 28 
Suple Typ.: ac 
Concentration: 25 ns/mL 
Calculated cons: 16 n q / a  
k q .  Date: 07/15/2005 
k q .  Time: 12:01:49 Pn 2 . x  

Modified: NO 
Pmc. Nqorithn: Analyst Classic 
Bunching Factor: 10 
Noir. Threshold: 18.11 cps 
112.a Thzashold: 90.11 spr 
,Num. sloothr: 5 
sep. width: 0.20 
Sep. Height: 0.01 
Em. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
EXP. Val. Ratio: 3.00 RT windoy: 
Expectmd RT: 11.5 min 
Use Relative RT: NO 

2.0.5- 

1.w- 

1.66-  

:::: 
60.0 ..c- 1.0.5- 

8 . W -  

0.w- Int. Type: Base TO Base 
Retention Time: 11.5 m i n  

3191821 counts Ar..: 
Height: 2.51=+005 S?S 
start Time: 9.52 u n  
End Ti-: 17.6 nln 

I . IL .  .ye-. =.=e 1.J -s. 
Retention T-: 11.5 m m  
Art.: 1068620 counts 
Height: 6.11e+004 cps 
Stazt Tlr: 9.27 mln zg 0.0 

4.0.1 2.w1 
0.0 -- 

~ 

End Tim.: 13.1 mzn 
v- 

2 

suple Index: 30 
S-leTYW: Unknnm 11.18 ac 

concentration: 250 ng/mL 
Calculated Cons: 200 n g / a  
Asq. Date: 01/15/2005 
Acq. Ti-: 12:21:27 p11 

conitntriiion: N/A 

Asq. Time: 12:41:19 Fn 

Calculated Conc: 15 nq/mL 
Asq. Date: 01/15/2005 

2.2.5- 

2.0.5- 

t-5- 

1.8.5- 1 1,- 
..E- 

80.4- 

2.094 

00 

Modified: NO 
Pro=. Nqorithl: Analy9t classic 
Bunching Pactor: 10 
Noise Threshold: 18.17 cps 
Area Threshold: 90.87 o s  

Modified: NO 

Bunching ?actor: 10 
Noire Threshold: 18.17 cps 
Area Thrashold: 90.17 sp3 
.Nm. smooths: 5 

0.20 Sep. width: 

Exp. Peak Ratio: 5.00 
EXP. Mj. Ratio: 4.00 
SXP. Val. Ratio: 3.00 RT Window: 60.0 

11.5 min EXPcted RT: 
Uaa Relative RT: NO 

Int. Type: Bas- To Base 
Retention rim: 11.5 min 
Arc.: 2870184 c-ti 
Heiqht: 2.33.+005 

End Time: 13.1 min 

PTOC. Algorithw Analyst Cl...iC 

sap. Height: 0.01 

Start Tim: 10.2 x 

,W. S-ths: 
sep. width: 
Sep. might: 
Ixp. Peak Fatio: 
Exp. Mj. Ratio: 
Exp. v.1. Ratio: 
EXpnCttd RT: 
" a i  rn..I.L&". ET: ... -..~-.~.~ 

5 
0 . 2 0  
0.01 
5.00 
4.00 
3.00 RT Windou: 
11.5 m n  
EO I 5.094 

Int. Typc: Base TO Bas. 
Retention Time: 11.5 nln 
1121.: 3854439 count* 
Heiqht: 3.18er005 cps 
Start Time: 10.6 min 
End Time: 14.0 min 

_____. 

0.0 i 
1 14 16 

Page 5 of 7 



Analyst Version: c .1 
Printing Time: 12:27:47 PM 

Set NO.: 0712053 Study: P760 
Instrument NO.: LC/MS/MS # e  
Analyst: A. Sheehan Printing Date: Thu, Jul 21, 0 5  

S.41a Index: 32 
S.41. Typm: Standard 
Concentration: 10 n g / a  
Calculated Conc: 11 n g / a  
Acq. Date: 01/15/2005 
Acq. Tiu: 01:20:38 en 

I4difi.d: NO 
Pro=. A l g o r i t h  halyst Cl.,SiC 
Bunching Factor: 10 
Nois. Threshold: 18.17 sps 
Area Thre3hold: 90.81 spa 
,Mn. smooth,: 5 
S a p .  Width: 0.20 

0.01 Smp. Height: 
C x p .  Peak Ratio: 5.00 
Exp. Mj. Ratio: 1.00 
Exp. Val. Ratio: 3.00 RT Windw: 
Exp.cted RT: 11.5 min 

111. rwt: sr3. T^ I l S t  

Height: 1.11ct005 cp, 

Use RdatiVe RT: NO 

Retention The: 11.5 min 
2093656 Count, Ar*.: 

Start Tiu: 8.66 mi" 
End Ti-: 11.3 min 

1 
2.2.5- 

2.0.5- 

1 .L*5 

1.M- 

1.46-  

- 

1 :::; 
:::I 
8.W- 

6.W- 

60.0 sac- 

, , , , , 
2 4 e 1 1 0  

0.0 

~ ~~ . ..TwL~mi!l .. 

Acq. Date: 01/15/2005 
Acq. Time: 01:40:21 PU 

110.5- 

100.5- 

800.4- 

100.4- 1 i: 
see- 

400.4- 

300.4- 

om 

60.0  

2 14 18 
2 14 16 

'I 1 .% 

Uodified: .O 
Proc. Algorithm halyst cla.sic 
Bunching Factor: 10 
Noise Threshold: 18.17 cpr 
Area Thzeshold: 90.81 sps 
,NIP. Smooths: 5 
sep. width: 0.20 
sep. Height: 0.01 
Z x p .  Peak Ratio: 5.00 
CXP. Mj. Ratio: 1.00 
EXP. Val. Ratio: 3.00 RT Nindw: 
Expcted RT: 11.5 min 
US. Relative RT: NO 

Modified: NO 
Pro=. Algorithm: AD.1y.t CllSSiC 
Bunching Factox: 10 
Noire Threshold: 18.17 cps 
Area Threshold: 90.81 cpr 
.b. smooth.: 5 
Ssp. Nidth: 0.20 
sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
EXp. Val. Ratio: 3.00 RT Windw: 
Exwcted RT: 11.5 pin 
Use Relati- RT: No 

lnt. Type: TO Bas. 
Retention Tim: 11.5 min 
Ar*.: 2265868 counts 
Height: 1.13et005 cps 
Stazt Tim: 9.16 min 
End Ti-: 14.2 min 

Int. T W :  Bas. TO Base 
Retention Time: 11.5 min 
Are.: 3555911 counts 
Height: 2.90e+005 cp3 
Start Tinr: 10.5 min 
End Ti-: 13.1 min 0.0 ~-,--- 

8 10 2 14 18 L 14 18 

5-h Index: 
5.41. Typ.: 
concentration: 
Calculated cons: 
Acq. Dart: 
Acq. Time: I 35 

lhlknom 
N/A 

07/15/2005 
02:19:41 PM 

12 n g / a  

1.8.5 1 
l.461 Modified: NO 

Proc. Algolarithm Ana1y.t C1axsi.z 
Bunching Factor: 10 
Noire Threshold: 18.17 cps 
krel Threshold: 90.17 cps 
,b. smooth,: 5 
Sep. Width: 0.20 
Sep. Height: 0.01 
EXP. Peak Ratio: 5.00 
EXP. Adj. Ratio: 4.00 
EXP. Val. Ratlo: 3.00 RT Windw: 
Expected RT: 11.5 mi" 
Use Relative RT: no 

xnt. ?ma: B ~ I C  TO ~ a s e  
Retention T-: 11.5 min 
&re.: 2065172 c-ts 
Height: 1.56&005 cps 

9.98 min Start Tim: 
End Time: 14.0 min 

Hodified: NO 
PI=. Nqorithm: ha1y.t classic 
Bunching Factor: 10 
Nois. Thr*rhold: 18.17 cps 
Ar.. Threshold: 90.87 cpr 
,W. S-thr: 5 
Scp. Width: 0.20 
sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Kxp. Val. Ratio: 3.00 RT Windw: 
Expected RT: 11.5 min 

Int. T-: Bas. TO 8.9. 

1.%{ 

60.0 

2 4 8 1 1 0  
0.0 I - 1 7 

8 1 10 2 14 18 2 14 18 

Q 
cr3 
03 
c..i 
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Analyst Version: 
Printing Time: 
Printing Date: Thu, Jul 21, 05 

Set No.: 0712053 4 
S a l .  1nd.x: 37 
5-1. T w :  Standard 
CO"Se"t.Ltion: 25 nq/mL 
Calculafcd c o x :  24 n q / a  
Acq. Date: 07/15/2005 
Acq. T i l e :  02:58:54 PU 

aodified: 
P r w .  A l q o r i t b  
Bunching Factor: 
Nois. Threshold: 
-ma Threrhold: 
, N u .  Smooths: 
Sep. width: 
See. Height: 
Exp. Peak Ratio: 
C x p .  Adj. Ratio: 
Exp. v.1. Ratio: 
Expasted RT: 
Use Relative RT: 

NO 
An.1yrt 

10 
18.17 

90.87 
5 

0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

RT Winda: 
min 

Int. T w :  81s. TO Base 
Rstentmn ~ir: 11.5 min 
hre.: 4651683 counts 
Htiqht: 2.58et005 

End T i l e :  14.2 mi" 
Start T i m :  1.69 2: 

2 14 le 

Study: P760 
Instrument NO.: LC/MS/MS # a  
Analyst: A.  Sheehan 

Slapl t  Index: 38 
S w l e  Type: Standard 

50 nqllr, Concentration: 
Calculated Cons: 49 n q / a  
k q .  Date: 07/15/2005 
k q .  T-: 03:18:32 PPI 

Mdif  Led: UO 
Prw. Algorithm h l y s t  c lass ic  
Bunching ?actor: 10 
Nois. Threshold: 18.17 cps 
Area Threshold: 90.17 spr 
,RLp. Smooth*: 5 
See. Wzdth: 0.20 

0.01 sep. nsiqht: 
Exp.  Peak Ratio: 5.00 
Cxp. Adj. Ratio: 4.00 
CXP. Val. Ratlo: 3.00 RT W i n d o r :  
Expectad RT: 
Use Relati- RT: No 

Int. T y p e :  Base To l i r e  
Retention T i r e :  11.5 m i n  
Are.: 9350444 counts 
Height: 4.49e+005 cpr 
S t a r t  Time: 
End T i m :  14.0 min 

11.5 d n  

1.54 min 

6 0 . 0  

4 0 . 5 -  

3w- 

30.5 

s.5- 1 z! 
15.5- 

'"L 0.0 
2 14 16 
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Vegetation Set #2 

Data Set 071205ER 

Extracted on 07/12/05 

(Analyzed on 07/26-27/05) 
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Analyst V e r s i c n :  1.4.1 
0 9 : 3 2 : 0 3  AM 

Set No.: 07:.205ER Page 1 of 2 
Exygen Study No.: P760/P1131 Instrument No.: LC/MS/MS # 9  

Analyst: A. Sheehan FfNn Ojzbb- ~ ~~~~~~ ~~ ~~~ ~~~ 

Tuesday, J u l y  26, 2005 

Project D \Analyst Data\Projects\P1131 on L MSMS 9 Batch 071205ERVEG P760 Tab Sample Set SET1 AcqMethod P760-1131 Isomer Separation 03; 

_ I ~ _  -~.---- 
'09V01 PAFOOlOO41OO7, DF='IO 

--*-I- 

DF'OSVOI RCFOOl0041007, 10 n$g, DF=IOO 

"--1-11~ 

DF'OSVOI RCFO010041007, DF='I 0 
Calibration Standard, 10 ng/mL 

~~-~ 

.---__II-- 

1385 Spike L ~DF~09V02RCFOO1004101~0~ 
j DF09V02RCP00100410O~D~" 

-&--_-- 



Analyst Version: I. 4.1 
0 9 : 3 2 : 0 3  AM 

Set No.: 0 7 1 2 0 5 E R  
Exygen S t u d y  No.: P760/P1131 

Page 2 of 2 
Instrument No.: LC,/MS/MS #9 

Tuesday, July 26, 2005 Analyst A Sheehan 

Project D \Analyst Data\Projec s\P1131 on LCMSMS 9 Batch 071205ER VEG P760 Tab Sample Set SET1 AcqMethod P760-1131 Isomer Separation 03; 
r le 

.--- - - - - ~  - - . ~ ~ ~  
5EF-249 
5EF-250 
- - ~ -  ’ 2 l i b r a t i o n  Standard, 25 nglmL 

” ~ - -  _1_1- 

I Calibration Standard, 50 nalmL 



LC/MS/MS SYSTEM AND OPERATING CONDITIONS 

Sponsor Study No: NA YJS 
Exmen Study No: P760m 1 131 

Instrument: API 4000 LC/MS/MS System, (LC/MS/MS #9) 
Turbo Ion Spray Liquid Introduction Interface 

Computer: DELL OptiPlex GX400 

Software: Windows NT, Analyst 1.4.1 

HPLC Equipment: Hewlett Packard (HP) Series 1100 
HP Quat Pump 
HP Vacuum Degasser 
HP Autosampler 
HP Column Oven 

HPLC Column: 
Column Temperature: 30'C 

Therm0 Fluophase RP, 50 mm x 2.1 mm (Exygen ID MA00 17077) 

Mobile Phase (A) : 
Mobile Phase (B) : 

2 mM ammonium acetate in water (SL0014274) 
Methanol (RE0019344) 

Time (min) %A %B 
0.0 65 35 
1 .o 65 35 
8.0 25 75 
10.0 25 75 
11.0 65 35 
18.0 65 35 

Total run time = -1 8 min 

Flow Rate: 0.3 mL/min 

Injected Volume: 15 pL 

Ions monitored: 
Analyte Mode Transition Monitored 

PFBS negative 299 + 99 
PFHS negative 399 + 80 
PFOS negative 499 + 80 
PFOA negative 413 + 369 

PFOA Confirm Ion negative 413 + 219 
I3C PFOA negative 415 + 370 

Analyst: Amy Sheehan h b  07\2(46 
Exygen Research 
3058 Research Drive, State College, PA 1680 1 
Phone : (814) 272-1039 FAX : (814) 231-1580 b# 

NOTE: ALL HANDWRITTEN PEAK IDENTIFICATIONS BY h6 / 07\2$00.; 



Set NO.: 071205ER Exygen Study NO.: P760 Analyst Version: 1.4.1 
Printing Time: 11:27:20 AM Instrument No.: LC/MS/MS 119 

Printing Date: Thursday, July 28, 2005 Analyst: A. Sheehan 

r---.--.---..-.--- -^--_l__.ll~ll^---"llll- o;/z8,/05 ~~~- ~ - -PI- .---------- 
Anal@ C.lcula1.d 

Sample ID Sample Type :Lz iArUlyte Paak N a m Q ~ ~ $ ~ ~ ~ , C o r w ; ~ ~ w  Coyi;b'abn Run X ! 
I 

Calibration Standard. 0 5 nglmL Standard 1 PFOA 125540 0500 0 441 07120%RaOl 
Standard 1 , PfOA 231963 100 885 071205ER-202 Calibration Standard. 1 0 ng/mL 

3 ss7277- ~a~ibration sGM,  2 5 n&L Standard 1 PFOA 559219 m-- --I 07l%kRao3 { 
4 SS7276 Calibration Standard. 5 0 nglmL Standard 1 'PFOA 1075916 30 071205ER-204 
5 ss*5 Calibration Standard, 10 ngmL Standard 1 PFOA 2152125 10 8 071205ER-205 
6 ss7274 Calibration Standard, 25 ngrrnL Standard 1 PFOA 4958601 250 25 2 071205ERm 

071205ER-207 
O%&%R-%8 8 M e t W W a s h  MeihanalWash Unknown 1 ~PFOA 0 NIA No Peak 

9 ss7279 - Calibration _ _  S?ndard, 0 5 nglrnL Standard 1 1 1 m  om 0380 071205ER-209 
PFOA- 634231 4 2 5 0 -  304 _ -  07r20%hZlO- 10 -1 Spke C ~ogV~02RcppO_~~4J007. i o  n $ ~ D F ~ l W  

1#'11 COO49881 Spke C DF06V02RCP0010041007,lO nug. DF&0 Quality Control 10 PFOA 6318002 250 321 0712OFER-211 
12 coo49881 Spke D DFoBv02RCPW10041007, 100 wg. OF=100 Quality Control 100 PFOA 1030616 * 250 507 071205ER-212 
13 coo49881 DF06V02RCP001W41007. DF=100 Unknown 100 PFOA 660379 * NIA 318 071205ER-213 
14 coo49881 Rep DFoBv02RCP0010041007. DF=100 Unknorm 100 PFOA 738550 % N I A  358 071205ER-214 
15 COO49881 WOW02RCP001&341007, DF=lO Unknom, 10 PFOA 604J554 -NIA 307 071205ER-215 
16 coo49881 Rep W~02RCP0010041007. DF=lO Unknown 10 PFOA 6807331 NIA 346 071205ER-216 

Calibratim Standard. 1 0 nglmL Standard 1 240356 1.03 OH205ER-217 

19 COO49W Spke E DFOWOlAVP0010041007. 10 ngg. DF.10 Quality control 10 PFOA 921474 f 250 451 071205ER-219 
20 W0498@ Spke F DFDBVOlAVPW10041007,100 nglg, DF=100 Quality control 100 PFOA 380528 y 2 5 0  174 071205ER-223 

7 05 OH205ER-221 
< O  0?120!%R-Z22 22 COO49W Rep WOWOlAVwdl0041007, DF=100 "Unknoii 100 PFOA '34fU- # NIA 

0?1205ER-Z?3 ' 
0 ?1205ER-224 26 5 

25 SS7277 ~ a ~ i t m t i m  stas: 25ngrnL Standa[d 1 PFOA 533753 250 2.53 0rlkl5ER-225 
071205ER-228 

, 27 C4X498B3 Spke G DFG9V01PAP0010041007. 10 ngg, DF.10 Quality control 10 PFOA 3457978 250 175 071205ER-227 
28 coo48883 Spke H DFOWOlPAP0010041007. 100 ngrg, DF=100 Quality control 100 PFOA 711564 # 250 344 011205ER-228 
28CM)49883 DFG9VOlPAP0010041007, DF=100 Unknown 100 PFOA 3 l z 9 1  f NIA 140 UWXEER-229 303OZ Rep ~ O W O l P A P 0 0 ~ ~ ~ 0 0 7 ,  W = l W  - Unk_nqhn 100 PFOA +3=::4 .t NIA 150 071205ER-230 

3068314- !A!__ 155 071205ER-231 

33 SS7276 Caiibration standard, 5 o ng/m~ Standard 1 PFOA 1098166 500 5 41 O'H205ER-233 ' 34 coo49884 Spke I DFOWOlRB0010041007.10 ngg, DF=100 Quality Control 100 PFOA 280192 123 071205ER-234 
35 axl498&2 Spke I DFOWOlRCP0010041007. 10 ngg. DF=10 Quality CMltrol 10 PFOA 2875898 250 145 071205ER-235 

PFOA 240762 NIA 103 071 205ER-237 
38 cw48884 Rep WOWOlRCP00rk%l007. DF=100 Unknown 100 PFOA 240656 * t V A  103. 071 2&5ER-2& 

2498185 - 071205ER-28 PFOA 
40 c Rep - ~ O W o l R c P 0 0 ~ ~ l o o ~ ~ i 4 o  Unknorm 10 PFOA 2&&1 NIA 122 -07120!%R-240 
41 SS7275 Calibration Standad. 10 n@mL Standard 1 PFOA 2158798 10.0 10 8 071205ER-241 
42 cM)48885 Spke K DFOW02RCPW10041007. 10 ngg. DF=100 Quality Control 100 PFOA 846576 3 '250 413. 071205ER-242 
43 coo49885 Spke K DFDBV02RCP001~1007. 10 ngg. DF.10 Quality Control 10 PFOA 8090144 -250 412 071205ER-243 

PFOA 1243888 250 E16 071205ER-244 44 I Spke L CfDBV02RCP0010041007, 100 nglg, CF=100 _ I "  Qual[ty-Control 100 
45coo49885 DFDBV02RcPw10041007. DF.100 Unknown 100 PFOA - -- - 740390 % NIA 358 071205ER-245 

071 205ER-246 48 ye Rep DFOW02RCP0010041007, W = l W  
47 cw48885 DFosvo2RCP-~~-~ loo7 ,w=lo  Unknom, 10 7352275 NIA - - 374- 071205ER-247 
48 ~ e p  ~ ~ ~ o ~ R c p 0 0 i ~ i o o 7 ,  w=io Unkn&n 10 413 071205ER-248 
4s ssm4 Calibration Standard. 25 ngmL Standard 1 PFOA 5011716 250 25.4 071MsER-249 
'50 ss72l3 Calibration Standard, 50 ndmL PFOA 9sBo978 500 488 071205ER-250 

--_ __ ~ 
_- __ - _ __ - I______ 

482- 7 ss7273 Calibration Standard, 50 ngmL Standard 1 PFOA 9468166 500 

l__ll 

-- -- ___-I L _  

PFOA - - 
Spke E WO&'OlAVP00~004l~,>O ngg. DF=iW- *&-%rcont-mi 7W PFOA 

-I 

530% I !!A 

---_I_I_- E!?Q-- 9NIA- 

DFOBVOlAVP0010041007, W=100 Unknown 100 PFOA _ _  

nCOO49W DFOWOlAVP0010041007. DF=10 Unknown 10 PFOA- - .# NIA 26 9 

I 28 cM)498B3 Spke G DFG9VO1PAP0010041007,lO ngg, DF=lW Cvaiity Coni& 1% - - ' k O A  355836 * f i i  162 

- -  -- PFOA I 24 F e 8 e 2  Rep DFOWOlAVP0010041007, DF=lO Unknown 10 

__ _ _  - -I I __  

____ PFOn --- - - ~ _ _ _ _ _ _ -  lo--- - - - Unknown DFDBVO1PAP0010041007, W=lO 
&32 &*Rep _- ___- &&'OlPAP0010&~00~-~10 ___ ____ - -  Unknm - l o _ -  PFOA -3210366- _.!A__ - la?_-_ Oi"li65E-R-232 

2 5 0  

DF=100 oQuality Control 100 PFOA L!!7__ 369 OKX6ER-238 I 250 
100 I 

Unknarm 
I ." 

_ _  - - . 
8coo49884 DFDBVOlRCP0010041007. DF=lO Unknown 10 _ _  

I-____ 

Unknown 100 407 
___I___" 

PF0A " - - 8 ~ 1 ~ ~ - - -  NIA 

I- - ----- ~ _ l _ - l ~ _ _ l  

I 
I 

Exygen Research, 3048 Research Drive, State CJllege, PA 16801 

Calculated COnCentratiOn (ng/mL) - [(Analyte Peak Area (counts) - Intercept)/Slopel x Dilution Factor 

0 3 6 9  



Vegetation Conversion 

Compound: PFOA Exygen Study No: P760 

Analyte Analyte 
Exygen Sponsor Found Found 

ID ID (ng/mL) (ppb) 

COO49881 DF06-VO2-RCPOO 1-0-04 1007 307 123 
COO4988 1 Rep DF06-VO2-RCPOO 1-0-04 1007 346 138 

COO4988 1 Spk C DF06-VO2-RCP00 1-0-04 1007 321 128 

COO498 83 DF09-VO 1 -PAP00 1-0-04 1007 155 62.0 
COO49883 Rep DFO9-VO1-PAF'001-0-041007 162 64.8 

COO49883 Spk G DF09-VO 1 -PAP00 1-0-04 1007 175 70.0 

COO49884 DF09-VO 1 -RCPOO 1 -0-04 1007 126 50.4 
COO49884 Rep DF09-VO1-RCP001-0-04 1007 122 48.8 

COO49884 Spk I DF09-VO1-RCP001-0-041007 145 58.0 

COO49885 DF09-VO2-RCPOO 1-0-041 007 374 150 
COO49885 Rep DF09-VO2-RCPOO 1-0-04 1007 413 165 

COO49885 Spk K DF09-V02-RCP001-0-041007 412 165 
COO49885 Spk L DF09-VO2-RCPOO 1-0-04 1007 616 246 

Analyte Found (ppb) = [analyte found (ng/mL) x final volume (2 mL)] / sample weight (5 g) 
ND = Not detected= 
NQ = Not quantifiable = Measured concentration bdew Limit of Quantitation (LOQ) which is O$ng/g. 

Ar OR A-je O.zng/g 0 

A 40 
&rkrW o*c$j ANbO 



w . 1  

A I B I C I D 
Vegetation Conversion (FORMULAS) 

2 
3 
4 
5 

Compound: PFOA Exygen Study No: P760 

Analvte Analvte 

COO49883 DF09-VO1-PAP001-0-041007 ='Raw Data'!H140 =(C13*2)/5 
DF09-VO1-PAP001-0-041007 1 ='Raw Data'!H141 =(C14*2)/5 
DF09-VO1-PAP001-0-041007 ='Raw Data'!H136 +C15*2)/5 

6 Exygen Sponsor 
7 ID ID 

Found Found 
(ng/mL) (ppb) 

037:1 

DF06-V02-RCP001-0-041007 1 ='Raw Data'!H124 
DF06-V02-RCP001-0-041007 ='Raw Data'!H125 

=(C9*2)/5 - 

=(C10*2)/5 

I O  

17 
18 
19 

21 
22 
23 
24 

LU 

La 

COO49884 DFO9-VO1-RCP001-0-041007 ='Raw Data'!H148 =(C 17*2)/5 
COO49884 Rep DF09-VO1-RCP001-0-041007 ='Raw Data'!H149 =(C 1 8*2)/5 

COO49884 Spk I DF09-VO1-RCP001-0-041007 i='Raw Data'!H144 =(C 1 9*2)/5 , 
-A 

COO49885 1 DF09-VO2-RCPOO 1-0-041 007 ='Raw Data'!H156 ~ =(C2 1 *2)/5 - 
COO49885 Rep DF09-V02-RCP001-0-041007 ='Raw Data'!H157 ' =(C22*2)/5 

COO49885 Spk K DF09-V02-RCP001-0-041007 !='Raw Data'!H152 ~ =(C23*2)/5 
COO49885 Spk L 1 DF09-VO2-RCPOO 1-0-04 1007 ='Raw Data'!H153 ' =(C24*2)/5 

I 



Analyst Version: 
Printing Time: 

h b  0712% 
Printing Date: Thu, Jul 28, 05 

Set NO.: 071205ER 

Analyst: A. Sheehan & 
Study: P760 
Instrument No.: LC/MS/MS #9 



c Set No.: 071205ER Study: P760 
Instrument NO.: LC/MS/MS #9 

Analyst Version: 
Printing Time: 
Printing Date: Thu, Jul 2 8 ,  05 Analyst: A. Bheehan 

% S m S  
FDA. Ma..(") '413MB80.m' 

amp* ID %.Bnbon Shbn6d. 1 0 nphnL' FH. '0712aKR WU 

CMmnt- *nmbbon- 

~~ 

6.- Nn*: 'SS7278 %mp* ID1C&bm&on Sbnd.rd. 0.5 n p k n ~ F i P % Z S R . M  I "'""'PzE("). '413.MB8.0 M 

sample Index: 1 
S q l e  T y p :  Standaxd 

Calculated Cons: 0.441 ng/mL 
Acq. Date: 01/26/2005 
Acq. Tim: 12:37:01 p11 

11.71 

I 
conccntr.tion: 0.500 ng/mL 

BYD 

Sample 1nd.x: 
Sample Type: 
Concentration: 
Calculated CMC: 
Acq. Date: 
k q .  T-: 

2 
Standard 

1.00 ng/mL 
0.985 ng/mL 

01/26/2005 
12:56:33 Pn 

nodified: Yt. 
RT Winda: 60.0 I ~ C  
Expected RT: 11.9 min 
Use Relative RT: Wo 

Int. Typ: m " a 1  
Retention Tim: 11.1 min 
Area: 125540 counts 
Height: 4360. cpr 
start Ti-: 11.2 mi" 
End Tim: 12.1 mi" 

nodifled: NO 
PTOS. Algorithm Analyst Classic 
Bunching Factor: 1 
Noire Threshold: 66.56 cps 
Area Threshold: 332.81 cps 
.wum. smoth1: 5 
scp. width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT windnr: 

Use Relati- RT: No 
Expected RT: 11.9 mi" 

T"?. Typ.. nr.e T" !?._.e 
Retention Tim: 11.1 min 

231963 counts Area: 

60.0 

/ 

S w l a  Index: 4 
sample Type: Standard 
Concentration: 5.00 n g / a  
Calculated CMC: 5.30 ng/mL 
Acq. Date: 01/26/2005 
Acq. Ti-: 01:35:39 P I  

Modified: NO 
Pro=. Algorithm: Analyrt Classic 
Bunchin- Pactor: 1 

S G l e  Type: Standard 

Calculated cons: 2.66 ng/mL 
Acq. Date: 01/26/2005 
ACq. T l m e :  01:16:06 en 

conccntratian: 2.50 n g / a  
2.2.4] 

2.0.4, 
I 

1 Iw- 

1 Iw- 

Modified: NO 
Proc. Alqorithm: Analyst Cla==ic 
Bunching Pactoz: 1 
Noire Threshold: 66.56 cps 
Area Threshold: 332.81 cps 
,Nun. Smooths: 5 
sep. width: 

Exp. Peak Ratio: 5.00 
Lxp.  Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 60.0 3.c- 

Use Relative RT: No 

sep. Height: 0.20 0.01 s: 
Expccted RT: 11.9 min m . 0 -  

m n .  

Noise Threshold: 
Area Threshold: 
,Nm. Smooths: 
Sep. Width: 
Sap. Height: 
Exp. Peak Ratio: 
Exp. Adj. Ratio: 
exp. Val. Ratio: 
Expected RT: 
U I C  Relative RT: 

66.56 

5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.9 
NO 

332.81 
CP. 
CP. 

RT Window: 
mi" 

Int. ~ypc: B L S ~  TO 8.1. 
Retention Time: 11.1 min 

1015916 counts Are.: 
Height: 39200. cps 
Start Time: 10.9 mi"  
End T i m :  12.8 min 

Int. Type: Valley 
Ratention T~me: 11.1 min 
Area: 559219 count, 
Hciqht: 20100. cp, 
Start Time: 11.1 min 
End Time: 12.8 min 

L 15.17 

~ ~~ n~~~ 

~ ~ n ~ - -  ~ - n ~ ~ n  hm. mi, == 
~ n - ~  ~~ 

amp* Nan% 'SS-mi -S.np*D:'Ci&&nSbm*rd. 10 ndmL' FH.. W 1 Z M E R . M  
l ~ ~ k N ~ m : - P F O A *  Y..*.s):'413.0088.0.d 

comrrnt- &no*- 
Sample Index: 5 
S-le Type: Standard 
Concentration: 10.0 n g / a  
Calculated CMC: 10.8 n q / a  
Acq. Date: 01/26/2005 
Acq. Tim: 01:55:10 Pn 

Modified: NO 
Proc. Algorithm h l y s t  Classic 
Bunching Factor: 1 
Noire Threshold: 66.56 cps 
Area Threrhold: 332.81 cps 
.Nu% smooths: 5 

Sa& Type: Standard 
Concentratim: 25.0 ng/mL 
Calculated conc: 25.2 nq/mL 
Acq. Data: 01/26/2005 
Acq. Time: 02:11:19 Pn 

Modified: NO 
Proc. Algorithm: malyst Classic 
Bunching Facto=: 1 
Nois- Threshold: 66.56 cpr 
Arm Threshold: 332.81 sps 
,w. Smooths: 5 
Ssp.  Width: 0.20 
sep. n*ight: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
EXp. Val. Ratio: 3.00 RT Winda: 
Expected RT: 11.9 miin 
Use ReIatlM RT: No 

11.71 

I 7 . M  

g 5 . M  
1.2.5 7 

B 10.51 sep. width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exn. Ad'l. Ratio: 4.00 

sac- f 8.M/ .~ ~ 

, ,L 
Cxp. Val. Ratio: 3.00 RT Winda: 
Exptcted RT: 11.9 mi"  
:sa Xi.1,ii"S ET: h.0 

Int. Type: Base TO Base 
Retention Ti-: 11.1 min 
Area: 2152125 counts 

Start Time: 10.8 llun 
End T m e :  13.0 rmn .-~ 
Height: 81400. cps 

2 4 E 8 i o  i i  i 4  {E 
~ 

~ 

60.0  

Int. Type: Bas. To Base 
Retantion Tim: 11.1 min 
Are.: 4958601 counts 
Heiqht: 
Start Time: 10.8 rmn 
End Tim: 13.0 min 

111000. cps 

2 

Verified by: 



Analyst Version: 
Printing Time: E Set No.: 071205ER Study: P760 

Instrument No.: LC/MS/MS #9 
Analyst: A .  Sheehan 

camnt- -- I 
Printing Date: Thu. Jul 28, 05 

S-le Index: 7 
s-le Typ.: Standard 
Concentration: 50.0 nq/mL 
Calculated cons: 48.2 n g / a  
Acq. Date: 07/26/2005 
lisq. Time: 02:34:28 PK 

Modified: NO 
PTOS. Algorithm: Analyst Classic 
Bunchinq ?actor: 1 
Noire Threrhold: 66.56 cpr 
Area Threshold: 332.81 spr 
.wUr. Smooths: 5 
Sep. Width: 0.20  
Sop. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Ixp. Val. Ratio: 3.00 RT Window: 60.0 3.c- 
Expected RT: 11.9 Din 
Us. Relative RT: NO 1 .om5 - 
I"t. Ts.: Base To B.,* 
Retention Time: 11.7 min 
Are.: 9469168 counts 
Heiqht: 334000. cps 
start Time: 10.7 min 
End Tim: 13.0 min 

Sample Index: 9 
Sample Type: Standard 

7mO Concentration: 0.500 ng/mL 
Calculated Conc: 0.380 nq/nL 
Acq. Date: 07/26/2005 8500 
Acq. Tim: 03:13:35 PM 

nodified: NO 
PIOS. Algorithm: Analyst Clas.ie 
Bunching lactor: 1 
Noise Threshold: 66.56 cps 
Area Threshold: 332.81 cps 
,Nm. SmoChI: 5 

m 

354) 

Smp. Width: 0.20 
Sep. Height: 0.01 

Exp. Adj. Ratio: 4.00 am 
Exp. Peak Fatio: 5.00 

Exp. Val. Ratio: 3.00 RT Windw: 
Expected RT: 11.9 Din 
Use Relati- RT: NO 

60.0 

B * 
I 

3.c- 

lmO4 

11.71 

I 

Modified: NO 
Proc. Algorithm: Analyst Classis 
Bunching Factor: 1 
Noise Threshold: 66.56 sps 
Area Threshold: 332.81 cps 
,h. Sm-thr: 5 
sep. width: 0.20 
Stp. Height: 0.01 
Exp. Peak Ratio: 5.00 
Ixp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windw: 
Expectcd RT: 11.9 min 
rise ReiiCi- hT: NO 

1°C. Type: Base To Bas. 
Retention Tim: 11.7 min 
Art.: 6316002 counts 

Start Time: 10.4 min 
End Time: 12.9 d n  

Height: 222000. cps 

2.2.5- 

2.0.5- 

1 . M -  

1.(*5- 

1.4.5- 

1°C. Type: 8.1- To Base 
Retention Time: 11.7 min 
Are.: 113602 C a t s  

Start Time: 11.3 pi" 
End Time: 12.6 Din 

Height: 4100. spr 

2 4 6 8 10 12 14 16 
~ ~- .. r---- .. ~~~ ~p~~ ... -. .~ ~ - ~ p ~ ~ ~  

hnp* N ~ ~ ~ . ~ ~ S a b ~ ~ ~ h ~ D ~ ~ O F ~ Z R C ~ ~ l ~ l ~ ,  lo--, DF=lO. F k  '071205ER.pfl- ~~ -~ 

comnnt- AmwbhY- 
I P r k  N m :  'PFDR Wu): '413.wBE.O am. 

Sample Index: 11 

Concentration: 25.0 n g / a  
Calculated Cone: 321. n q / a  
Acq. Data: 07/26/2005 
Acq. Time: 03:52:42 m 

Sampl. Type: ac 

'i' 
4 o . I -  

2 M -  0 0 -  2 , 4 6 - _  8 , 10 ,L-.- 12 14 16 

5-1. Index: 8 
5-1. Typ.: unknam 
Concentration: N/A 
Calculated CMC: 0.00 n q / a  
Acq. Date: 07/26/2005 
Acq. Tim: 02:54:05 Pn 

l-1 

-1 
01 - , _..,- , , , , , , , , , , , , , , , 

1 2 3 4 5 6 7 8 9 10 11 12 I3  14 15 16 17 

Sample Index: 
Slmpl* Typ.: 
cancmtnrtion: 
Calculated Conc: 
Acq. Date: 
Asq. Time: 

10 
pc 

25.0 nq/mL 
304. n q / a  

07/26/2005 
03:33;09 PPI 

Modifimd: NO 20.4 

1 . W  

1 .Be4 

Proc. AlgorithP: Analy5t Classic 
Bunching Factor: 1 
Noise Threshold: 66.56 cps 
Area Threrhold: 332.81 spr 
,Nun .  Smoths: 5 
Sep. width: 0.20 
sep. Height: 0.01 

- 

:It:: Exp. Peak Ratlo: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windw: 60.0 set- 

Use Relative RT: NO m . 0 -  Expected RT: 11.9 mi" 

1°C. Type: Base TO 8a.e 
Retention Tim: 11.1 min 
Ars.: 634231 C-CS 
Height: 22000. cps 
Start Time: 10.8 min 
End Time: 12.7 mi" 

m . 0  j 

O O L ' V .  2 _~_. 4 6 , 8 10 12 14 18 

~- ._ Tim. nk 
~~ __ ~~ ~ ~ .. 

Snnp* N& 'C-1 Spib IT 
P a t  N.m:'PFOA' Y . u ( n ) . ' 4 1 3 . ~ . 0 . d  
cemnnt- 4nlwhuon:- 

ha& ID: 'DFosM2RCPodi~im7~.~m n& DFzlW FL: %712USER.M 

Sunple Index: 12 
sample Type: pc 
Conc=ntration: 250. n g / a  
Calculated Conc: 507. nq/a 
h q .  Date: 07/26/2005 
Acq. TIN: 04:12:12 Pn 

Kodified: NO 
PI-. Algorithm: Analyst Classic 
Bunching Facto=: 1 
Noiie Threrhold: 66.56 cpa 
Area Threahold: 332.81 cps 
,Nm. Smooths: 5 
sen. width: 0.20 
se i .  Height: 
Ixp. Peak Ratio: 
Ixp. Adj. Ratlo: 
Exp. Val. Ratio: 
Expected RT: 
"I. R.I.rl"e RT: 

0.01 
5 . 0 0  
4.00 
3.00 
11.9 
NO 

RT windw: 
min 

Int. Type: 8.1- To Base 
Retention Time: 11.7 m i "  
Are.: 1030616 Counti 
Height: 36000. spr 

End Tim: 12.7 d n  
Start Tim: 10.8 mi" 

60.0 

~ ~- 

"i' 
I 

2.5.4 7 



c Set No.: 071205ER 
Printing Time: 
Analyst Version: Study: P760 

Instrument No.: LC/MS/MS # 9  
Analyst: A .  Sheehan 

WlW7. D F = l m  FY.: V71ZOSER.M 

. .- camw- -. 

Printing Date: Thu, Jul 28, 05 

Slmpl. Index: 14 
Sql. Type: UnLnnm 
Concentration: N/A 
Calculated conc: 358. nq/mL 
Asq. Date: 07/26/2005 
licq. T-: 04:51:20 m 

Mdlfied: NO 
Proc. Algorithm: h l y i t  Classic 
Bunching ?actor: 1 
Nois. Threshold: 66.56 q s  
Area Thrsahold: 332.81 o s  

26.4-  

2 & 4 -  

2 w -  

2 w -  

1 6 . 4 -  i ::: 
1 w -  
1 w- 

m 0 -  

3.c- 

IO ' ndified: 
Pro=. NgoriUI: Analyit Classic 
Bunching ractor: 1 
Nois. Threrhold: 66.56 cpr 
Area Threshold: 332.81 cps 
,Mu. S-ths: 5 
see. width: 0.20 
Sap. Heiqht: 0.01 
Exp. Peak Ratio: 5.00 
Kxp. Adj. Ratio: 4.00 
EXp. Val. Ratio: 3.00 RT Windoy: 

U3e Relative RT: No 

lnt. Type: Base TO Base 
Retentxon Time: 11.7 min 
Are.: 660379 c-ts 

Start Time: 10.7 min 
12.8 mi" End Time: 

Expcfed IT: 11.9 min 

Height: 22800. cpr 11 

,MI. smooths: 
Sep. Width: 
Sep. Height: 
Kxp. Peak Ratio: 
E-. Mj. Ratio: 
EXP. Val. Ratio: 
Expected RT: 
Use Relative RT: 

5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.9 
NO 

RT Window: 
mi" 

6 0 . 0  60.0 

Int. Tlrpe: Valley 
Retention ~h: 11.7 m i n  

738550 counts -*a: 
Height: 25300. cps 
stact The: 10.4 min 
End T h :  12.6 miin 

~ .... ~ 
~ - .~ ~ ~ - . . . -- 

~ ~ H . n t ~ ; ~ ~ ~ ; ~ ; :  . 4 ~ & D ; ~ W $ J U 2 R C ~ 1  0041 

S q l m  Index: 16 
Sample Type: Unknom 
Concentration: N/A 
Calculated con=: 346. n g / a  
Asq. Date: 07/26/2005 
k q .  Tim: 05:30:33 PU 

Kodlfied: NO 

Bunching Factor: 1 
Noire Threshold: 66.56 cps 
Area Threshold: 332.81 spr 
,Nun. Smooths: 5 

0.20 Sep. Nidth: 

EXp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
EXp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.9 min 
UIe Relative RT: NO 

1°C. Type: Bise TO Base 
Retention Tim: 11.7 min 

6807331 counts -ea: 
Height: 234000. cps 
Start Time: 10.4 min 
End Time: 13.0 min 

W. DF=lU FY.: -071205ER.M 

PTOC. Algorithm mUI.1yrt c1arric 

Sep. Height: 0.01 

11.74 

I 2 0.5 

1 &5 

1 8.5 

14.5 

4 w  

2 w  

0 0  

NO 
Analyst 

1 

332.81 
66.56 

5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.9 
NO 

Classic 

CP* 
cp' 

l15i 1 .4.5 

nodifled: 
Pro=. Algorithm 
Bunching Factor: 
NOIS. Threlhold: 
Area Thzcrhold: 
,MI. smooths: 
5.p. Width: 
Sep. Height: 
Exp. Peak Ratio: 
Exp. Mj. Patio: 
Exp. Val. Patio: 
Expected RT: 
Use Relative RT: 

8 8 1.2.5- 

1.0.5: 

3.c- 0 . M -  i 
sec- RT window: 

min 
6 0 . 0  60.0 

Int. Type: Base TO Bas. 
Retention Time: 11.7 min 
Arc.: 6041554 counts 
Height: 206000. cps 
Start Tim: 10.5 min 
End Tim: 12.9 min 

L_I__ 

14 18 
~ ~ 

L .- . - ~~~~~~ %m N.-: -ssmc simp* ID: -c.hm sbnd.d. 1 .o ML* FL: * O ~ ~ Z O S E R . M  1 ! " s i . P K & Y ) :  *413.or3M 0 .W 

Sample Index: 17 
Sample Type: Standard 
Concentration: 1.00 ng/& 
Calculated Cons: 1.03 ng/U 
Asq. Date: 07/26/2005 
Acq. Time: 05:50:14 Pn 

Udified: NO 
Pro=. Alqoritb Analyrt Classic 
Bunching Factor: 1 
Noise Threshold: 66.56 cps 
Area Threshold: 332.81 o s  
,Mu. Smoths: 5 
Ssp. Width: 0.20 
Sep. Height: 
Exp. Peak Ratio: 
Exp.  Adj. Ratio: 
Exp. Val. Ratio: 
Expected RT: ,,.- n-llt; . .* p,T: 

!! . - - .._ - - - -. 

1 ,,i 
m m m  

Int. Type: lIln-1 
Retention Time: 11.8 min 
kr..: 
Heiqht: 
Start Time: 
End Ti-: 12.1 mln 

- 
99967 counts ym 

0.01 
5.00 
4.00 
3.00 
11.9 
N  ̂

15.14 .A RT Winda: 
min 

60.0  

Int. Type: Bare TO Bare 
Retention The: 11.7 min 
Area: 240356 counts 
Height: 8220. cp, 
Stazt Time: 11.1 min 
End Tim: 12.7 min 

Page 3 of 9 



c Set No.: 071205ER Study: P760 
Instrument NO.: LC/MS/MS #9 
Analyst: A .  Sheehan 

Analyst Version: 
Printing Time: 
Printin9 Date: Thu, Jul 2 8 ,  05 

FOSWlAvpmloDllm7.10 n&. DF=lLT Fib. '071205ER.H 
. _  -- hnwhbon 

Sample Index: 19 

Concentration: 25.0 n g / a  
calculated cons: 45.1 nq/a 
Wq. Oat.: 07/26/2005 
hsq. Ti-: 06:29:25 PK 

sample Type: a Sample Index: 20 

Concentration: 250. n g / a  
Calculated Cons: 174. n g / a  
Wq. Date: 07/26/2005 
U q .  Time: 06:19:07 PK 

Kodified: NO 
0 x 0 ~ .  N q o r i t h  Analyst cla.sic 
Bunching Factor: 1 
Noise Thre3hold: 66.56 cpr 
Area Threshold: 332.81 sps 
. N u m . ? i p o o ~ :  5 
sep. Width: 0.20 
sep. Height: 0.01 

Sample Type: a 

Kxp. P e a k  Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 

Use Relative RT: No 
Expected RT: 11.9 m i "  

l"*, TTI' 9-5- T" 9,ae 
Retention T b :  11.8 min 
&re*: 380526 counts 
Height: 14600. cpr 
Start Tine: 11.0 min 
wld Tim: 12.6 min 

1 .(*4 - 

1.404- 

1.2.4- 

nodi€ied: 
P r m .  N q o r i h .  
sunding Factor: 
Noire Thrsshold: 
IVea Threshold: 
,m. SlOOths: 
sap. width: 
sep. Height: 
Exp. P e a k  Ratio: 
Exp. Mj. Ratio: 
Exp. Val. Ratio: 
Expected RT: 
Use Relative RT: 

NO 

1 

332.81 

Analyst 

66.56 

5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.9 
NO 

classic 

cpr 
cp. 

2 . 5 4  

8 1.w- 

f -0: 
BDm.0- 

.*e- RT Window: 
min 

60.0 60.0 

I"t. =we:  B.,* To B.,* 
Retention Tiru: 11.8 min 
Are.: 921474 counts 
Height: 32600. cps 
start Time: 10.9 ml" 
End Time: 12.7 min 

~~ ~ ~ _ _  ~ __ ~ 

Sa- Nm*:'CrmOLUI+ Saw ID: 'DFoBMlA~lo(u1~7, 

comnnt- Annhmn:- 

S-lCType: Unknom 

1 P r k  Nm*:'PFOA' Ma+*) '413.MBg.O .nu' 

Sample Index: 21 

Concentration: NfA 
Calculated Conc: 1 . 0 5  n g / a  
Acq. Date: 07/26/2005 
Acq. Time: 07:08:44 PK 

001--,-- I 

2 4 e 8 10 12 14 le 
DF=1W 

~~~ n _ ~ ~  

hmp* Nam. 'Cm49Lya R.p' &.mp* ID:'DFOSW1AVWOlo(ulm7,DF=1W Fib:'071205ER.b 
Pmak hkm: 'PFOI' b..("): V13.0)3(19.0 amd 
comrnnt- &lnoh~ion:- 

Sample Index: 22 
Sample Type: unknown 
Concentration: N/A 
Calculated Cons: NO Intercept 
Wq. Date: 07/26/2005 
Wq. Tim: 07:28:15 PU 'P 

1 127.- A 15.12 

Kodified: Y., 
RT Nindow: 60.0 ,a= 
Expected RT: 11.9 min 
Use Relative RT: NO 

Modified: Ye. 
RT Window: 60.0 sec 
Expected RT: 11.9 pin 
Use Relative RT: NO 

Int. Type: Wmu.1 
Retention Time: 11.8 min 
Are.: 53096 counts 
Height: 1980. spr 
Start Time: 11.3 min 
End Tlme: 12.5 min 

B 

f 
Int. Type: kU.1 
Retention Time: 11.8 min 
&rea: 34784 counts 
Height: 1680. cpr 
Start Time: 11.4 min 
End Time: 12.3 min 

I I 

1 -------- i i i ' i  5 e 7 B e io 1; i z - A - 7 4  i5 i6 i7 

S-le Index: 24 
Sample Type: Unknown 
COncsntntiM: N/A 
Calculated Cons: 26.5 ng/mL 
Wq. Oat.: 07/26/2005 
Wq. Ti-: 08:07:28 PI1 

I-le Type: unknwn 
Concentration: N/A 
Calculated Cons: 26.9 ng/mL 
Acq. Date: 07/26/2005 
hcq. Time: 07:17:48 PK 

2.w{ 

1 .(w 

l.(*4] 

1 .w 

20.4- 

1 (w- 

1 (w- 

1 494. 

Udfied: NO 
P r o c .  Ngorithm: Analyst Classic 
Bunching Factor: 1 
Noise Threshold: 66.56 cpi 
Area Threshold: 332.81 o s  
,Nun. Smoths: 
Smp. Width: 
Sep. Height: 
E-. P e a k  Ratio: 
Exp. Mj. Ratio: 
E-. Val. Ratio: 
Expected RT: 
Use heiarlve RT: 

Hodifled: NO 
P ~ c .  Nllpozith: Analyst Clasric 
Bunching Factor: 1 
Noise Threshold: 66.56 sps 
Area Threzhold: 332.81 cps 
,Nun. Smooths: 5 
sep. Width: 0.20 
Sep. Heiqht: 0.01 
Exp. P e a k  Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Ixp. Val. Ratio: 3.00 RT window: 
Expected RT: 11.9 min 
Us. Relati- RT: No 

Int. Type: 0.1. TO Base 
Retention Time: 11.1 min 
-e.: 556849 counts 
Height: 19000. cpr 
Start Time: 10.8 mi" 
wld Tine: 12.7 min 

5 
0.20  
0.01 
5.00 
4.00 
3.00 RT Window: 
11.9 mi" 
10 

60.0 60.0 

U m . 0  -.Ol 

BDm.0: 

-\ 

-:iL;I---- 8 01- 

00 
2 4 e e 10 12 14 le 

Int. Type: Base To Base 
Retention Tim: 11.8 min 
Area: 565989 counts 
Heiqht: 19300. cpr 
St*Zt rima: 10.9 min 
End Tim: 12.7 min 

h 
w 
-4 
43 

am,ok 1.74 
r------ 
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Analyst Version: 
Printing Time: 
Printing Date: Thu, Jul 2 8 ,  0 5  

Set No.: 071205ER 

S-1. Index: 25 
Sample Type: Standard 
Concentration: 2.50 ng/mL 
Calculated cons: 2.53 nq/mL 
Acq. Data: 07/26/2005 
k q .  TIM: 08:27:03 PII 

Modified: NO 
Proc. Algorithm: Analyst Classic 
Bunching Pactor: 1 
Noise Threshold: 66.56 cps 
Arm. Threrhold: 332.81 cps 
,Nu% Smooths: 5 
sep. width: 0.20 
sep. naiqht: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windw: 
Expected RT: 11.9 lin 
Ult Relative RT: No 

Int. TYW: Bare TO Bas. 
Retention Time: 11.8 min 
Area: 533753 counts 
Height: 19100. cps 
Start T h :  11.1 mi" 
End Time: 12.7 mi" 

60.0 

-- 2ooo.o 0.81 

0.0 i-, - 2 4 6 a 10 12 14 ,e 

S-1s Index: 27 

Concentration: 25.0 ng/mL 
Ca1dat.d Con=: 175. nq/mL 
Acq. Date: 07/26/2005 
Acq. Tlm: 09:06:15 PM 

Modifled: NO 
PIOC. Algorithn. Analyst Classic 
Bunching ?acto=: 1 
Noise Threshold: 66.56 cpr 
Area Threshold: 332.81 cps 
,Nu. Smooths: 5 

S-1. Type: cc 

sep. width: 0.20 
sep. Height: 0.01 
Exp. Peak Patio: 5.00 
Exp. Adj. Ratio: 4.00 
LXP. Val. Ratio: 3.00 RT Windou: 

UIe Relative RT: No 
Expectad RT: 11.9 mi" 

Int. Type: Base TO Base 
Retention Tim: 11.8 l i n  
Area: 3457978 counts 
Heiqht: 122000. cpr 
Start Time: 10.7 l i n  
End Time: 13.0 lin 

6 0 . 0  

Sample Index: 29 
Sample Type: unknom 
Concentration: N/A 
Ca1culat.d Cons: 140. nq/mL 
Acq. Date: 07/26/2005 
Acq. Tim: 09:45:31 PII 

Uodified: NO 
Proc. Algorithm Analyst Classic 
Bunching Factor: 1 
Noise Threshold: 66.56 cps 
Are. Threshold: 332.81 cpr 
,Nm. Smooth.: 5 
Scp. Width: 0.20 
Ssp. Heiqht: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Nindw: 
Expected RT: 11.9 pin 
"I. B.l.ti"o xi: KO 

Int. Type: Base TO Base 
Ratention Tim: 11.8 l i n  
Are.: 312691 counts 

Start Time: 10.9 min 
End Time: 12.7 min 

... 

Height: 11000. cps 

60.0 

B 

! 
s.5- 

L 
14 16 

Study: P760 
Instrument No.: LC/MS/MS #9 
Analyst: A. Sbeehan 

€ 
commt- &nWhbon:- 

Sample Index: 26 

Concentration: 25.0 nq/mL 
Calculated cmc: 162. nghL 
Acq. Data: 07/26/2005 
k q .  Tin: 08:16:37 Pu 

Mcdified: NO 
Proc. Algorithm Analyst Cla$ris 
Bunching Tactor: 1 
Noise Threihold: 66.56 cps 
Area Tbrarhold: 332.81 spa 
.NLp. Smooths: 5 

Sample Type: a 

Sep. Width: 0.20 
Sep. Height: 0.01 
txp. Peak Patio: 5.00 
Exp. Ad>. Ratio: 4.00 
txp. Val. Patio: 3.00 RT Windw: 
Expected RT: 11.9 min 
Use Rmlative RT: NO 

mi.  T y :  !!+$e T? ?!E_.+ 
Retention Time: 11.8 min 

355836 counts Are.: 
Height: 11600. cpr 
Start Time: 10.8 min 
End Tim: 12.7 min 

2 4 E 8 10 12 14 16 

colnmmt- - ' m- 
Sample Index: 
Sample Type: 
Concentration: 
Calculated Cons: 
Acq. Date: 
Acq. Tim: 

nodifled: 
Pro=. Algorithm: 
Bunchinq Facto=: 
Noise Threshold: 
Area Threshold: 
,Nm. Smooths: 
sep. width: 
sep. Height: 
Exp. Peak Ratio: 
Exp. Adj. Ratio: 

Expected RT: 
Use Relative RT: 

Exp. v.1. Ratio: 

28 
cc 

250. nq/a 
344. nq/mL 

07/26/2005 
09:25:51 PM 

UO 

1 

332.81 

Analyst 

66.56 

5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.9 
NO 

c1arris 

cp* 
CPD 

RT Window: 
mi" 

Int. Type: 8.1. TO Base 
Retention Tim: 11.8 l i n  

711564 Counts Are*: 
Height: 26800. cp' 

10.9 min Start Tim: 
End Time: 12.8 min 

60.0 

1.304- 

1 .W-  

1.1.4- 

1.0.4- 

m . 0 -  1 fH' 
5WO.O- 

W . 0 -  

scs- 

2 4.4 

2.h4- 
2 . w -  

1.w- 

1.M. 

LIM0.0- 

60.0 sec- 

Uodified: NO 
Proc. Algorithm: Analyst Claraic 
Bunching ?actor: 1 
Noise Threshold: 66.56 c p ~  
Area Threshold: 332.81 sps 
,Wmn. Smooths: 5 
scp. width: 0.20 
Sep. Height: 0.01 
txp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
CXP. Val. Ratio: 3.00 RT Windw: 
Expected RT: 11.9 min 
US. RClat1Ve RT: NO 

Int. Type: 011. TO Bas. 
Retention Time: 11.8 mi" 
?.re.: 332124 =-ti 
Heiqht: 11300. cps 
Start Tim: 10.9 min 
End Ti-: 12.8 u n  
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Analyst Version: 
Printing Time: 

Set No.: 071205ER Study: P760 
Instrument No.: LC/MS/MS #9 

Printing Date: Thu, Jul 2 8 ,  0 5  Analyst: A .  Sheehan 

Sam Nam: %W4mw R.p' Sam ID. 'DFoQvo1PAFmlW4lm7. OF-1O. F*: P71X)5ER- 11 P..kN.m:'PFO*' Y.r(n):'413.aem.O& 
c+mMt- Am0hlon:- 

Sample Index: 31 
S a m p l e T p :  Unknown 
Concentration: U/A 
Calculated Conc: 155. ng/mI 
Acq. Date: 07/26/2005 
Acq. Tim: 10:24:41 PM 

Hodrfxed: 
PTOC. NgoriUm: 
Bunching Factor: 
Noire Threshold: 
Area Threshold: 
,m. Smooths: 
Sep. Width: 
sep. Height: 
Gxp. P.ak Ratio: 
Gxp. Mj. Ratio: 
G x p .  Val. Ratio: 
Expected RT: 
Use Relative RT: 

Classic 

cps 
=PS 

NO 
Ana1yrt 

I 

332.81 
66.56 

5 
0.20 
0.01 
5.00 
4.00 
3.00 RT Winda: 
11.9 min 
NO 

II mt. T-: 
11 Retcnti-on Tim: 11.8 min 

~ a s e  TO 8.s. 

3068314 counts 
105000. spr 

Start Tim: 10.7 mi" 
End Tim.: 13.0 mi" 

6 0 . 0  

1 

1 . M -  

9.00.1. 

8.00.1- 

7.00.1- 

,-i 
, , , , , A  

ooo 
2 1 8 8 1 0  

Modified: NO 
Proc. Ngorithm: Analyst Classic 
Bunching Factor: 1 
mise Threshold: 66.56 cpr 
Area Threrhold: 332.81 spr 
.Mn. Smooths: 5 
Sep. Width: 0.20 
Stp. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windou: 
Expected RT: 11.9 min 
Use Relati- RT: no 

Retention Tim: 11.8 min 
Area: 3210366 count, 

10.4 rin start Tine: 
Height: 118000. cp, *-- EndTim: 12.8 min 

I 4  18 
.& 

8 10 ' 
Sa@ Nmm:.SS727r Sam* ID.-CaG%n SCndmd. 5.0-C Flb?071 

Acq. Date: 07/26/2005 
Acq. Time: 11:23:20 PM 

Calculated Conc: 5.41 ng/mL 
Acq. Date: 07/26/2005 I Acq. Time: 11:03:51 PH 

,Nun. Smooths: 5 

35.4- 

3.004- 
Area Threshold: 332.81 cpr 
,Nun.  Smooths: 5 g 2 . w i  sep. width: 0.20 
ssp. might: 0.01 f 2.004: 

60.0 3.c- 
Expected RT: 1.5.4- 

Int. Type: Base To Base 1.004- 

Use Relative RT: No 

Retention Tim: 11.8 min 
Arm.: 1098166 counts 
Height: 41400. cpp~ 
Start Tim: 11.0 min 
End Time: 12.7 min 

5mo.o. 

x _-- 
2 4  

0.0 

~~~ ~ _. .~ 

camnt-  h m o h h '  

S-le Type: ac 
Concentration: 25.0 ngtmL 
Calculated Conc: 145. ng/mL 
Acq. Date: 07/26/2005 
Acq. Tine: 11:12:55 PII 

I S-1. Type: ac 
Concentration: 250. ng/mL 
Calculated Conc: 369. ng/mL 
Acq. Data: 07/27/2005 I Acg. Time: 12:02:29 .an 

Modified : NO 
PIOC. Ngorith: Analyst cla$sis 
Bunching Factor: 1 
Nois. Threshold: 66.56 cps 
Area Threshold: 332.81 cps 
,Nun. Smooths: 5 
Sep. Nidth: 0.20 
sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Patio: 3.00 RT Winda: 
Expected RT: 11.9 miin 
0.. 3cl.iiv. Ki: no 

Int. Type: Bas. To Base 
Retention Tim: 11.8 min 
Ar..: 2875699 counts 
Height: 104000. cps 
start Tim: 10.7 min 
End Tins: 12.9 min 

L--- 
14 18 

8.00.1 

8 6.00.1 

IZL 100.1 

0.m 

"i 

60.0 
see- i 

a 
w 
-4 
00 
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Analyst Version: 
Printing Time: 

Set No.: 071205ER Study: P760 
Instrument NO. : LC/MS/MS #9 
Analyst: A .  Sheehan Printing Date: Thu, Jul 2 8 ,  0 5  

cmmmt- Anno(.yon:- 
s-la Index: 31 
5-1. Type: Unknown 
:oncentration: N/A 
:alculat.d conc: 103. ng/m 
Wq. Date: 01/27/2005 
4cq. Tim: 12:22:04 An 

qdified: NO 

Bunching Factor: 1 

k e a  Threshold: 332.81 spa 
,Nvm. smooths: 5 

PTOS. Algorithm: Analyst Classic am0.m- 

Yoiie Threshold: 66.56 cpr 7000.00- 

Smp. sep. Width: Height: 0 . 2 0  0.01 /=-: 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 60.0 ses- -.m. 
Expected RT: 11.9 miin 
Use Relative RT: No xa.m- 
I", TWL. I... Tn n... 
Retention Time: 11.8 min 
a*.: 210182 counts 
Height: 8370. cpr 
StaIt Time: 10.9 mi"  
End Time: 12.6 u n  

/ 'dA7L 
10.38. -4 

8.38 
I 

2ooo.m- 

2 4 6 8 10 12 14 18 
o.m 

rw.M _ _ _  
s a w  N.~:'CCCMSSW s m p * 1 D : * ~ ~ m 1 ~ ~ W O 1 m i ~ & .  DF&V FG.%tpSER.&- ~ ~ ~- ~~~ 

P n k  NM: *PFOA* Wn): '413.01J89.0 Unr 
c o n m n t -  *mobnor- 

5-1. 1nd.x: 39 

1 
SqleType: Unknom 
Concentration: NIA 
Calculated conc: 126. ng/m 
k q .  Date: 01/21/2005 8.0 .4-  
Acq. Tim: 01:01:17 ?I4 

Modified: NO 7.0.4- 
Proc. Algorithm: Malyst classic 
Bunching Factor: 1 
Noire Threshold: 66.56 cps 
Area Threshold: 332.81 cps 
, N U  +",""*h.. 
sep. 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT winddoy: 
Expected RT: 11.9 min 
Usa Relative RT: No 

Int. Type: Base TO Base 
Retention Time: 11.8 min 
Area: 2499185 counts 

Start Time: 10.6 min 
End Time: 12.9 miin 

(10.4- 

* .. . 

Height: 85500. spr 

. _I_ . 
Width: 0.20 

60.0 
I 

.e=- 

S-lc Type: Standard 
concentration: 10.0 ng/m 
Calculated conc: 10.8 ng/mL 
Acq. Data: 07/21/2005 
Acq. Time:  01:40:32 An 

Mdifiad: NO 
Proc. NgoriUI: malyrt Classic 
Bunching Factor: 1 
Noire Thr.rhold: 66.56 spr 
Area Threshold: 332.81 SDI 
,w. Smooths: 5 
sip. width: 0.20 
sep. Height: 0.01 
EX-. Peak Ratio: 5.00 
EX;. Adj.  Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT windw: 
Expected RT: 11.9 min 
use ~ e l a t ~ v e  ET: NO 

Int. Type: Bas. To 8.1. 
Retention Tim: 11.8 min 
he.: 2158198 counts 
Height: 82500. sps 
start Tim: 10.9 min 
End Time: 12.8 min 

60.0 

~ ___ 

.I 
sac- 

__ 
~ 

-_ 
O D -  - - I - , ,  , , - 

80.4- 

70.4-  

80.4 

50.4 

40.4 

50.4 

20.4 

10.4 

2 4 (1 8 10 12 14 18 
Tm.mk_ ~~ 

Concentntion: N/A 
Ca1culat.d conc: 103. n g / a  
Acq. Date: 0 1 / 2 1 / 2 0 0 5  
Acq. Time: 12:41:43 AIl 

ndifid: NO 
PTOC. Algorithm: Analyst Classic 
Bunching Factox: 1 
Noire Threshold: 66.56 cps 
Area Threrhold: 332.81 sps 
,w. Smooths: 5 
Scp. Width: 0.20 
Scp. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Patio: 4.00 
Exp. Val. Ratio: 3.00 RT Windw: 
Expected RT: 11.9 min 
Use Relatiwe RT: No 

Ilf. T W :  TO :*,e 
Retention Time: 11.8 min 
Ar..: 210655 counts 
Height: 8180.  sps 
Start Time: 11.1 mi" 

60.0 

Sampl* Index: 10 
Sample Type: Unknnm 
Concentration; NIA 
CLlculatCd conc: 122. ng/lL 
k q .  Date: 01/27/2005 
k q .  Tire: 01:20:56 AI4 

Mdifled: NO 

Bunching Factor: 1 
Noise Threshold: 66.56 cps 
Area Threshold: 332.81 cps 
.w. Smoofhi: 5 
Sep. Width: 0.20 
Scp. Height: 

PTOC. Algorithm: Analyst Classic 

0.01 
Exi. Peak Ratio: 5.00 
Exp. Mj. Ratio: 1.00 
Exp. Val. Ratio: 3.00 RT Wind-: 
Expected RT: 11.9 mi" 

Int. Type: Base TO Base 
Retention T b :  11.8 min 
Area: 2432541 counts 
Height: 84200. cp, 
Start Time: 10.1 mi" 
End Tire: 12.8 mi" 

60.0  

O W !  

30.4 

20.4 i 10.4 0 0  - 

. . .- . . . - 
~ T*n. Kin 

saw. m w  'c- spib c- ZGCID: - D F & w z R c P ,  i o  w. DF=I w FL: n 7 i % & R . i i i i  
- _ .  - 

P n k  NM: 'PFOA' Ma.*n). '413.(yJ68.0 arm' 
commnt' AmOba0n:- 

Sample Typc: ac 
Sample Index: 42 

Concentration: 25.0 ng/mL 
calculated conc: 413. ng/mL 
Acq. Date: 07/27/2005 
Asq. Time: 02:00:05 An 

Modified: NO 

Bunching Factox: 1 
Noire Threshold: 66.56 cps 
Area Threshold: 332.81 cps 
,Nun. Smooths: 5 

PrOC. Algorithm: Analyst c1aasis 

Scp. Width: 0.20 
0.01 5.p. Hdqht: 

Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Kxp. Val. Ratio: 3.00 RT Window: 
Expsctmd RT: 11.9 min 
Use Relatin RT: NO 

Int. Typ.: 8.1. TO Base 
Retention Tim: 11.0 min 
Are.: 846576 counts 
Height: 28900. cps 
start Tim: 10.8 min 
End Ti-: 12.8 miin 

60.0 

3.0.41 

2w- 

20.4- 

1 w- 

! * 4 j  

-- 
2 4 6 8 10 12 14 16 

Trn .  mh 
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Analyst Version: 
Printing Time: 
Printing Date: Thu, Jul 26, 05 

Set No.: 071205ER 

3-1. Index: 43 

:oncentration: 25.0 ng/* 
:dculated Conc: 412. ng/mL 
Isq. Date: 07/21/2005 
4cq. Time: 02:19:40 M 

sample Type: ac 

qodifisd: NO 
P r o c .  Ngorithx Analyst Classic 
Bunching Facto=: 1 
Yois. Threshold: 66.56 cps 
u e a  Threshold: 332.81 cps 
.Nm. Smoths:  5 
sep. Width: 0.20 
rep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Bxp. Adj. Ratio: 4.00 
Ixp. Val. Ratio: 3.00 RT linda: 
Expected RT: 11.9 min 
Use Relative RT: Wo 

mr. Type: R1.1 TO mas. 
Retention Ti-: 11.8 min 
kr..: 8090144 count, 
Height: 277000. sps 
start Time: 10.4 min 
.nd Time: 12.9 rmn 

6 0 . 0  

.i 
s.5- 

2 .M-  

2.46 - 
2.2.5- 

2.0.5. 

1 . M -  

1 . M -  

1 . W -  

1.2.5- 

1 . W -  

8.0.4- ZL 
0.0 L - -. 

14 18 

Modified: NO 
Proc. Algorithm Analyst Classic 
Bunching Factor: 1 
Noire Threshold: 66.56 cps 
Area Threshold: 332.81 SDS 
,Nm. Smooths: 5 
sep. width: 0.20 
Sep. Height: 0.01 
IXD. Peak Ratio: 5.00 
Ex;. M j .  Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 

Use Relative RT: No 
Expctcd RT: 11.9 min 

Int. Type: Base TO Bare 
Retantion Time: 11.8 min 
Are.: 740390 Counts 
Height: 21400. cpr 
Start Tim: 10.8 mi" 
End Time: 12.7 min 

6 0 . 0  

.i 
.e=- 

msmin . . DFi(w F k . . 0 7 j 2 o Y a ~ M - ~ ~ ~ ~ ~ ~ ~ ~ ~ - ~ ~ ~  ~~- 
S.mp N,m: .-. amp* .DFosM2Rcmlrml&q, 
P.*k Nsm: 'PFOI' Ma..("): '413 ME9.0 ~4 
c o n m n t -  *mob*a:- 

Sulple Index: 45 
sulple Type: Unhm 
Concentration: NlA 
Calculated Cons: 358. ng/mL 
Acq. Date: 07/27/2005 
Acq. Time: 02:58:54 an 

11.41. I,, -?=?-.- 

2 M  2,w1 
2.4.4. 

2.2.4 - 
2.0.1. 

1 . M -  

1.804. 

1 w -  
1.2.4- 

1 w- 
IIIxI.0- 

IIIxI.0 

U m . 0  

2ooo.O 

0.0 ---- 
2 4 (I 8 10 12 14 16 

~ _ _ _  - I m ! L m ~ ~ -  
amp* Nam.'Cm*Oo5' &mp* l D ~ ~ C P O O l m 4 l W .  DF-lO. FY.:'O71205ER.M 
P-k Nam: 'PFOA. Mu("): U 1 3 . m . O  a 4  
c m n t -  Am0bfa:- 

S-le Index: 47 
S-le Typ.: Unknown 
Concentration: N/A 
Calculated Conc: 314. n g / a  
Acq. Date: 01/21/2005 
k q .  Time: 03:38:01 M 

Uodified: NO 
Prm. Algorith Analyst Clarais 
Bunching Factor: 1 
Noise Threshold: 66.56 cps 
Area Threshold: 332.81 cps 
,Nu. smooths: 5 
sep. width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Lxp. M j .  Ratio: 4.00 
Ixp. Val. Ratio: 3.00 RT Wxndw: 
Expected RT: 11.9 min 
Use RelaZlVe RT: 10 

1nt. T y p o :  va11.y 
Retention Time: 11.8 min 
Are.: 1352215 counts 
Haiqht: 270000. cps 
Stazt Tin: 10.4 min 
End The: 12.9 min 

"i 
1 

1 I 80.1 

10.1 

40.1 

20.1 

Study: P760 
Instrument NO.: LC/MS/MS # 9  

Analyst: A .  Sheehan 

S-le Index: 44 
s-le Type: ac 

Acq. Data: oim/2005 

Concentration: 250. n g / a  
Calculated cons: 616. ng/mL 

Acq. Time: 02:39:21 M 

Uodified: NO 
Pr-. Nqorithl: IUL.1yat Classic 
Bunching Factor: 1 
Yoire Threshold: 66.56 cps 
Area Threshold: 332.81 sps 
.wul. smooth.: 5 
sep. wzdth: 0.20 
Sep. Height: 0.01 
Exp. Peak Utio: 5.00 
Exp.  M j .  Ratio: 4.00 
Ixp. Val. Ratio: 3.00 RT window: 60.0 9 
Expected RT: 11.9 lin 
Use Relative RT: NO 

11;m 

Tnt. Type: I=.. Tn a..e 1.0.14 
Retention Time: 11.8 min 
Are.: 1243986 C a t s  
Height: 42300. cpr 
Start Tim: 10.7 min 
End Time: 12.8 mi" 

~ Tim, Inin 

raO.0- 

2 4 , E  8 10 1 2 .  14 I 6  
0.0~- I 

amp* Nwn:'Crmo(l(ls R.p- Sm&~ID:*DFcsV02RCPmlaYlOLV. DF=lW FY.: '071m5ER.M 
Pmak Hmr: 'PFOI' Ma"("): '413.LV26U.O a d  
cmmnt- -. 

S ~ l e  Index: 46 

Concentration: N/A 
Calculated cons: 401. nq/lL 
Acq. Date: 01/27/2005 
Acq. Time: 03:18:29 Rw 

. . I  

S q l t  Type: U n k n m  

Hcdif ied: NO 
Pros. Algoiith: Analyst ClaJsic 
Bunching ?actor: 1 
Noise Threshold: 66.56 cps 
Area Threshold: 332.81 cpr 
,Nm. smooths: 5 
Smp. Width: 0.20 

0.01 Scp. Wciqht: 
Ixo. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
EXp. Val. Ratlo: 3.00 RT W m d a :  

Use Relative RT: No 
Expected RT: 11.9 min 

Int. T w :  Base To Bare 
Retention Tim: 11.8 min 
Are.: 835235 counts 
Height: 28900.  cp3 
Start Ti-: 10.8 min 
End Time: 12.8 min 

6 0 . 0  

12 

15.73 
-L 

14 I B  
Tim. m*l 

s-le Index: 48 
s q l e  Type: unkn- 
Concentration: N/A 
Calculated Conc: 413. ng/mL 
k q .  Date: 07/27/2005 
Acg. Time: 03:51:41 M 

246- 
Uodified: Yes 
RT Window: 60.0 sec 2.2.5- 

2 . M -  
Expected RT: 11.9 mi"  
Use Relative RT: NO 

Area: 8111333 counts 
Height: 
Start Time: 
End Time: 12.9 min 

1 . M -  

I 

0 
cc3 
03 
6 

Page 8 of 9 



Analyst Version: 
Printing Time: 
Printing Date: Thu, Jul 28, 05 

Set No.: 071205ER Study: P760 
Instrument NO.: LC/MS/MS #9 
Analyst: A .  Sheehan 

1.41. Index: 
l-le Type: 
'o"se"tz.tL0": 
alsulatsd cons: 

Lcq. Date: 
Lcq. Tim: 

49 
Standard 

25.0 n g / a  
25.4 n g / a  

07/21/2005 
01:17:20 UI 

Ioddlfied: NO 
)roc. Algorithw Analyst Classic 
lunching hetor: 1 
loill Threshold: 66.56 cpa 
mea Threshold: 332.81 cpa 
Num. smooths: 5 
tep. Width: 0 . 2 0  
;ep. Height: 0.01 
Ixp. Peak Ratio: 5.00 
Ixp. Adj. Ratio: 4.00 
IXP. Val. Ratio: 3.00 RT Window: 
Lxpscted RT: 11.9 min 
ire Relati- RT: no 

[nt. ~ \ ( p m :  Rase TO usc 
letention Tim: 11.8 min 
*e*: 5011716 count, 
{eight: 182000. Cpr 
$tart Tim: 10.8 mi" 
md Time: 13.0 min 

~ - 

8 

1 

i 

sample Index: 

Concentration: 
Calculated cons: 
Acq. Date: 
Acq. TI-: 

Samplt Type: 
50 

Standard 
50.0 n g / a  
18.e n g / a  

01/27/2005 
04:36:51 AU 

Modified: NO 
Prcc. Algorithm: malyst Classic 
Elvnching ?actor: 1 
Noire Threshold: 66.56 cpr 
Area Threshold: 332.81 spr 
,h. smooths: 5 
Sep. Width: 0 . 2 0  
Stp. Iieiqht: 0.01 
Exp. Pert Ratio: 5.00 
Sxp. Adj. Ratio: 4.00 
Ixp. Val. Ratio: 3.00 RT Windor: 
Expcted RT: 11.9 min 
Use Relative RT: NO 

I"?. TY".: I... T" I..* 
Retention Tire: 11.8 min 
Are.: 9590978 C-tS 
Helght: 359000.  cps 

10.7 min Start Tim: 
-. End Ti-: 12.9 rmn 

14 18 

60.0  

8 

f 
.e=- 

3.w- 

3.0.5- 

2.w- 

2.0.5- 

1.w- 

1.015 

0.0 
2 4 8 8 1 0  

~- 

cA3 
6Q 
:4 

Page 9 of 9 



Analyst Version: 1.4.1 
Printing Time: 11:27:39 AM 

Set No.: 071205ER Bxygen Study NO.: P760 
Instrument No.: LC/MS/MS #9 

Printing Date: Thursday, July 28, 2005 Analyst: A. Sheehan 

LI - -~ - l ) - -x  ~~ 

Analyte Calculabd 

(nglmL) (nglmL) 
Sample ID Sample Type y z  Analyte Peak N a r n e ~ ~ ~ ~ ~ I C o n c e n b a U m  ConanbaUm 

Standard 1 PFOA confiim Ion 2713 0500 0 817 071205ER-201 
PFOA 100 0833 071ZU5ER-202 

SS7277 ~a~ibration standard, 2 5 WrnL Standard 1 PFOA confirm Ion -7510 250 260 071205ER-203 
14 ssme Calibration Standard. 5 0 WrnL Standard 1 PFOAconfirmlon 12280 500 4 57 071205ER-204 
15 SS7275 Calibration Standard. 10 ngrrnL Standard 1 PFOA Gmfinn Ion .26328 10 0 10 4 071205ER-205 

- ___I -_ _ _ _ ~ _ _ _ _  Standard 1 %" E_.. 3234 " I_"^_ - - ___I_ 

8.57274 Calibration Standard. 25 n@rnL Standard 1 PFOAconfiinlon 65267 ~ 25 0 26 5 
49 4 071205ER-207 ' PFOA confirm Ion - 1- 50 0 - -  Calibration Standard. 50 ngmL Standard 1 

Calibration Standard. 0 5 WrnL 
8 MethanolWash Methandwash Unknown 1 ' P F O A ~ ~ & I O ~  372 NIA C O  - 07120&R-ZOf 

Standard 1 PFOA confirm Ion 2441 0500 0505 07120~R-209 ssm9 
coo48881 SpkeC DFO6VOZRCP00%&4itt r n & ,  DF=100 Qualityfiirol- P F O A C U I I ~ ~ I ~ ~  21883 t z%o--̂ - &E-- 071205ERalO 

I11 &M49861 SpkeC ~Ogv02RCP0010041007, lonag. DF=10 Quality Control 10 PFOAConfrmlon 221450 250 912 071205ER-211 
12 coo48881 Spke D DFO6V02RCP0010041007. 100 Wg. DF=100 Quality Control 100 PFOAconfinnlon 28002 g'250 1150 OH205ER-212 
13 coo48881 DFO6V02RCP0010041007. DF=100 Unknown 100 PFOAconfirmlon 25084 #-NIA 888 OH205ER-213 

coo48881 Rep DFO6V02RCP0010041007. DF=100 Unknown 100 PFOAconfirmlon 27059 $ NIA 1070 0 71205ER-214 
coo48881 DFO6V02R&W1004lbO7. DF=10 Unknown 10 ~~~~-con f i i i im -  z i w  .NIA 800 OH205ER-215 
coo48881 Rep DFO6V02RCP0010041007. DF=10 Unknown 10 PF0ACd;;firmlon 2472,184 NIA 1020 Or1205ER-218 

Or1205ER-217 
071205ER-218 

~ 17 S.7278 
1 18- coo49882 Spke E diOWOlAVP0010041007, 10 ngrg. DF=100 Quality Control 100- PFOAconf i -6kn2847 1 250 67 3 
t 19 CKMWX2 Spke E DF09VO1AVP0010041007. 10 ngrg. DF=10 Quality control 10 PFOAConfin Ion 22811 X 250 894 0~1205ER-219 

PFOAconfinnlon 7307 252 Orl205ER-220 20 coo49882 Spke F DFOWOlAVP0010041007, 100 Wg. DF=100 Qwlity control 100 
DFWOlAVP0010041007, DF=100 Unknown 100 PFOAconfimlon 2150 X NIA- 384 OWO5ER-221 

22 coo49882 Rep DFOWOlAVPOO10041007. DF.100 Unknown 100 pFoAcdi;fiGiOn 5168 t I 163 071205ER-2P 
23coo49882 DFOWOlAVP0010041007. DF.10 Unknown 10 PFOAconfirmlon 185&1 71 9 O;W?O5ER-223 
24 coo49882 Rep qFOWOlAVPWl0041NJJ, DF:lO-- Unknown 10 ~ ~ ~ ~ c o n f i ~ ~ n i o n  20815 Z NIA 81 5 W1205ER-224 

- _____-__ - - -- ----"I_--" 

-- ___ __ ~ 

PFOACamrmlon 3792 100 - 1 Q? Standard 1 -~ -_ Calibration Standard. 1 0 WrnL - --__ 

*250 

- 
07120kERs5 " 
o;'&gR--s- 

Calibration Standard, 2 5 WrnL Standard 
coo;iess3 sp-ke 

-___ 
DFOQV01PAP0010041007.10 n&.FqM) Quality Control 100 PFOAconfinnlon 11832 431 

27 cM)49883 Spke G DFOQVOlPAP0010041007, 10 ngg, DF=10 Quality Control 10 PFOAconfirmlOn 1Moo6 250 417 071205ER-227 
28 coo49883 Spke H DFOWOlPAP0010041007. 100 Wg. DF=100 Quality Control 100 PFOACamnlon -13256 250 488 071205ER-228 
29 coo49883 DFOWOlPAP0010041007. DF=100 Unknown 100 PFOAconf i~ lon  10255 NIA 374 07 1205ER-229 

~ 30 coo49883 RBp WOWOlPAP001~1007. oF=100 Unknown 100 P?OACi%lrmlon 992% **N/A 380 Oi'lF5ER-230 
071205ER-231 ___ PFOAc&;r;rmlon 102439 @A 419 

---I - - -_ __-_ - DFOWOlPAP00l&lS9roo7. DF=10 Unknown 10 
F& D%%ffiP~PWl&l007. WG%<-_- Unkn& 10 L!E!?!Tfi--. 105570 KA! .  432 Oi'1205ER-232 

Calibration Standard. 5 0 WrnL Standard 1 PFOAconfiinlon 11299 500 4 17 071205ER-2%- 
_I_- 

Spke I DFOWOlRCP0010041007.10 ngg. DF=100 W i l y  Control 100 PFOAconfinlon 9E61 yC.250 362 Oi'1205ER-234 
Spke I DFG9V01RCP0010041007.10 ngrg. DF=10 oQuality Control 10 PFOA Camin Ion -95977 25 0 392 Wl205ER-236 
Spke J DFOevO~RCP~00~~~1_007, 100 Wg, DF=lW Quality Control 100 - PFOAconfimlon 17188 y 2-9 861 07/1201ER-236 

PFOAconfirmlon 382 071205ER-237 DFOWO~RCPCKI~CO~~~~~. DF=lW Unknown 1 w  - * NIA 
Rep DFOWOlRCP0010041007. DF=100 Unknown 100 ~ ~ O ~ c o n f i i n i o n  e446 3 NIA 340 "071 205ER-238 

NIA 358 071205ER-239 DFOWOlRCP0010041007. DF=10 Unknown 10 
Rep - D F ~ o l F * 7 , D F = 1 0 - - -  - Unknown 10 PFOAconfinlon 92809 NIA 380 07<sE-R-2kl 

Calibration Standard. 10 ng'rnL Standard 1 PFOAconfirmIW, 27085 10 0 10 7 07 12O5ER-241 
42 coo49865 Spke K DFG9V02RCP0010041007.10 ngrg, DF=100 Quality Control 100 PFOAconfinlon 27828 250 1100 071205ER-242 
43 COX8885 Spke K DFOW02RCP0010041007. 10 ngrg, DF=10 Quality Control 10 PFOAconfinlon 272325 "250 1120 071205ER-243 
44 coo49B86 Spke L DFOW02RCP0010041007. 100 Wg. DF=100 Quality Control 100 PFOAconfinlon _34g8 

I 250 I 1370" 071205ER-244 
45 coo49865 ~OW02RCP06<0041007, DF.100 Unknown 100 PFOA-&%rmh 24767 X NIA 975 071%5ik-2& 
48 COX9865 Rep _-CW3VO2RcPWl0041007, DF-100 

2 Rep D F o s V 0 2 ~ ~ f 6 & 1 0 0 7 ,  W;% Unknown 10 PFOA confirm Ian 276188 NIA 1140 07l%&R-248 

ss7273 Calibration Standard 50 ng'rnL Stall&rd 1 PFOAconfiinlon +I19203 500 488 071M5ER-250 

PFoncOnfirm ""8?!!?. _ ___I__ I 

Unknown 100 PFOA Camrm Ion 27153 NIA 1070. 07_1205ER-ZM-- 
PFOAconfirmlon 244370 NIA 1010 071205ER-247__ Unknown 

__ ___-___- ____I_" % _-_  ̂

_I____ I 1 0 -  - _ _  I__-_I_ 

I__ WOWOZRCp001&~~. - _ _ _  -t=ib 

49 s s n 7 4  Calibration StandaFd. 25 nglrnL Standard 1 PFOAConfnlon 62848 25 0 25 5 07120MR-249 

!E?---."- ----_ --""."."-L"- ~ ___̂___"~_I_ I_______--_- "----L-- ~, 

1 , 
Exygen Research, 3048 Research Drive, State College, PA 16801 

Calculated Concentration (ng/mL) - [(Analyte Peak Area (counts) - Intercept) /Slopel x Dilution Factor 

0 3 8 2  



Vegetation Conversion 

Compound: PFOA Confirm Ion Exygen Study No: P760 
w 

Analyte Analyte 
Exygen Sponsor Found Found 

ID ID (ng/mL) (ppb) 

COO4988 1 DF06-V02-RCP001-0-04 1007 900 360 
COO4988 1 Rep DF06-V02-RCP001-0-041007 1020 408 

COO4988 1 Spk C DF06-VO2-RCPOO 1-0-04 1007 912 365 

COO49883 DF09-VO 1 -PAP00 1-0-04 1007 419 168 
COO49883 Rep DF09-VO1-PAP001-0-04 1007 432 173 

COO49883 Spk G DF09-VO 1 -PAP00 1-0-04 1007 417 167 

COO49884 DF09-VO 1 -RCP001-0-04 1007 358 143 
COO49884 Rep DF09-VOl-RCP00 1-0-041 007 380 152 

COO49884 Spk I DF09-VO1-RCP001-0-041007 392 157 

COO49885 DF09-V02-RCP001-0-041007 1010 404 
COO49885 Rep DF09-V02-RCP001-0-041007 1140 456 

COO49885 Spk K DF09-V02-RCP001-0-041007 1120 448 
COO49885 Spk L DF09-V02-RCP001-0-041007 1370 548 

Analyte Found (ppb) = [analyte found (ng/mL) x final volume (2 mL)] / sample weight (5 g) w ND = Notdetected=- Ar op &,de 0 . 2 n  0 

463 
NQ = Not quantifiable = Measured concentration k l e w  i! imit of Quantitation (LOQ) which is 08 ng/g. 

n 
6€W-J 0.2't9/9 44na 



Vegetation Conversion (FORMULAS) 
Y l r l b  

6 
7 

9 

Exygen Sponsor Found Found 
ID ID (ng/mL) (ppb) 

COO49881 DF06-VO2-RCPOO 1-0-04 1007 ='Raw Data'!H178 i =(C9*2)/5 
10 
1 1 

COO49881 Rep 1 DF06-V02-RCP001-0-041007 ='Raw Data'!H179 '=(Cl0*2)/5 -1 
COO49881 SDk C 1 DF06-V02-RCP001-0-041007 =!Raw Data'!H174 %C11*2)/5 

IL 

13 
14 
15 

17 
18 
19 

I O  

LU 

I 

=( C 13 *2)/5 
COO49883 Rep DF09-VO1-PAP001-0-041007 ='Raw Data'!H195 =(C14*2)/5 

COO49883 Spk G DF09-VO1-PAP001-0-041007 i='Raw Data'!H190 =(C15*2)/5 

COO49884 ' DF09-VO 1 - R C P O O h  ==(C17*2)/5 
COO49884 Rep ~ DF09-VO1-RCP001-0-041007 ='Raw Data'!H203 =(C18*2)/5 

COO49884 Spk I 1 DF09-VO1-RCP001-0-041007 ='Raw Data'!H198 , =(C19*2)/5 

COO49883 i DF09-VO1-PAP001-0-041007 ='Raw Data'!H194 

v 

I 

COO49885 DF09-VO2-RCPOO 1-0-04 1007 
COO49885 R DF09-VO2-RCPOO 1-0-041007 

W 

='Raw Data'!H2 10 ' =(C2 1 *2)/5 
='Raw Data'!H2 1 1 =(C22*2)/5 

COO49885 S k K 1 DF09-V02-RCP001-0-041007 ='Raw Data'!H206 =(C23*2)/5 



Analyst Version: 
Printing Time: A 

Set NO.: 071205ER € 
h 4  m/~%/m' Printing Date: Thu, Jul 28, 05 

Untitled 1 (PFOA Confirm Ion): "Linear" Regression ("1 I x" weighting): y = 2.42e+003 x + 1.22e+003 (t = 0.9986) 

2.50& 

Study: P760 
Instrument NO.: LC/MS/MS #9 
Analyst: A. Sheehan 

T-- - 1 , I ' I '  , , r , I - - ,  7- 

1 6 ' 1 8 ' 2 0 ' 2 2  24 26 28 3b 32 34 % ' 3 ' 4 0 ' 4 2 ' & ' 4 ' & ' 5 0  
Concentration, ng/rnL 

Page 1 of 1 



Analyst Version: 
Printing Time: 
Printing Date: Thu, Jul 2 8 ,  05 

' Set NO.: 071205ER € 
*W ID 'C.Mbm6M Sbnd.d.0.5 nphL' 
la' May-): '413.oR19.0 a d  

FY.. '071205ER.M 

slmple Index: 1 
slmpl. Type: Sfuld.zd 
Concentration: 0.500 ng/mL 
Calculated Conc: 0.617 nq/mL 
k q .  Date: 01/26/2005 
e q .  Time: 12:37:01 m 

rn- 
Kodified: Ye, 
RT Winda: 60.0 sec 1 m -  
Expected RT: 11.8 min 

Int. Type: 

1 i .m  

Us. Relative RT: No im- 

Start Tint: 11.3 mi"  
E n d  Time: 12.1 mi" 

. ; .  j .  i .  -s.-- 0 , , , , , , , , , , 
8 8 10 11 12 13 14 15 18 17 

~ ~~~ ~- ~p~ - - ~~ Tim. mh- ~ ~ ~ . .  
Saw N.m:'SS72T Saw I-%-&% Sbnd.d, 2.5 nphL* F&: .071%SER7eLp--- ~~~~ 

- F - . P E : z - b .  Ma@"): *413oRl8.0 .M* 

~ 

I 
sample Index: 3 
sample Type: Standard 
Concentration: 2.50 ng/mL 
Calculated Cons: 2.60 ng/mL 
Asq. Date: 07/26/2005 
Acq. Time: 01:16:06 Pn 

11.71 El 
Kdlfiad: 
RT Windw: 
Expected RT: 
UIC Relative RT: 

Int. Type: 
Retention Time: 
Area: 
Height: 
Start Time: 
End Time: 

Yes 
60.0 sac 
11.8 mi" 
NO 

IIlI1U.l 
11.7 min 

1510 counts 
245. sps 
10.1 mi"  
12.5 mi" 

B 

f 

Sample Index: 5 
Sample Type: Standard 
Concentration: 10.0 ng/mL 
Calculated Conc: 10.4 n g / a  
Acq. Date: 01/26/2005 
kq. T i m :  01:55:10 Pn 

nodified: Ye, am- 
RT Windar: 60.0 9ec 

m- Expected RT: 11.8 mi" 
use Rehtiv. RT: no 

Int. Type: UU.1 
Retention Time: 11.7 pin 8 am: 
-e.: 263211 counts 
Height: 
start Time: 
End Time: 12.5 min 

O J  I I I I I . I . . . l , , , , l .  
1 2 3 4 5 (I 7 8 9 10 11 12 13 14 15 18 17 

T m .  mn 
p- - -p 

A 

Study: P760 
Instrument NO.: LC/MS/MS # 9  
Analyst: A. Sheehan 

e 
Saw  an: ' S S ~  ~aw ID w h m n  shbndnd. 1.0 ngkn~- F w T ~ T  
P . . k  Nwn: 'PFOA C a f m  b* Ma@-): '413.oR19.0 m m r  
c o m n n t -  Amo.lia:- 

Slmple Index: 2 
Sample Type: Standard 
Concentration: 1.00 n g / a  
Calculated Conc: 0.833 n q / a  
Acq. Date: 01/26/2005 
Acq. Tin: 12:56:33 PU 240 -i ' I  
IWUfled: 
RT Windar: 
Expected RT: 
Use Relative RT: 

Int. Type: 
Retention Tim: 
Area: 
Height: 
Start Tin: 
End Tim.: 

Y*S 
60.0 1*5 
11.8 min 
no 

Ph"Y.1 
11.7 min 

3231 counts 
107. sps 
11.0 min 
12.5 miin 

B 

f 

Po- 
rn- 
1W. 

i m -  

140. 

Slmple Index: 1 
Slmple Type: Standard 
Concentration: 5 . 0 0  ng/mL 
Calculated Conc: 4.57 n g / a  
Acq. Date: 01/26/2005 
Acq. Tim: 01:35:39 Pn 

nodified: Y., 
RT Windw: 60.0 sec 

11.8 min Expected RT: 
Use Relative RT: NO 

rn 
150 

loo 

50 

Int. Type: U".l 
Retention Time: 11.1 min 
Are.: 12260 Count= 
Height: 
Start Time: 
End Time: 

O L - .  -___? , , , , 
1 2 3 4 5 8 7 8 8 10 11 12 13 14 15 16 17 

~ p ~ . .  ~~~ ~~ ~. ~ r-. - 
Sa&~~&7.ss**= -Sa-&& I D ~ r & l i ~ ~ y s h n l ;  25npmc Fib, m12MER&++ ~~ ~ ~ ~ ~ 

1-Pi.k Nam: 'PFOA C o h  b' Mass("):.413.oR18,0ad 
Commnt' Amobna:- 

Sample Index: 6 
Sample Type: standard 
Concentration: 25.0 ng/mL 
Calculated Conc: 26.5 n g / a  
k q .  Date: 01/26/2005 
Wq. Time: 02:14:49 Pn 

Ucdified: Yes 
RT Window: 60.0 see 
Expected RT: 11.8 min 
Us* Rslative RT: No 

Int. Type: I(mUri1 
Retention Tim: 11.7 miin ' 
Are.: 65267 counts 
Height: 
Stazt T h :  
End Time: 12.8 miin 

am- 

lam- 

lam- 

1 4 0 -  

lrn- 

t m -  

am- 

am4 11 1 L  
I 



Analyst Version: 
Printing Time: 

Set No.: 071205ER Study: P760 
Instrument NO.: LC/MS/MS t 9  
Analyst: A. Sheehan Printing Date: Thu. Jul 2 8 ,  0 5  

S-1. Index: 7 
sample Type: Standazd 
Concentration: 50.0 nq/mL 
Calculated Conc: 19.1 ng/mL a- 
Acq. Date: 07/26/2005 
Acq. Til: 02:31:28 PH 

Mcdxfied: Yes 
RT Window: 60.0 s.c 
Expected RT: 11.8 rmn 
U s e  Relative RT: NO 

moo- 

2uxI- 

Int. T w :  Wmu.1 
Retention Time: 11.7 min 8 m- 
Are.: 120526 Counts 
Height: 3160. cps 
Start Time: 
End Tim.: 12.6 mi" 

11.18 

Sample Type: 
Concentration: 
Calculated Cons: 
Acq. Dit.: 
Acq. Time: 

Modified: 
RT Windar: 
Expected RT: 
Use Relative RT: 

1nt. T-: 
Retsntion Tim: 
Lrm.: 
Height: 
Start Tim: 
End Time: 

Standard 
0.500 ng/mL 
0.505 q / m L  

0 7 / 2 6 / 2 0 0 5  . 
03:13:35 PU 

Yes 
60.0 sec 
11.8 min 
NO 

WU.l 
11.6 min 

2111 counts 
56.9 cpr 
10.9 mi" 
12.1 min 

m- 

40. 

20- 

0 -  I I I I .  I I , . . , I I , . , .  
1 2 3 4 5 6 7 6 S 10 11 12 13 14 15 16 17 

~~ -~ T-LM= 
Sa+ iiim TOMW2dl Gt. C*-Sa- .DFOBVD2RCWOlOMlm7 10 &, DF=lW FI* '071205ER Mi-= 
P r k h  'PFOACon(*mlon' W - ) - 4 1 3 M l S O a d  

Sample Index 11 

Concentration: 25.0 ng/mL 
Calculated Cons: 912. n q / a  
Acq Qat. 07/26/2005 
Acq TIM' 03'52'12 PH 

Sample Type. ac 

Modified: Ye, 
RT Windar: 60.0 sec 
Expactad RT: 11.8 min 
Use Relative RT: No 

Are.: 221450 Count3 
sezght: 5940. cpr 
Start Time:  10.4 min 
End Time: 12.8 mi" 

2ooo 

: L 2 7 L  , . , , , , 9.14 , . , ! 
1 2  3 4 5 e 7 6 P 10 

.11.m 

Sample Indmx: 8 
Sample Type: UnLnan 
concentration: N/A 
Calculit~d Conc: < 0 
Acq. Date: 07/26/2005 
Acq. Tim: 02:54:05 PM 

Modified: YO 
P I X .  Alqorithm: liru1yrt c1.rris 
Bunching Facto=: 3 
Noire Threshold: 1.41 cpr 
Are. Threshold: 7.04 sps 
,m. smooths: 5 
sep. width: 0.20 

0.01 Sep. Height: 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val .  Ratio: 3.00 RT Windou: 
Exmcted RT: 
Use Relati- RT: No 

11.8 m n  

Sample Index: 10 

Concentration: 25.0 ng/mL 
Calculated Conc: 855. ng/mL 

S w l e  Typ.: ae 

01/26/2005 
03:33:09 PK 

Acq. Date: 
Acq. T i m e :  

6 0 . 0  

T"*. TV".' !..e T" !..e 
Retention Tim: 11.5 min 
Are.: 372 counts 
Height: 19.0 cps 
Start T i m :  10.9 lain 
End Tinr: 11.7 min 

7 v - 1 -  , 0 
2 4 e a 10 12 14 10 

Tim. n h  

.I 
S.mp* N.m.'C-1 Spit. C' Sa+ lD'DFOBVD2RCPCOl~m7. TO&. O F - l m  F h W  
P r k  Nam: 'PFOA Cod- la' Mar("): *413.M18.0 am. 
Commnt- -:- 

- 
11.21 

I 
Modified: Y.S 
RT Windox: 60.0 ICC 

Expected RT: 11.8 r i in 
Use Relati- RT: No 

1nt. Type: llrn-1 
Retention Time: 11.2 min 
Are.: 21683 c m t s  
Height: 571. cps 
Start Time: 10.7 r i n  
End Time: 12.4 min 

s50 

300 

250 

200 
150 i im 

S,l. Type: pc 
Concentration: 250. nq/mL 
Calculated Conc: 1150. ng/mL 
Acq. Date: 07/26/2005 
Acq. Time: 01:12:12 PM 

Modified: Ye. 
RT Windw: 60.0 sec 
Exmcted RT: 11.8 min 

'r 
urh Relative RT: NO 

Int. Type: Ilmu.1 
Retention Time: 11.2 min 
Ar..: 29002 counts 
Height: 648. cpr 
Start T h :  10.4 min 
End Time: 12.5 min 

8 

I 



Analyst Version: 
Printing Time: 
Printing Date: Thu, Jul 2 8 ,  0 5  

Set NO.: 071205ER 

-- Amo(.fa:- 
5-1. Index: 13 
SunpleTyp.: Unkn- 
:oncentration: N/A 
3alculated Cons: 988. ng/mL 
hcq. Date: 01/26/2005 
k q .  Ti-: 01:31:16 PII 700 

IlOdlfied: I., 
RT Ilinda: 60.0 sec 
Expected RT: 11.8 mi"  
Use Relative RT: Llo 

Int. Type: lLurrul 
Retention Tim: 11.2 min 
e..: 25091 count3 
Height: 661. spa 
Start Time: 10.5 miin 
End Time: 12.4 min 

-1 Calculated cons: 900. n g / a  
Acq. Dat.: 01/26/2005 
Rcq. Time: 05:10:57 PM 

-1 

urn -1 Modified: Ye. 
RT xindw: 60.0 ses 
Expected RT: 11.8 mi" 
Use Relative RT: NO 

Int. Type: WY.1 
Retention Tim: 11.2 min ' - 
Area: 2ie519 Counts am 

10.3 min f 2SW 
Height: 
Start Time: 
End Time: 12.8 rmn 

2ooo 

5770. sps 

-~ 

Sample Index: 11 
Sunplt Type: Standazd 
Concentration: 1.00 ng/mL 
Calculated conc: 1.06 ng/mL 
k q .  Date: 07/26/2005 
Acq Ti-. 05'50:11 err m 

Uodified: 
RT xindw: 
Expected RT: 
Use Relative RT: 

1nt. Type: 
Retention Time: 
Are.: 
Height: 
start Time: 
End Time: 

lunu.1 
11.11 min 

3792 counts 
90.8 sps 
11.0 min 
12.8 mi" JJ 

11.08 

Tnn. rnk 

Study: P760 
Instrument NO. : LC/MS/MS #9 
Analyst: A. Sheehan 

Sample Index: 11 
S q l e  Type: Unknnm 
Concentration: N/A 
calculated Cons: 1070. n g / a  
Acq. Date: 07/26/2005 
Acq. Time: 01:51:20 PI4 -1 
ncd1lied: Ye, 
RT Window: 60.0 S-C 

Use RelatiV. RT: No 
Expected RT: 11.8 min 

Int. Type: WlnUrl 
Retention Ti-: 11.2 min 
e*.: 27059 counts 
Hmight: 726. cpr 
Start Tin: 10.5 mi"  

12.1 mi" End Time: 

B 

f 

01 . . . . . . . . . . . . , , . , ,  
1 2 3 4 5 8 7 8 0 10 11 12 13 14 15 18 17 

Sunple Index: 16 
SunpleType: unknnm 
Concentration: N/A 
Calculated cons: 1020. ng/mL 65w 

8mo 
licq. Dah: 07/26/2005 
Acq. Tim: 05:30:33 PM 

Uodified: Ye. mo 

Use Relative RT: NO 450 

mo RT Windor: 60.0 sec 
Expected RT: 11.8 min 

1nt. Typ.: bU.1 
Retention Time: 11.2 min 
Are.: 217281 counts 
Height: 6690. sps 
Start Time: 10.1 miin 
End Time: 12.6 min 

B 

f 

pc 
25.0 ng/mL 
67.3 ndmL 

07/26/2005 
06:09:18 Pu 

It. 
60.0 sac 
11.8 min 
NO 

lunu.1 
11.7 mi" 

2841 counts 
55.2 spr 
10.8 mi"  
12.2 mi" 

.11.87 

r-, nin 

P.ak Nam: 'PFOA C m h ?  bn' W*r(.*): '413.M19.0 arm' 
corn- Amobtia:- 

5-1. Index: 18 
Sunpl. Typa: 
Concentration: 
Calculated cons: 
Acq. Date: 
Acq. Time: 

Modified: 
RT Window: 
Expected RT: 
Use Relative RT: 

Int. Type: 
Retention Time: 
Are.: 
Height: 
Start Time: 
End Time: 

X I -  

0 i j j i 3 ; - 7 - - - , ~  , , , ,  
7 8 0 10 11 12 13 14 15 18 17 

- hlu. nn_-- 

w 
m 
oa 

Page 3 of 9 



Analyst Version: 

Printing Date: Thu, Jul 2 8 ,  05 

I Uodifimd: 
RT Windor: 
Expected RT: 
Use Relative RT: ll 
Int. Type: 
Retention T i m :  
Are.: 
Height: 
Start Tim: 
End Time: 

Y C I  
60.0 sac 
11.1 mi" 
NO 

-"ail 
11.3 lin 

2150 counts 
65.5 sps 
10.9 lin 
12.2 min 

Set No.: 071205ER Study: P760 
Instrument NO.: LC/MS/MS #9 
Analyst: A .  Sheehan 

60.0 sec 
Use Relative RT: No 

P r k N . m : ' P F O A C a f r h l o n '  U...(n)'4130)219.0.m' 

sample Index: 21 
SampleType: unknm 
Concentration: MIA 
ca1Cu1.ted conc: 30.4 ng/mL 
Acq. Date: 01/26/2005 
Acq. T i e :  01:00:11 PM 

lattd conc: 163. ng/mL 
Date: 01/26/2005 
Time: 01:20:15 Pn 

, E . $-- e- . . . ;  , , ~ , , , , , 
10 11 12 13 14 15 18 17 

, . - - -  i ' z ' i ' i  5 e i i i i n  i? i 2  13 i 4  i s  rb ir 
r%FL-_- .. .~ . 

Concentration: N/A 
Calculated conc: 81.5 n g / a  
Acq. Data: 01/26/2005 
Acq. Time: 00:01:28 911 

Acq. Date: 01/26/2005 
Acq. Tim: 01:11:40 Pn 

use Relative RT: no 

12.5 min - 250 

Page 4 of 9 
ec3 
rn 
ec3 



Set NO.: 071205ER Study: P760 
Instrument No.: Lc/Ms/ns C 9  
Analyst: A. Sheehan Printing Date: Thu, Jul 2 8 ,  05 

$-le Index: 25 
j-le Type: Standazd 
:oncentration: 2.50 w/mL 
:alculated cons: 2.29 n q / a  
bzq. Date: 07/26/2005 
k q .  T i m :  08:27:03 PII 

lodified: Ye, 
7T winda: 60.0 sec 

Jse Relative RT: NO 
3xpcst.d RT: 11.8 mi" 

tnt. Type: lunUril 

feight: 192. cpr 

Retention Tim: 11.7 miin 
we*: 6756 counts 

start T i m :  10.9 min 
End Tim: 12.5 min 

B 
t i 

uodified: Ye,  
RT W i n d w :  60.0 rec 
Expected RT: 11.8 min 
U I ~  Rslativa RT: No 

Int. Type: lwlWl 
Retention Tim: 11.2 min 
AT..: 102006 countz 
Height: 2610. cpr 
Start Tim: 10.6 min 
End Time: 12.5 m2" 

'F 
-1 11 .TI.. 1 

:i 1 2 3 4 5 8 7 8 0 10 11 12 13 14 15 16 17 

Tim. mill 
s.np*Nam:'CW48963SpibO Sam+ I0'OFogvplPAPmlCO4lm7.10&, DF=lO. FL:*0712mER.*i(r 
P u k  Nam: *PFOA Confirm kn. U...(.s]: '413.M10.0 .mf 
comr*nt- Anrahmm- 

s-1. Index: 21 
5-ll Type: ac 
Concentration: 25.0 ng/mL 
Calculated cons: 417. ng/mL 
k q .  Data: 07/26/2005 
icq. ~im: 09:06:is pn 24W -1 

2200- 

2ooo- 

1800- 

B la- 

f ::; 
1 m -  

a- 
m- 
4m- 

14.78 
-'*lE c___c__ 

Sanp*Nun:.C0019M5 S.mp*,~.OFOgMIPAWOIOMlm~DF~lm FC:%fi-GTR* ----~--r_m_min 
~~~~~ - . 

O ~ ,  . , . . , , , , , , I I I , ,  , 
1 2 3 4 5 8 7 I e 10 11 12 13 14 15 18 17 

P n k  Nam: TFOA Cm@m kn. ur(.s]: '413.M10.0 a d  
cam*&- h I m h b 7 .  

5-la Index: 29 
S-1. Type: Unknnnm 
Concentration: N/A 
Calculated conc: 374. ng/mL 
Acq. Date: 07/26/2005 
Acq. Tine: 09:45:31 Pn 

. .- 

'T 
Modified: 
RT Window: 
Expected RT: 
Use Rmlative RT: 

Int. Type: 
Retentian Tim: 
Ar..: 
Height: 
Start Time: 
6nd Time: 

Ye, 
60.0 3ec 
11.8 mi" 
no 

lun-1 
11.3 min 

10255 c m t s  
290. cps 
10.7 min 
12.4 min 

B 

I 

11.24 

I 

o . , . . . . . . . . .  , , . , , , ,  
1 2 3 4 5 I 7 8 0 10 11 12 13 14 15 18 17 _ _  ~ - -  Trn .  mn 

0 

S a m  N . ~ . ' C O O ~ S M ~ S F ~ ~  0 I D ' O F O g M l P A W O l W l l m 7 . l O ~ , D F - l W  FL:'O7lXLSERH 
P u l i  hm: 'PFOA M r m  la' MmMn): V13 M l0 .0  .mu' 
commnt -  Ann0hh:- 

Sample Index: 26 
5-1s T*: ac 
Concentration: 25.0 ng/mL 
Calculated cons: 431. nq/& ~ 

k q .  Date: 07/26/2005 
k q .  Tile: 08:46:37 Pn 
uodified: Yes 300 

Use Relative RT: NO m 
Int. Type: IIlI1Y.l 

60.0 S ~ C  
11.8 min 

RT Window: 
expected RT: 

Retention Tim: 11.2 min 
-e.: 11632 counts 
Height: 256. cps 
Start T h :  10.6 mi" f 150 
End Time: 12.5 min 

1 2 3 4 5 I 7 8 0 10 11 12 13 14 15 111 17 
Tim, nin - 

S.W Nam:CWglYa Spib H' ID:'DFogMlPAWOlW41W7,1~ &, DF*lOO Fi*.*0712MER.r*(r 
P u k  Nam: 'PFOA Con6rm bn' Mar("). '413.M19.0 a d  
commnt -  *h:- 

S-1. Index: 28 
Sampl. Type: ac 
Concentration: 250. ng/& 
Calculated conc: 498. ng/mL 
licq. Date: 07/26/2005 
tcq. ~ i m :  09:25:51 pn 

11.27 I iii.m 

nodif led: Yes 
RT Windw: 60.0 sec 

Use Relati- RT: No 
Expected RT: 11.1 mi" 

1nt. Typ.: lwl".l 
Retention Tire: 11.3 min 
Area: 13256 couIIts 
Height: 313. cps 
Start Time: 10.9 M" 
End TI-: 12.5 M" 

Ol--, , , , , , , , , , , , , r , ,  , 
1 2 3 4 5 I 7 8 0 10 11 12 13 14 15 16 17 

.. . __ Tim. ~ _ _ _ ~  
a m p *  Nam:'C- R W  S.np* ID:'DFoBvo1PAWOIooIlW7, DF=lCU Fih: '071205ER.H 
P n k  Nam: 'PFOA Confirm kU WW"]: -413 M le .0  
commt-  *tion:- 

Sample Index: 30 
SampleTyp: U n L n a n  
Concsntration: n/A 
Calculated conc: 360. nghL 
Acq. Date: 07/26/2005 
Ircq. Time: 10:05:07 PPI 3y) 7 
ucdified: 
RT Window: 
Expected RT: 
Ulb Relative RT: 

Int. Type: 
Ratention Tile: 
AT..: 
Height: 
Stazt Tim: 
End Tim: 

Ye, 
60.0 sec 
11.8 mi" 
NO 

m " a 1  
11.3 mi" 

9926 counts 

10.7 nun 
12.3 mi" 

214. sp. 

B 

f 

'r 

69 
eo 
0 

Page 5 of 9 



Analyst Version: 
Printing Time: 
Printing Date: Thu, Jul 2 8 ,  05 

€ Set No.: 071205ER 

-Ik.:*- S.mp*ID.'DFOgMlPAWOlOOll~, DF=lV Fib:071205ER,rri(r 
P . . L r I l m : ' P F O A C m h h *  b W n ) : Y 1 3 M l S . O d  
cmnnt- Amohton:- 

s-le Index: 31 
5-1. Type: unknown 
Concentration: N/A 
Ca1culat.d cons: 419. n g / a  
lisq. Date: 07/26/2005 
Wq. Ti-: 10:24:41 PM 

ndiiiad: Y.S 
RT Windw: 60.0 =e= 
Expected RT: 11.8 min 
Ule Relative RT: NO 

Po0 

Int. Type: I(ulu.1 
Retention Tim: 11.3 min 
-ea: 102439 counts 
Height: 2590. cps 
Stut Tim: 10.4 u n  
End Ti-: 12.7 min 

~ 
T im.  mL, 

Smmp N.m: 'SS7276 Sam#. ID: 'CaYbn6on Shbnd.rd, 5.0 ngknL' Fb. Wl205ER.*rM. 
P r k  N.m: 'PFOA C a h m  !me bW.s): '41 3 Ml0.O a d  
cMmnt-  @nmhh- 

Sample Index: 33 
Sample Type: standard 
Concentration: 5.00 ng/mL 
Calculated cons: 4.17 ng/mL 
Acq. Data: 07/26/2005 
Acq. T I - :  11:03:51 PN 

nodifled: Ye,  
RT Window: 60.0 sec 
Expected RT: 11.8 miin 
Use Relative RT: NO 

Int. Type: I(ul-1 
Retention Tim: 11.8 min 
Arm.:  11299 c u t s  
Height: 373. cps 
Start Time: 11.0 min 
End Time: 12.4 min 

8 e 
i 

a0 

250 

2m '7 

Study: P760 
Instrument NO.: LC/MS/MS #9 
Analyst: A .  Sheehan 

S.mp* Nam 'CCO4W-W R.p' S a m p  ID ' D F o g W l P A W O l ~ l m 7 . D F = l V  FI* W l 2 M E R f l  
P r k  HM 'PFOA M r m  kd h W n )  V13 M l S  0 a d  
commnt- hnohmn- 

S-1. 1ndd.x: 32 
S-1s Type: Unknown 
Concentration; N/A mi 
Calculated conc: 432. nq/mL 
Ass. Date: 01/26/2005 
u q .  T-: io:44:i8 Pn 

nodified: Y.S 
RT windw: 60.0 i e c  
Expected RT: 11.8 min 

2500- 

Use Relative RT: No m- 
Int. Type: h".l 
Retention Time: 11.3 min 
Are.: 105570 counts 
Height: 2930. cps 
Stazt T-: 10.6 min 
End Tim: 12.8 min 

,11m 

O ~ V .  . , , 
_1 

^, , I, , - ,  

15m- 

tw- 

m- 

1 2 3 4 5 8 7 8 9 10 11 12 13 14 15 11 17 

34 
a: 

25.0 ng/mL 
362. ng/mL 

07/26/2005 
ii:23:20 pn 

Ye, 
60.0 sec 
11.8 min 
NO 

I(ul-1 
11.2 min 

9961 counts 
252. cps  
10.5 min 
12.3 lain 

8 
% 
f 

S-le Index: 
4-10 T y p e :  
Concentration: 
Calculated Conc: 
Acq. Date: 
Acq. Tim: 

nodif ied: 
RT Winda: 
Expected RT: 
Use Relative RT: 

Int. TW: 
Retention Tim: 
Are.: 
Height: 
Start Tim: 
End Tim: 

-.---, , , , , , , , , , 
1 2 3 4 5 6 7 1 9 10 11 12 13 14 15 16 17 

rm. mk, 
S.mp*Ik.:%W4WMSpilrT I D . * D F W W l R C W O l ~ l m 7 , 1 m ~ .  D $ = l W  FW'07120KR.fl 
P..k Nam: 'PFOA M r m  h* h.r(n). *413.MlS.O a d  
commt - Amohm: 

5-1. Index: 36 
Supla Type: a: 
concentration: 250. ng/mL 
Calculated Cons: 661. ng/mL 450- 
Asq. Date: 07/21/2005 

a- Asq. Ti-: 12:02:29 An 

nodified: Ye,  

Expected RT: 11.8 lain 

xa 
Int. Type: UUlrUl 
Retention Tim: 11.8 miin ' 250 
Are.: 17181 counts 
Height: 365. cps 
start Ti-: 10.7 min f 2m 
End Tim: 

- 

RT winda: 6 0 . 0  rec r n ~  
Relative RT: NO 

12.6 min - 

im 

01 , , I 

i 2 3 i 5 i i i i ' i o ' 1 ' C i z ' i 3  i 4  i 5  ti i 7  
r-. mk, 

Page 6 of 9 



Analyst Version: 
Printing Time: 
Printing Date: Thu, Jul 2 8 ,  05 

€ Set No.: 071205ER 

.'071205ER.*rM. 

1-1. Index: 31 
5-1. Type: U n h m  
Concentration: N/A 
Calculated Cow: 362. n g / a  
k q .  Date: 01/21/2005 1 k q .  Ti-: 12:22:01 111 

Modified: 
RT Window: 
Expected RT: 
Use RelatlM RT: 

Int. Type: 
Retention Tim: 
-e*: 

Start Tim: 
End Tile: 

might: 

Ye, 
60.0 ,*c 
11.8 min 
NO 

11.2 u n  
9961 counts 

238. cps 
10.1 u n  
12.4 min 

11.24 

I 

2ooo- 

l a x l -  

1 0 -  

lux)- 

Mcdlfled: Y C I  
RT Window: 60.0 stc 
Expected RT: 11.8 min 
use Rcl.ti"a RT: NO 

Int. Typ: Manual 
Retention Tile: 11.3 min 
Area: 81602 counts 
Height: 2340. cps 
Start Tile: 
End Time: 12.1 mi" 

Sample Index: I1 
Sample Type: Standard 
Concentration: 10.0 n g / a  
Calculated cons: 10.1 nq/a 
Acq. Date: 01/21/2005 
Acq. Tim: 01:40:32 111 0 

w i r i d :  Ye, 
RT Windw: 60.0 ses 
Expectad RT: 11.8 min 
Us. Relati- RT: No 

Int. Typ: Ilanu.1 
Retention Tim: 11.8 min 
Ar..: 21085 counts 
Height: 812. cps 
Start Tile: 10.6 min 
End Time: 12.8 min 

- - - ,  . - .  , , 
1 2 3 4 5 E 7 8 8 10 11 12 13 14 15 18 17 

Trn .  mn 
~ - _______ ___-- 

0 

CD 
&a3 

cc3 Page 7 of 9 

Study: P760 
Instrument NO.: LC/MS/MS #9 
Analyst: A. Sheehan 

S.mp* Nanw'CCC49M4 R q '  S.& ID~'DFosM1RC~WOl~l007,  DFrlOO. F*:*0712mER.tMr 
P r k  bm: 'PFOA W r m  bn. Y.r(n): -413 M18.0 a m -  
cmmnt- hWhhT- 

Sampl.Type: Unknam 
Concentration: N/A 
Calculated Cons: 340. nq/a 
I r q .  Date: 01/21/2005 
Acq. Tim: 12:41:43 111 

Sampl. 1nd.r: 38 

-1 
Mdfied: 
RT windw: 
Expected RT: 
Use RelltiM RT: 

Int. Typ.: 
Retention Tim: 
Area: 
Height: 
Stact Time: 
End Tim: 

Y., 
60.0 ,e= 
11.8 mi" 
no 

h u l l  
11.2 mi" 

9416 counts 
250. cps 
10.7 min 
12.5 m i "  

l a x l  

Ucdifitd: Y.3 
RT Windw: 60.0 Des 

11.8 mi" Expcted RT: 
Use Relative RT: NO 

Int. Type: 
Retention Time: 
Ar..: 
Height: 
Start Tile: 
End Time: 

Ilanu.1 
11.3 mi"  

92909 counts 
2510. cps 

10.3 min 
12.6 min 

1 0 -  

lux)- 

rm- 
1W- 

"i 

-11.73 

o l , , ,  - , - _ -  , , , , , , , , 
1 2 3 4 5 (I 7 8 9 10 11 12 13 14 15 18 17 

-~ ~ T-, mn 



e Set NO.: 071205ER Study: P760 
Instrument No.: LC/MS/MS #9 
Analyst: A. Sheehan 

Analyst Version: 
Printing Time: 
Printing Date: Thu, Jul 2 8 ,  05 

SmmbNm.'-SPlk.K. S.mp*ID:'DFDgVmRCWO1O(Y1m7.1O~,DF*1C Fh:0712QSER.wW 
p I k N M . * P F D A C ~ l o n '  U.r(nl:'413.M19.0.d 
cnn*nt- AmOb(0n:- 

S-la Index: 13 
s-le Typ.: Qc 
Concentzlcion: 25.0 n g / a  
Calculated Cons: 1120. nq/a 
Acq. Datm: 07/27/2005 
Acq. Tim: 02:19:10 M Sca -1 

snnp*Nun:'C-SpibLc 6 . n p * I D . ' D F ~ C W O l ~ l ~ , l ~ ~ . D F = r W  Fh.071205ER.fl 
P..k NM;'PFo* C M r m  la' Ma.m(n]: '413.aR19.0 a d  
commt Am0btBn:- 

sample Type: w 
sampl. Index: 44 

Concentration: 250. ng/a 
Calculated cons: 1370. nq/a 
Acq. Data: 01/21/2005 
Acq. Tim: 02:39:21 

Modified: Y-L. 
RT Windor: 60.0 sec 
Expected RT: 11.8 min 
Use Relative RT: No 

Int. Type: ILlnu.1 
Retention Tim: 11.3 min 
Are.: 34228 counts 
Heiqht: 680. sps 
start Tim: 10.4 min 
End T l a :  12.9 min 

ym 'i Y., 
RT Nindoy: 60.0 1.5 

Use Relative RT: No 
Expected RT: 11.11 min 

8 

f 
1nt. T y p :  nanua1 
Rctcntlon Tim: 11.3 u n  
AI..: 272325 cants 
Height: 7220. sps 
start T h :  10.5 rmn 
End Tim: 12.8 min 

200 

1 

o l , , , . , , , . , , , , , , , , ,  
1 2 3 4 5 8 7 8 0 10 11 12 13 14 15 18 17 

11.28 

swl. Index: 45 
UnLnam 

N/A 
975. n g / a  

07/21/2005 
02:58:51 .4U 

Sample Index: 46 
Sample Type: Unknan 
Concentration: N/A 
CalcUlat*d cons: 1070. n g / a  
Acq. Date: 07/21/2005 
Acq. Tim: 03:18:29 An "1 

Po 

W 

1m i Modified: Yes 
RT Wiindou: 60.0 sec 
Expected RT: 11.8 mi" 
Use Relative RT: NO 

nodif led: res 
60.0 ses 

Expected RT: 11.8 mi" 
Use Relative RT: NO 

4m _I 1nt. Type: IWIU.1 
Retention Tire: 11.3 min 
Area: 27153 counts 
Height: 713. EPS 
st*rt Tima: 10.7 
End Tire: 12.5 2 

8 

B 
1nt. Type: *rn".l 
Retention Time: 11.3 min 
Are.: 21787 counts 
Height: 666.  sps 
Start Tin: 10.6 min 
End Time: 12.6 min 

01 . . . . . . . . , . . . , , . . ,  
1 2 3 4 5 8 7 8 9 10 11 12 13 14 15 18 17 

5-1. Index: 47 
, Sample Type: unhrdm 

01 l l l l , , , . . . . , . . , ( ,  
- 

1 2 3 4 5 8 7 8 9 10 11 12 13 14 15 10 17 

Sample Index: 48 
S a m p l e T y p e :  unhrnm 
Concentration: N/A 
Calculated Cons: 1140. ng/& 
Acq. Mt.: 07/27/2005 
Acq. T i m :  03:57:41 An 

conientrition: w A  
Calculated cons: 1010. n g / a  
Acq. Date: 07/27/2005 
Acq. Tine: 03:38:07 M 

Modified: Ye$ 
RT Window: 60.0 rec 
Exp.ct.d RT: 11.8 mi" 
use Relative RT: NO 

1"t. Type: m " I 1  
Retention Ti-: 
Are.: Z~~SI::'~C$~ .! 

II 

S min 

Sm, 

Modified: Ye, 
RT Nindnr: 60.0 scc 
Expmcted RT: 11.8 rin 
Use Relative RT: No 

8 lnt. Typ.: -"a1 
Retention Tim: 11.2 min 
Ar..: 216198 counts 
Hriqht: 7810. cps 
Start Tine: 10.2 min 
End Ti-: 12.7 lin 

?1174 
4aQ- 

am- 

, ~ .  

:I 
1 2  3 4 5 0 7 8 9 tb 

Page 8 of 9 



Analyst Version: 
Printing Time: 
Printing Date: Thu, Jul 28, 0 5  

Set No.: 071205ER 

;-1* Index: 4 9  
;-le T-: Standard 
:&nnrrihn: 25.0 ng/nL 
:alculated cons: 2 5 . 5  nghL 
k q .  Date: 01/21/2005 
Mq. Time: 04:11:20 AM 

codified: 
1T window: 60 .0  sec 
5xptct.d RT: 11.1 min 
Is- Relative RT: No 

Ye, 18m lrnl 
140- 

1x0 -  
tnt .  Type: h".l 
letenfirm Ti-: 11.8 lain 
u..: 62848 counts 

0 1 . . . . . .  . . . . , , , . . . .  
1 2 3 4 5 E 7 0 S 10 11 12 13 14 15 16 17 

T h . -  ~~ ~ 

Study: P760 
Instrument No.: LC/MS/MS # 9  

Analyst: A .  Sheehan 

conientritirm: 5 0 . 0  n g / a  
Ca1Nlat.d Conc: 411.8 ng/mL. 
Wq. Date: 01/21/2005 
kcq. Tim: 04:36:54 ml 

mdiried: Ye, am- 
RT Windar: 60.0 sec 
Expct-d RT: 11.8 l i n  
Use Relati- RT: NO 2500- 

Int .  Typ.: lluuul 
Retention Tir: 11.1 min 

Height: 
s tart  Time: 10.7 lain 
E n d  Tim: 12.7 lain 

11.2%. 

1 

Page 9 of 9 



Raw Data 



Raw Data 

163 Simple Nunc Smpk I D  Smpk Type ilution Pac4nalytc Peak Nmytc Peak Area (ccte Ccoemeption (npulated Concentration I:& Run # 
.164 SS7279 Cpllbration stnndnnlo.5 &mL Standard I O  PFOACmfirmId 2713 0.5 0.617 - 7 12MER-201 
,165 SS7278 Calibration S t a d d ,  1.0 &mL Standard 1.0 PFOACmfirmIor 3234 1 0.833 71 205ER-202 
166 SS7277 Calibration Standard 2.5 dmL Standard 1.0 PF0AConCurnl01 7510 2.5 2.6 '11205ER-203 

W 

w 

W 

I I I 
FFOA R I 1  r- 

R PFOA c d n k .  Ion 

j I /  

0 3 9 6  



W 

0 3 9 7  



Vegetation Set #3: 

Internal Chain of Custody/Fortification 
Sheets 

0 3 9 8  



W 

Exygen StodylProject No.: Protcacol No. I Matrix: 

3058 Research Drive Phone: 814-272-1039 
State College, PA 16801 Fax: 814-231 -1 580 

E A R C  t i  

INTERNAL CHAIN OF CUSTODY/FORTlFlCATlON SHEET 
FOR SOLID SAMPLES 

E 

c 

All samples were measured on: 
Balance ID: ~ Q J ! + ~ C G  3 n I Time: \\on I Date: a?/&% I Initials: 

I, 

The samples listed betow were removed from: 
CED ID’: ,5&/ I Time: 0829 I Date: o’)/o b / K  I Initials:/ru 

/ I  

After measuring samples were returned to: 
CEDID’: Fppc= 33 I Time: I g z s  I Date: 63,1&5/s I 

I A  I Set extraction/analysis data verified by I Initials/Date: I 1 cB124K 1 
I I  ’ CED = Controlled environment device; specify the type of device and number (e.g., Walk!dr Freezer 8) 

~~~ ~ 

LIBRARY ID: VOOO1399-3 

0 3 9 9  
LAB 0 RAT0 RY FORM 



nB 
E A R C H  

3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1039 
Fax: 814-231 -1 580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Exygen Study/Project Number: P760/P1131 Matrix: Veq etat ion 

STEP 1 
STEP 2 
STEP 3 
STEP 4 
STEP 5 
STEP 6 
STEP 7 
STEP 8 
STEP 9 
STEP 10 
STEP 11 
COMMEI 

= Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. 
CN and shake for -15 min. Shaker 1D:U-K 
ndition SPE Columns. (Pack with -2g of florisil, silica gel, carbon, and -1g of LC-NH2) (Condition with 20 mL methanol, 20 mL ACN) 

= Centrifuge at -2000 rpm for -10 minutes, Decant onto SPE and collect in silanized flask. Centrifuge 10:- Glassware silinized: init ialm 
= Add 20 mL ACN to 50 mL centrifuge tube, shake for -10 min. Shaker ID:- 
= Centrifuge at -2000 rpm for -5 minutes. Decant onto same SPE column and collect in the same silanbed flask. Centrifuge ID:/&- 
= Repeat steps 5 through 6 again. 

= Add 2 mL 2% ascorbic acid in methanol, mix, transfer to HPLC vial. 
= Add 3-4 drops of 1-octanol, evaporate using ro tmp at 40°C. ’ 
= Perform LC/MS/MS analysis for PFOA, PFBS, PFHS, and PFOS. 
= Perform LClMSlMS re-analysis. 

..-A 

Y 15: 
Final extracts stored in Refrigerator # 32 Initials: 8W Date: o?/,yk 

LIBRARY ID: VOOO2603-I LABORATORY FORM 



W 

c 

All samples were measured on: I 

3058 Research Drive Phone: 814-272-1039 Ewem R E S E A I? C t i  State College, PA 16801 Fax: 814-231 -1 580 

INTERNAL CHAIN OF CUSTODY/FORTIFICATION SHEET 
FOR SOLID SAMPLES 

Data Set ID: b7 IWC InitialdDate: Analysis /0'7'14 b< 

After measuring samples were returned to: I 

CEDID': r&&sr '34 I Time: 1225 I Date: 03. /0~/6e;-  I 

Data Set ID: b7 IWC InitialdDate: Analysis /0'7)14 b< 
Data Set ID: 07\30SW InitiaWDate: 

Initia ls/Date: Data Set ID: - Summary 
A- I Set extraction/analysis data verified by I InitiaWDate: 1 / r>AlZ>b.l - I 

I I  

/ [>72~( 05 
/ -' 

' CED = Controlled environment device; specify the type of device and number (e.g., Wa1kin"Freezer 8) 

Siimmatv . Data Set ID: 07\30SW InitiaWDate: 

_______~ 

LIBRARY ID: VOOOl399-3 

I &L( 05 

0 4 0 1  LABORATORY FORM 



tygerr R E S E A R C 1-1 
3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1039 
Fax: 814-231-1580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: "Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS" VOOOl784 

Exygen Study/Project Number: P760/Pl131 Matrix: Vecl etat ion 

STEP 6 = Centrifuge at -2000 rpm for -5 minutes, Decant onto same SPE column and collect in the same silanized flask. Centrifuge ID:@- 
STEP 7 = Repeat steps 5 through 6 again. 
STEP 8 = Add 3-4 drops of I-octand, evaporate using rotovap at 4o 'C.  

STEP 10 = Perform LCIMSIMS analysis for PFOA, PFBS, PFHS. and PFOS. 
STEP 11 = Perform LClMSlMS re-analysis. 

W*a 
STEP 9 = Add 2 mL 2% ascorbic acid in methanol, mix, transfer to HPLC v ' z  anb $3 ;fl 
COMMENTS: Final extracts stored in Refrigerator # % Initials: Date:# 

LIBRARY ID: VOOO2603-1 LABOWTO RY FORM 



3058 Research Drive Phone: 814-272-1039 E'(y8enm R E S E A K C t 4  State College, PA 16801 Fax: 814-231 -1580 

INTERNAL CHAIN OF CUSTODY/FORTIFICATION SHEET 
FOR SOLID SAMPLES 

'Data Set ID: 
Data Set ID: 
Data Set ID: 

Analysis 
Summary 

All samples were measured on: 
Balance ID: g-~- a I Time: l l o ~  I Date:bT/c)b/g I Initials- 

r u  

07)3osC Initials/Date: 

InitiaMDate: 
6 7 ! M S C L  Initials/Date: 

After measuring samples were returned to: 
CED ID': 34 I Time: I Date:67/&/0S I Initials: e 

\ I Set extraction/analysis data verified by I InitialdDate: I / b0133bS 1 
I 1  
V ' CED = Controlled environment device; specify the type of device and number (e.g., Walkin Freezer 8) 

LABORATORY FORM 0 4 0 3  LIBRARY ID: VOOOl399-3 



rr 
E A  RCI- I  

3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1039 
Fax: 814-231-1580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Exygen Study/Project Number: P760/P1131 Matrix: Veqetation 

LIBRARY ID: VOOO2603-1 LAB0 RAT0 RY FORM 



W 

3058 Research Drive Phone: 81 4-272-1 039 Eygem R E S E A I? C t-f State College, PA 16801 Fax: 814-231 -1 580 

INTERNAL CHAIN OF CUSTODY/FORTIFICATION SHEET 
FOR SOLID SAMPLES 

1 Exygen Study/Project No.: I Protocol No. I Matrix: I 

All samples were measured on: 
Balance ID: I Time: 1/00 I Date: o ? / a / e  I Initials: e 

I f  

CED ID': F ~ g c ~ g ~  34 I Time: 1225 I Date: 03/&,/oS I 
After measuring samples were returned to: 

I 

Analysis 
Summary I -' Data Set ID: - I InitialsIDate: I 1 - 

I I  

Set extraction/analysis data verified by I InitiaWDate: 1 I bB\2'21 0 5  I 
' CED = Controlled environment device; specify the type of device and number (e.g., Walkin Freezer 8) 

LIBRARY ID: VOOO1399-3 LABORATORY FORM 

0 4 8 5  



na 
E A R C H  

3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1039 
Fax: 814-231 -1 580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Exygen Study/Project Number: P7601P1131 Matrix: Vea etation 

~ ~~ 

LIBRARY ID: VOOO2603-1 LABORATORY FORM 



W 

Data Set ID: 07 30sc 

Data Set ID: - Data Set ID: 07\3W$Z Analysis 
Summary . 

3058 Research Drive Phone: 814-272- 
State College, PA 16801 Fax: 814-231 - 

R E S E A I? C ti 

In i ti a IsIDa te : 

I nitia IsIDate : 

1 fl7)14!W 

I e- 
I nitials/Date: .&MA 1 t d z c l o  c - 

INTERNAL CHAIN OF CUSTODY/FORTIFICATION SHEET 
FOR SOLID SAMPLES 

039 
580 

L 

All samples were rneasured on: 
Balance ID: /3- I Time: \(cx> I Date:O-)/ob/ l3r I 
After measuring samples were returned to: I .  

CED ID': Fj&;4t~ 34 I Time: I Date: @/Ab/& I 

~n I 1  I Set extractionlanalysis data verified by I InitialsIDate: I /1)81dpj I 
I I 1  

' CED = Controlled environment device; specify the type of device and number (e.g., Wal#n Freezer 8) 

LABORATORY FORM (3407 LIBRARY ID: VOOO1399-3 



nB 
E A R C H  

3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1039 
Fax: 814-231 -1 580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS’ V0001784 

Matrix: Veaetation Exygen Study/Project Number: P760/P1131 

Reagents, 
Soiutions, and EXYLIFvlS 

Inventory ID 1 Materials Used 

Florisil Z-641 
LC-NH2 

Methanal af4W 
86IQ9-W 

2% Ascorbic Acid in 

1 -0ctanol 1611% 
30% 

in Toluene Solution 
Dimethyldichlorosilane xm1q6@ 

$ Extraction Items 

Analysisltems I 
STEP 2 g3k3:ni&, ACN and shake for -15 min. Shaker ID: 
STEP 3 
STEP 4 
STEP 5 = Add 20 mL ACN to 50 mL centrifuge tube, shake for -10 min. Shaker l D : n G  
STEP 6 = Centrifuge at -2000 rpm for -5 minutes. Decant onto same SPE column and collect in the same silanized flask. Centrifuge ID:- 
STEP 7 = Repeat steps 5 through 6 again 
STEP 8 = Add 3-4 drops of I-octanol, evaporate using rotovap at 40°C. 

STEP 10 = Perform LCIMSIMS analysis for PFOA, PFBS, PFHS, and PFOS. 
STEP I I = Perform LCIMSIMS re-analysis. 

ndition SPE Columns. (Pack with -2g 
= Centrifuge at -2000 rpm for -10 minutes. Decant 

-1g of LC-NH2) (Condition with 20 mL methanol, 20 mL ACN) Do n I t col m go dry. 
flask. Centrifuge 10:- Glassware silinized: initials/Date & O $ ! q s  

$2 ( ~ ~ ~ @ )  d x k ’ n i e  
q4i l  

STEP 9 = Add 2 mL 2% ascorbic acid in methanol, mix, transfer to HPLC via? 

Final extracts stored in Refrigerator # % Initials: & Date: #/?& COMMENTS: 

LIBRARY ID: VOOO2603-1 LABORATORY FORM 



W 

. 
All samples were measured on: 
Balance ID: &1flhcc 2 0 I Time: j[OO I Date: O ~ / O ~ / ~ C  I I nitiaIs:&# 

1 

3058 Research Drive Phone: 814-272-1039 EWem R E S E A R C 1-1 State College, PA 16801 Fax: 814-231 -1 580 

INTERNAL CHAIN OF CUSTODY/FORTIFlCATlON SHEET 
FOR SOLID SAMPLES 

The samples listed below were removed from: 
CEDID': F&~G\c ,* I Time: 1 ~ 2  I Date: o7/&/&5 I Initials: 

I 1  

After measuring samples were returned to: 
CED ID': /=,jg&% 34 I Time: 12576 I Date: O ) / b b / s  I 

' CED = Controlled environment device; specify the type of device and number (e.g., Walkibkreezer 8) 

LIBRARY ID: VOOOl399-3 LABORATORY FORM 

0 4 8 9  



na 
E A R C 1 - I  

3058 Research Drive 
State College, PA 16801 

Phone: 81 4-272-1 039 
Fax: 814-231 -1 580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
FOR METHOD: “Method of Analysis for the Determination of Perfluorooctanoic Acid (PFOA) in Vegetation by LCIMSIMS” VOOOl784 

Exygen StudylProject Number: P76OlP1131 Matrix: Veaetation 

@ & = ) o O , l ~ ~  / b j  
STEP 1 = Measure 5 g of frozen sample into a 50 mL polypropylene centrifuge tube. 

Reagents, 
Solutions, and 

Materials Used* Inventory ID 

Methanol I 

Carbon kQ6019’irSl 
Silica gel 

Flori%sil ryBo Methanol mbf4702 

LC-NH2 
2% Ascorbic Acid in 

1-Octanol &a [{ 

STEP 2 
ndition SPE Columns. (Pack with -29 dflorisil, silica gel, carbon, and -1g of LC-NH2) (Condition with 20 mL methanol, 20 mL ACN) 

STEP 4 = Centrifuge at -2000 rpm for -10 minutes, Decant onto SPE and collect in silanized flask. Centrifuge ID:~Lywobl@.Z Glassware silinized: initial- 
STEP 5 = Add 20 mL ACN to 50 mL centrifuge tube, shake for -1 0 min. Shaker ID:- 
STEP 6 
STEP 7 = Repeat steps 5 through 6 againc 
STEP 8 = Add 3-4 drops d 1-octanol, evaporate using rotovap at <40’C. 
STEP 9 = Add 2 mL 2% ascorbic acid in methanol, mix, transfer to HPLC vial. 
STEP 10 = Perform LC/MS/MS analysis for PFOA, PFBS, PFHS, and PFOS. 
STEP 11 = Perform LC/MS/MS re-analysis. 

ACN and shake for -15 min. Shaker ID- 

= Centrifuge at -2000 rpm for -5 minutes, Decant onto same SPE column 

COMMENTS: 
Final extracts stored in Refrigerator # 2 Initials: & Date: o$$$ 

LIBRARY ID: VOOO2603-1 LABORATORY FORM 



Vegetation Set #3 

Data Set 071305C 

Extracted on 07/13/05 

(Analyzed on 07/19-20/05) 

0 4 4 1  



Analyst Version: 1.4.1 Exygen Study No.: P760/P1131 Page 1 of 1 
03:06:10 PM Data Set No.:  071305C Instrument No.:  LC/MS/MS #8 
Printing Date: Tuesday, JLly 19, 2005 Analyst: A. Sheehan 

_-___ __ 
.P760-1131 Isomer Separatioq 

~ 

~ 

libration Standard, 10 ng/rrl 



LC/MS/MS SYSTEM AND OPERATING CONDITIONS 

Bonsor Study No: NA 
W 

Exwen Study No: P760/P113 1 

Instrument: API 4000 LCIMSNS System, (zC/MS/MS #8) 
Turbo Ion Spray Liquid Introduction Interface 

Computer: DELL OptiPlex GX400 

Software: Windows NT, Analyst 1.4 

HPLC Equipment: Hewlett Packard (Hp) Series 1 100 
HP Quat Pump 
HP Vacuum Degasser 
HP Autosampler 
HP Column oven 

HPLC Column: 
Column Temperature: 35'C 

Therm0 Fluophase RP, 50 mm x 2.1 mm (Exygen ID MA001 8925) 

Mobile Phase (A) : 
Mobile Phase (B) : 

2 mM ammonium acetate in water (SL0014984) 
Methanol (RE0020196) 

w 
Time (min) %A - %B 

0.0 65 35 
1 .o 65 35 
8.0 25 75 
10.0 25 75 
11.0 65 35 
18.0 65 35 

Total run time = -18 min 

Flow Rate: 0.3 f i l m i n  

Injected Volume: 15 pL 

Ions monitored: 
Analvte Mode Transition Monitored 

PFBS negative 299 + 99 
PFHS negative 399 + 80 
PFOS negative 499 + 80 
PFOA negative 413 + 369 

PFOA Confirm Ion negative 413 + 219 
"C PFOA negative 415 + 370 

An a1 yst : Amy Sheehan h$ 07 I 196 
Exygen Research 
3058 Research Drive, State College, PA 16801 
Phone : (814) 272-1039 FAX : (814) 231-1580 w h 

NOTE: ALL HANDWRITTEN PEAK IDENTIFICATIONS BY hf3 1 0 7 1 2 q 0 5  



Analyst Version: 1.4.1 
Printing Time: 01:33:22 PM 

Printing Date: Monday, August 15, 2005 

Set No.: 071305C Exygen Study No.: P760 
Instrument No.: LCfMSfMS #8 

Analyst, A .  Sheehan 

-~ -______-__-_- -_ _I - -II--_ 

5972528 25.0 26.3 0713056311 * 
~1 

QualityConW 1 PFOA 

13 COO49886 Spke C DFO9VO2PAP0010041007.10 @g 'Quality Control '1 'HOA 335 0713056313 

- - - - ~  coo54391 Spke 6.10 @g 
~a~ibration StaiG'iTOTnurnL standard 1 PFOA 194021 0.500 0.347 071-312 ~ 

936. 071305C-314 1 

_ "  

- _ _ "  III-xI_I--. - -1 - - -11 ~ll l l - l l l l _ ~ -  ~- 14 COO49886 Spke D DFO9V02PAP001W41007.100 n@g. DF=10 -Quality Contrd 10 'PFOA 
15 COO49886 DFaSV02PAP0010041007 Unknown 1 PFOA ,321: 07'j3E5315- - 1  ~- -I__ 071305Wlb -1 

_- __ 
'16 COO49886 Rep 3DF09~02PAP@1~W7-  Unknown 1 PFOA 69835640 QNIA 1313. 

1 18 COO49887 Spke E DFBbVOlPAP0010041007,lO @Q QualityCartrd 1 PFOA 
I 19 COO4-988-7 Spke F- W&V51P@W~d-1~7~166  r@g,-DF=iO"-m-G TO---FFOA- - , COO49887 DF8bVOlPAP0010041007 Unknown 1 PFOA 

COO49887 Rep DFBbVOlPAP001W41007 Unknown 1 PFOA 
' 
ii Calibration Standard. 2.5 numL 2.50 3.79 0713056322 
23 coo49888 Spke G--T6=&37,10 n& QualitycCntml 1 PFOA 

17 SS7278 Calibration Standard. 1.0 n@mL Stancia&- 1 PFOA 417242 1 .00 135 071305c317 -- 1-" 

0713056-32T- 
- ~ - - ~ - ~ _ _ - _ _ ~  _-___ 

I __ -- 
s-s72TI -1- 

- - -----l_ll__ 1___111__ ---- - -_--- _ ~ _ _ _  
I 

0713056324 1 
m. 0713056325 

0713056326 
- - - -_ -_ ~ _ _ -  

1424412 5.00 5.68 

385. 
365 0713056331 

__ ___- - - ~  _^-__ - _ l _ ~ - ~ " -  _L 

34 coo49890 Spke L DF8bV02RcP001W41007.100 n@g. DF=lO Quality Contrd 10 723. 0713056334 
35 '1049890 DFBbV02RCP0010041007 U n k m  1 PFOA 234. 0713056335 

R"p DFBbV02RCP0010041007 225. 

---- _____--_- - -----__I____ 

Calibration Standard. 50 ndmL Standard 1 PFOA 10584455 50.0 47.0 0713056338 ! 

Exygen Research, 3048 Research Drive, State College, PA 16801 

Calculated Concentration (ngfmL) I [(Analyte Peak Area (counts) - 1ntercept)fSlopel x Dilution Factor 



c Study: P760 
Instrument No.: LC/MS/MS # 8  

Analyst: A .  Sheehan 

c Set No.: 071305C 
c1 

Analyst Version: 
Printing Time: 09: :14 AM 
Printing Date: Fri, Jul 22, 05 

Untitled 3 (PFOA): "Linear" Regression ("I I x" weighting): y = 2.23e+005 x + 1.17e+005 (r = 0.9944) 

. """i Os7 

.we7 1 

.MI 

9.- I 
8 . M  < 
8 . W  + 
7 . m  I 
7.ooe6 I 
6.5Oe6 

6.ooeSI 
3 

8- 5.3326; 

$ 5 . W ;  
m 

4 . m  + 
4 . w ;  

3 . m  I 
3 . W  I 
2.- : 

5.m5yy. 0.00 0 2 4 6 8 10 12 14 16 , ~ 18 , - ~ ,  
I r -7- --,- -- -*- - -1- ,--r-- 

20 22 24 26 28 3b 32 34 36 & ' & ' 4 2 ' & ' 4 6 ' 4 8 ' 5 0  
n Concentration, ng/rnL 

1 -- Page 1 of 1 
ut 



Set No.: 071305C 

Printing Date: F r i ,  Jul 2 2 ,  0 5  

Smnvin N.m 'SS727P S.mp* ID ' C m m n  Sbnd.rd. 0 5 npM' FW . 0 7 1 p X  rrM. 
m k  NM 'PFOA' Ma-) -413 DDLP 0 a m -  
cam*ne- Amwhm 

i 5-1. Index: 1 
541. Typo: Standard 
Concentration: 1 nqlmL 
Ca1Nlat.d CMC: 0 nq/mL 
Acq. Date: 07/19/2005 
Acq. Time: 04:26:02 PI4 

uditied: NO 
PTOS. Algorithm: Analyst Classic 
Bunching Factor: 10 
Noise Threshold: 11.05 spr 
Area Th.rarho1d: 85.25 cps 

0 . 2 0  iep. Width: 

Exp.  P e a k  Ratio: 5.00 
txp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windo*: 
Expected RT: 11.5 min 
U I ~  Relative RT: .a 

Int. Type: Base TO Bast 
Ret.ntlon Tim: 11.4 min 
Are.: 152030 counts 
Height: 6.06st003 sps 
Start Tim: 7.93 min 
End Time: 12.2 min 

Nm. Smooths: 5 11 sep. Height: 0.01 

25.4 

Hdified: Ye* 
RT Uindw: 60.0 sec 
Expected RT: 11.5 mm 
Uae Relative RT: NO 

Int. Type: UUlUAl 
Retmntim Time: 11.5 min 2.0.4 

Height: Start T A :  

676471 counts 
3.63et004 cps 

9.30 min f 1 . 4  
12.3 mi"  

Sample Index: 
Sample Type: 
Concentration: 
Calculated Cow: 
Acq. Date: 
Acq. Time: 

U0diri.d: 
Pros. Nqorithm 
Bunching ractoz: 
Noire Thrashold: 
Area Threshold: 
,Mu. smooths: 
bep. width: 
Sep.  Heiqht: 
Exp. P e a k  Mtio: 
Exp.  Mj. Ratio: 
Em. Val. Ratio: 

(1 Ex&cted RT: 
U s e  Relative RT: 

5 
Standard 

10 ng/mL 
11 ng/mL 

07/19/2005 
05:41:22 PI4 

NO 
Analyst Classic 

10 
17.05 sps 

85.25 sps 
5 

0.20 
0.01 
5.00 
4.00 
3.00 RT Windw: 
11.5 min 
NO 

Int. Typo: Bas. TO Base 
Retention Tir: 11.5 min 
Are.: 2572205 counts 
Height: 1.30.+005 spr 
Start T-: 8.88 min 
End Time: 12.3 mi"  

0.M 

60.0 sac- 5.0.4 

4 . M  

2.M 

1.0.4 

2 i i i 1 d  2 14 18 

Study: P760 
Instrument NO.: LC/~G/MS # 8  

Analyst: A.  Sheehan 

S.lpl. Type: standard 
Concentration: 1 nghL 
Calculated Cons: 1 ng/mL l.w 
Acq. Date:  07/19/2005 
Aca. Time: 04:45:35 PM 

Udifi.d: Y.a 
RT Windw: 60.0 sec 
Expected RT: 11.5 min 
Use RelatiV. RT: No 1 .M 

smO.0- 
Int. Type: UUllUl 
Retention Ti-: 11.5 min 
Ar..: 
Heiqht: 
Start Tfr: 
End Ti-: 12.2 min 

5mo.O 

Um.0  -.ol 
2ooo.O 

"i 
Uodified: NO 
Proc. Nporithm: Analyst Classic 
Bunchinq Factor: 10 
Noire Thm.hold: 17.05 sps 
Area Threshold: 85.25 CDI 
,Mu. smooth.: 5 
s e p .  Width: 0.20 
Sep. Hciqht: 0.01 
Em. Peak Ratio: 5.00 

8 . 3  

6.M 

5 . w  

50.4 

4.5.4 

Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Nindor: 60.0 9.6- 
Expected RT: 11.5 min 
Use Rd.tive RT: No 

2 . w  

2.0.4 

Int. Type: Exponential skim 1 .w Retention Time: 11.5 min 
1386295 counts Are.: 

Height: 1.26et004 sps 
8.51 u n  Start TI-: 

End Tim.: 11.1 min 

1 .M 
50Ca.O 

0 0  
2 4 8 8 10 12 14 18 

-. _______ ___ Tm. m*l 
&mp* Nem: -SS7274-- S.mp* lLf~c.Rbmon s b & m d  fih .07l-.*(r .. /RdNmSFO*. camnt.- 

S-1. Index:-6 

. U"): .- '413.(yILo.O arm' 

.~ ~ 

S-1. Type: Standard 
Concentration: 25 ng/mL 
Calculated CMS: 26 nq/mL 
Acq. Date: 07/19/2005 
Acq. Time: 06:01:03 P I  

nodifid: NO 
Pros. Alqorith: Analyst Classtc 
Bunching ?actor: 10 
Nois. rnrerhold: 17.05 sps 
Area Threshold: 85.25 s p r  
,Mu. Smooth,: 5 

Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. V a l .  Ratio: 3.00 RT Nindor: 

U s e  Rclativ. RT: No 

Int. Type: Base TO 8.s. 
Ratmntion Tim: 11.5 min 

5922677 c a t s  Are.: 
Neight: 3.25.+005 c p s  
Start Tim.: 9.67 min 
End Tire: 12.2 m i "  

Sap. width: 0 .20  
Sep. Height: 0 . 0 1  

Expect.d RT: 11.5 min 
60.0 

3.0.5- 

2 s -  

2.0.5- 
B 

1.5.5- 

stc q- 0.0 

2 4 8  



Analyst Version: .1 
Printing Time: 09: c 1:52 AM 

Set NO.: 071305C Study: P760 
Instrument No.: LC/MS/MS #a  
Analyst: A .  Sheehan Printing Date: Fri, Jul 22, 05 

Concentration: N/A 
Calcu1at.d Conc: < 0 
Acq. Date: 01/19/2005 
Acq. Time: 06:43:20 Pll 

5 . 5 5  

5.0.5 

4 . w  

4.095 

l?m- 

i i m -  

1000- 

gm- 

a- 

rm- 
a- 
5m- 

l4odifi.d: Y., 
RT Window: 60.0 *.C 
Exppectd RT: 11.5 mi" 
Use Relative RT: No ! l4odifi.d: NO 

Proc. Algorithm Analyst Classic 
Bunching Pactor: 10 
Noise Thr'.shold: 17.05 sps 
Ar.a Thr-rhold: 85.25 spr 

0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Fatlo: 4.00 
Exp. Val. Fatio: 3.00 RT Window: 
Expcted RT: 11.5 min 
use Relative RT: no 

B 
f 

Int. Typ.: Mn-1 
Retention T h :  11.4 min 
Are.: 80114 counts 
Height: 8.98.+002 sps 
Stazt Tim: 9.73 lin 
End Tim: 13.9 min 60.0 

Int. Type: Bas. TO Bas. 
Retmntinr Tir: 11.5 min 
Are.: 10918506 Counts 
Height: 5.68.+005 cpa 
Start Tim: 9.98 mi" 
tmd Tim: 12.8 min I 

S-1. Typm: Unknam 

Calculated cons: < 0 
Acq. Date: 07/19/2005 
Acq. Time: 01:02:51 m 

Concentration: N/A 1 

100.5- 

0.00.4- 
60.0 *e= 

4.00.4- 

3.00.4- 

1617162 counts 

11 .m. 
O m -  i i i i i o  ' 

Tim. rch 

S-le Index: 11 

. .  
2 14 18 

11.4 

1 
12 

Standard 
1 n g / a  
0 n g / a  

07/19/2005 
08:01:52 PII 

Sampl. Index: 
sample Type: 
concentration: 
Calculated conc: 
Acq. Date: 
Acsq. Time: 

~~ 

SGl. Type: pc 
Concentration: 25 n g / a  
Calculated conc: 26 ng/mL 
Asq. Data: 07/19/2005 
Acq. Ti-: 07:42:10 pw 

am- 

7000- 

am- 

3.0.5- 

2 .55 -  
Modified: NO 
PI=. Nqoiorithm h l y r t  Classic 
Bunching ractoz: IO 
Noh. Threihold: 11.05 spr 
As.. Thrashold: 85.25 cpi 
.Hum. Smoths: 5 I Sen. width: 0.20 

W4ifi.d: NO 
Pro=. AlgoriUu: h l y r t  Classic 
Bunching Iactor: 10 
Noire Threshold: 11.05 sps 
Area Threshold: 85.25 cps 
,Nu. Smooths: 5 
sep. Width: 0.20 
sep. might: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT windor: 

Us. R.lati\n RT: No 

Int. Type: Base To Base 
Retention T-: 11.5 min 

191021 counts Ar..: 
Heiqht: 7.95-+003 spr 
Start Tim: 8.66 min 
tnd Ti-: 12.2 min 

Expected RT: 11.5 mi" 

12 14 10 

2.0.5- i 1 . w .  

6 0 . 0  S.6 

s.b. Height: 0.il 
E-. Peak Ratlo: 5.00 
Kxp. Mj. Ratio: 4.00 
EXp.  Val. Ratio: 3.00 RT Window: 
Exoected RT: 11.5 mi" 6 0 . 0  

11 Us; Relative RT: NO 1.0.5- 

S . M -  

2ooo- 

1000- 

0 

Int. ~ y p :  I)... TO 8.1. 
Retantien Tim: 11.5 min 
As..: 5912528 counts 
Height: 3.25.+005 sps 

End Tim: 12.8 min 
Start Tim: 9.58 mi" 

0.0 1- -- - 
4 

-r_l__ 
6 



Set No.: 071305C Study: P760 € Instrument NO.: LC/MS/MS # a  
Printing Date: F r i ,  Jul 22, 05 Analyst: A. Sheehan 

11.m 

1 . W -  

mchin9- ?actor: 10 1 . w -  

I4odifi.d: NO 
Pro=. x1.oritha: A".?".* c,...ir 1 8; 

Noire Threshold: 
Area Threshold: 
,Num. smooths: 
Sep. Width: 
Sep. Height: 
Exp. Peak Ratio: 
Exp. Mi. Patio: 4.00 
Em. Val. Patio: 3.00 
Expected RT: 11.5 

17.05 

5 
0.20 
0.01 
5.00 

85.25 
cp' 
CP. 

RT Window: 
mi" 

6 0 . 0  

I S.0.5J 

8.0.5- 

5.0.5- 
..e- 

:::/ , , , , , ,I Us. Relativ. RT: No 

Int. Type: Bas. TO Base I ?tention T i m :  11.5 mi" 
'e.: 20951666 counts 
Siqht: 1.42e+006 cps 
art T i m :  7.08 min I End T i m :  17.5 mi" 

I 

1.0.5 

0.0 

_.... .-l._..._. ...__ .._ .______ 
3.M j Bunching Factor: 10 

Noism Thrcahold: 17.05 cp' 
Area Thrtrhold: 85.25 cps 
,h. smooths: 5 
Sep. Width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Ixp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT windw: 
Expected RT: 11.5  mi" 
US. R.i.tzw R r :  YO 

Int. T m :  Base To Base 
Retention T i n :  11.5 nin 
AT.*: 74691305 counts 
Heiqht: 4.35.+006 cps 
S t a r t  Time: 10.1 min 
End Time: 12.2 rin 

Calculated Cons: 313 n g / a  
liq. Eat.: 07/19/2005 
Acq. T i m :  09:20:19 PI4 

Calculated Cons: 321 n g / a  
&cq. Date:  07/19/2005 
Acq. T i m :  09:00:40 RL 3 . 5 8 -  

Modified: NO 
PZOS. A l g o r i t h  Analyst c lass ic  3 . w -  
Bunching Pactor: 10 
Nois. Threshold: 17.05 cps 
Area Threshold: 15.25 cp3 2 . 5 8 -  
,Num. Smooths: 
Sep. Width: 
Sep. Height: 2 . w -  ; 

60.0 stc- 
Expected RT: 11.5 min 
Use Relative RT: No 

IDt. Type: 8.1- TO Base 
Retention T i m :  11.5 min Retention T i m :  11.5 pin 

69835640 counts 
4.00.+006 cps 

Are.: 71568996 =-ti 
Height: 4.06et006 cpi 
Start TIP.: 10.1 min S t a r t  T ime :  10.0 mi" 
End Time: 12.2 min 

1 I . L .  'YL.'. 
1.0.8- 

5.0.5- 

- 
2 4 E 8 10 12 14 18 

0.0 

Area Threshold: 85.25 cps 2 . 5 8 -  

2 . w -  
Sep. Width: 0.20 
Sep. Height: 0.01 

, N m .  S m t h s :  5 

Ixp. Pm.k Ratio: 5.00 
Ixp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windw: 60.0 1.58.  
Expected RT: 11.5 min 

1.0.84 

P u k  Nmm: 'PFOA' M-): ' 4 1 3 . m . O  m d  P-k N.m: 'PFM' uu(u): '413.WXa.O .M 
comnnt- Lnnmtf0n:- 

l e  Index: 17 le Index: 18 
S&l. T p :  Standard 
Concentration: 1 n g / a  
Calculated Cons: 1 n g / a  
Asq. Date: 07/19/2005 
Acq. T i m :  09:39:59 PI1 1.W 

Hodified: Y.3 1.404 
RT windar: 60.0 sec 
Expected RT: 11.5 min 
Us* R a l l t i M  RT: No 1.2.4 

Ar..: 417242 counts 
Height: 1.71er004 cps 
Start T i p . :  
End T i m :  12 .4  min 

Ilom.0 

l o r n 0  

m . 0  

0.0 

5-le T m :  w 
Concentration: 25 n g / a  
CalNl.ted Conc: 435 n q l a  
Asq. Date: 07/19/2005 
Acq. Tim: 09:59:36 PI4 

N0difi.d: NO 
Pmc. Ngorithm: Analyst Cl.rais 
Bunching Factor: 10 
M i l t  Threshold: 17.05 cps 
Area Thrmrhold: 15.25 SDI 
,Num. Smooths: 5 I E m .  Peak Ratio: 5.00 

Sep. Width: 0.20 
ssp.  Height: 0.01 

IG. Mj. Ratio: 4.00 
Exp. Val.  Ratio: 3.00 RT Windar: 
IXp.Ct.d RT: 
Use Relative RT: No 

Int. Type: 8.s- TO Bas. 
Retention Ti-: 11.5 min 
Ar*.: 96931411 count3 
Heiaht: 5.32.+006 SDS 

11.5 rin 

10.2 d. 
12.2 min 

1 2 I 4 5 6 7 8 0 10 11 12 13 14 15 18 17 

50.8 

4 5 8  

4 . M  

3 . 5 8  

1.584 

11.47 

1 
11.* 1 

1 .w 

5.0.5 

0.0 10% 
2 4 8 6 10 12 14 18 
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Printing Time: 09: 1:54 AM 
Analyst Version: Set NO.: 071305C Study: P760 

Instrument No.: LC/MS/MS # 8  
Printing Date: Fri. Jul 2 2 ,  05 Analyst: A. Sheehan 

SamhN.m:'-7Spil;.P S~mp*ID'OFllbWlPAPmlUYlm7,1~np)p,DF=lC F L : W l S O X . H  S.mp* h : * C O O U B T  Jurp* ID'DF8bWlPAPmlUYlKT FY.:W1305c.M 
P r k  N*m: PFOA. Mal(..): '413.M(O.O 
Comnnt- Anwmmn:- 

F-1- Index: 19 
oc 

Concentration: 250 nq/a 
calculatd cons: 1460 n q / a  
Acq. Date: 07/19/2005 
Acq. Tim: 10:19:14 PU 

Uodified: 
PTOS. Alqorithm: 
Bunching F.ctoz: , Neise Threahold: Area Threshold: 
,NIP. smooths: 
Sep. Width: 
Sep. Height: 
Exp. Peak Ratio: 
cxp. Adj. Ratio: 

Expected RT: 
us. Relative RT: 

cxp. v.1. R.tio: 

Inf. Type: va11.y 
Retention Tim: 11.5 lin 
Are.: 32606161 c-ts 
Height: 2.11e+006 spr 
Start TIY: 6.22 lin 
End Tim: 16.7 nin 

NO 
An.1yrt cl.o,is 

17.05 qs 
10 

85.25 spa 

0.20 
0.01 
5.00 
4.00 
3.00 RT winda: 
11.5 min 
NO 

6 0 . 0  

2 . w -  

1 . m -  

1 . M -  

?.*., 

"i Concmtration: W/A 
Calculated ConE: I26 nq/mL 
Acq. Date: 07/19/2005 
Acq. Ti-: 10:38:56 P n  

nodified: NO 
Proc. Algorithm: Analyst classic 
Bunching ractoz: 10 
Nois. Threshold: 17.05 cpi 
Area Threshold: 85.25 cpi 
,NIP. S-thS: 5 
sep. Width: 0.20 
Sep. Height: 0.01 
cxp. Peak  Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Cxp. Val. Ratlo: 3.00 RT W m n d a :  
CXp.ct.d RT: 11.5 min 
Use Relative RT: No 

, , , , , r l ,  , , 

=.=- 0.w 

Int. T w :  Base TO Ba3e 
Retention Tim: 11.5 l i n  
Are.: 94931069 counts 
Height: 5.24cr006 sps 
Start Time: 10.1 l i n  
End T h :  12.2 lin 

4 . w  

2 . w  

0.0 
2 4 0 8 10 12 14 18 

11.47 

I 

ated Cone: 4 n g / a  

Acq. T h :  11:18:16 PU 

60.0 sac 
11.5 mi" 

16. ~dj. Ratio: 1.00 
Exp. Val. Ratio: 3.00 
Expmcted RT: 11.5 
Use Relative RT: Wo 

I I4odifi.d: NO 
PTOC. Algorithm: lull1y.t 
Bunching ?actor: 10 
Noise Threshold: 17.05 
Area Threshold: 85.25 
,h. smooths: 5 
scp. width: 0.20 
Sep. Height: 0.01 
E m .  P e a k  Ratio: 5.00 

ChSSiC 

cpr 
sps 

UT winda: 
min 

Int. Type: Bast TO Bare 
Retention Ti-: 11.5 min 
Ar..: 90939199 Counts 
Height: 5.001t006 spr 
Start TIY: 10.1 mi" 
End Time: 12.2 min 

i 
60.0 set- 

40.(1 

3L(I  

3 w  

2 5 8  

20.6 

1- 

1C.E 

5- 

0 0  

11 os, 

2 4 (I n_ i o  14 18 

Int. T w :  mnu.1 
Retention Tim: 11.5 nin 
Area: 961364 Counts 
Height: 3.71.1004 spa 
Start TIY: 7.90 min 
End Tim: 13.3 nin 

I1 S-1s Index: 23 
S.41. Type: 
Conct"tr.tlM: 
Ca1Nlat.d Conc. 

Acq. Tim: 

I4odifl.d: 
P r o c .  AlqoriU.: 
BunChl"9 r.ctoz: 
Not.. Threshold: 
Axe- Threshold: 
.h. sDooth,: 
Sep. Width: 
See. Height: 
Cip Peak  Ratio: 
Cxp. Ad]. Ratio: 
cxp. V.1. Ratio: 
Expected RT: 
Us. Relati- RT: 

Acq. 0.t.: 

oc 
25 n g / a  
223 ng/& 

07/19/2005 
11:31:51 PU 

NO 
mn1yrt c1.rris 

10 
17.05 cpr 

85.25 spr 

0.20 
0.01 
5.00 
4.00 
3.00 RT winda: 
11.5 min 
NO 

Imt. Typ: v.ll*y 
Retention T h :  11.5 min 

Haiqht: 3.00.+006 cps 
Stact T h :  10.0 min 

49847301 counti 

60.0 

.- 
Sample Index: 24 

Concentration: 250 n g / a  
Calculated Cons: 601 n g / a  
Acq. Date: 01/19/2005 

1.47 s-le Typ.: oc 11.46 

2 . M  - 
2.696- Acq. Tim: 11:51:29 PU 

2.400- 

2%- 

2 . w -  Noire Threshold: 17.05 sps 

".- 
Modified: NO 

Bunching ?acto=: 10 

Area Threshold: 85.25 sps 

Pro=. Algorithm: Analyst classic 7 . w -  

11.0.5- 
hn. smooths: 5 
'p. Width: 

:p. Peak  Ratio: 5.00 
p. Adj. Ratio: 4.00 
p. Val. Ratio: 3.00 RT Wind-: 60.0 s.5- 

bp. Height: 0.20 0.01 .i ;;- 
5.095- 

EXp.ct.d RT: 11.5 mi" 
UIe Relativ. RT: No 

0.0.5 - 
8.0.5- 11.05. IM. Type: 1111. TO Bas. 2 . w -  

Retention Ti-: 11.5 min 

miqht: 9.401t005 cps  
Start Tim: 6.53 min 

1 . w -  

End Tim: 16.7 min ' 0.0 

4 . w .  Are.: 13195888 counts 
2 w -  

0.0 L, 
2 4 11 0 10 12 14 111 

10.52. 
2 4 0 0 10 12 14 111 

~ rm,mh_ ~ ~~ ~~~~ ~ ~ ~~ ~~ ~ ~~ ~ T m .  mk _.._ ~ _ _ ~  
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Set NO.: 071305C Study: P760 
Instrument No.: LC/MS/MS $ 8  

Analyst: A. Sheehan Printing Date: Fri, Jul 22, 0 5  

8nnp* hm: 'CW4SUM R.p' Saw ID: 'DFLlbMlRCWOlD241007 Fib: V 7 1 5 m c . M  
P n k  NM: 'PFOA' YHn). '413.0,3€9.0 mr 
cannmt- hbbn. -  

s-1. Index: 25 11-1. Index: 26 
S-lt Type: Unkn- 
Concentration: N/A 
Ca1culat.d Cons: 222 n g / a  
Acq. Date: 01/20/2005 
Acq. Tlm: 12:ll:Ol M 

s&pl.~yl~: u n k m  
concentration: N/A 
Calculated Conc: 212 nqla 
Acq. Date: 01/20/2005 
Acq. T-: 12:36:46 ml 

nodif ied : NO 
PZDC. Algorithm: Analyst Clasric 
Bunching ?actor: 10 
Noire Threshold: 17.05 cps 
Area Thzeshold: 85.25 sps 
,NIP. SIDoths: 5 
Sep. Width: 0.20 
Sep. Height: 0.01 
Exp.  Perk Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 

U I ~  Relativ. RT: No 
Expected RT: 11.5 mi" 

2 . m  

2 . m  

2 . M -  

2 . M -  

2.0.8- 

1 . m j  

nodif ied : NO 
Pr06. Alqorith Analyst Classic 
Bunching ?actor: 10 
Noire Threshold: 17.05 cps 
LIea Threshold: 85.25 c p s  
,Nm. Smooths: 5 
see. width: 0 . 2 0  
Sep. Height: 0.01 
Ixp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
~ x p .  v.1. Ratio: 3.00 RT winda: 
Expected RT: 11.5 mi" 

60.0 s.5- 1'2*1 
1 .M 

8.M 
Use Ralativ. RT: NO 

6 0 . 0  

Int. Tm.: 11.1- TO Base 
Retention T h :  11.5 mi" 
Are.: 49631130 Counts 
might: 2.92s+006 cpr 
start Tim: 10.1 mi" 
End Time: 12.2 mi" 

S a m  am: 'ssmk sMp* ID: 'cahtbn smndmrrl. 5.0 WL- 
P n k  hm: 'PFOA' U.r(..): '413.oRBg.O *w 
comnnt- Am0btia.- 

Sample Index: 
S-le T p :  
CO"CMtz.tion: 
calculated CMS: 
rr, mt.. 
Acq. Time: 

6.0.5- 

4 . M -  

2.0.5- 

0.0 
2 4 6 8 10 12 I 4  16 

RstMtibn T h :  11.5 min 
Az..: 47262880 counts 
Height: 2.83e+006 cps 
Start Time: 8.02  mi" 
EndTim: 12.2 mi" 

16 
~- 

FW. V715mc *lirr 

27 
standard 

5 ng/mL 
6 ng/mL 

" 7 / 2 " / 2 0 " 5  
12:56:28 M 

Sa!&- T p :  w 
Concentration: 25 ngtmL 
Ca1culat.d cons: 389 nglmL 

Icq. Tim: 01:16:10 M 

1 

NO 
Analyst 

10 
11.05 

85.25  
5 

0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

Cl...iC 

Spr 
=Pa 

5.M 

Ucdified: Ye, 
RT Window: 60.0 sec 
Expected RT: 11.5 min 
Use Relative RT: NO 

Uodified: 
Pro=. Algorithm: 
Bunching Factox: 
Noise Thr.rhold: 
Area Threshold: 
,Num. smooth,: 
Scp. Width: 
Sep. Height: 
Exp. Peak Ratio: 
Ixp. Mj. Ratio: 
EXp. Val. Ratio: 
Expected RT: 
Use Relative RT: 

Int. Type: mUnu.1 
Retention Tim: 11.4 min 
Az..: 1424412 counts 
Height: 1.43e004 cps 
Start T h :  8 . 6 0  mi"  
End Time: 12.5 mill 

sec- i 4 w -  

f 3 . L  

2.M- 

1 . M -  

RT Window: 
mi" 

60.0 

1 1 .m, Int. T p :  Bare TO Base 
Retention T h :  11.5 min 
Area: 
Height: 5.04.+006 cps 
Start Tim: 10.1 mi" 
End Tim: 12.2 mi" 

86680092 counts 

L_ 

12 13 14 15 16 17 

1 

_.-- 1 1 
2 4 6 8 1 0  

,I 

2 14 16 

s-1. Index: 
S..pl. Type: 
concontntion: 
ca1Cu1.ted cons: 
Acq. Date: 
Asq. Tim: 

29 
pc 
250 ndmL 
1305 ng/mL 

07/20/2005 
01:35:47 M 

11.47 

I 
30 

U n k n m  
N/A 

01/20/2005 
01:55:30 M 

385 nqlmL 

Sample Index: 
Sample Type: 
concentration: 
Calculated CMC: 
Acq. Date: 
Acq. Tim: 

11.45 
I 

4 . M  

4.0.6 

3.5.0 

Xdified: wo 
Pr05. Algorith Analyst Classic 
Bunching Cactoz: 10 
Noire Threshold: 11.05 cps 
Area Threihold: 85.25 cpr 
,-. Smooths: 5 
Sep. Width: 0.20 
Sop. Height: 0.01 
Ixp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT window: 
Expcted RT: 11.5 min 
Use Relati- RT: NO 

Int. Type: v.11.y 
Retention T h :  11.5 min 
-*a: 29165507 Counts 
Height: 1.98e+006 cpr 
Start T h :  10.0 min 
End Time: 14.6 pin 

n0difi.d: NO 
Ptoc. N g o z i t h  Analyst Classic 
Bunching ?actor: 10 
Noise Threshold: 17.05 cps 
Azea Threshold: 85.25 sps 
,Nm. Smooths: 5 
5.p. Width: 0.20 
sep. might: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 IT Window: 
6rpeet.d RT: 11.5 min 
Use Ralativ. RT: No 

5-iT 0.0 2 4 0  
2 4 6 8 I O  12 14 16 I _ _  
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Set NO.: 071305C Analyst Version: 
Printing Time: 

Study: P760 
Instrument NO.: LC/MS/MS # E  

Printing Date: Pri, Jul 22, 05 Analyst: A .  Sheehan 

- 

swl. Index: 31 
Sample Type: Unkn- 
Concentratim: N/A 

Asq. Date: 07/20/2005 
Acq. Time: 02:15:11 M 

Ca1culat.d cons: 365 nglrr. 4.- .- 
S&le T y p . :  Standud 
COnce"tr.tim: 10 ng/mL 
Calculated c-: 11 ng/mr. 
Acq. Date: 07/20/2005 
Acq. T i m :  02:34:54 An 

1.10.5 

( . a 5  

3 . w  
Modified: NO 
P r o s .  N g o r i t h  h l y s t  c l a s s i c  
Bunching ?acto=: 10 
Noire Threshold: 17.05 cps 
Area Threshold: 85.25 spr 
. N m .  smooths: 5 
Sep. Width: 0 . 2 0  
Sep. Height: 0.01 
Exp. P e a k  Ratio: 5.00 
Wm. Mj. Ratio: 4.00 
Exp. Val. Patio: 3.00 RT windor: 
Expestd RT: 11.5 min 
US* Relative RT: NO 

I Modified: NO 
P r o s .  Nprithm: Analyst Classic 
Bunching ?acto*: 10 
Noise Threshold: 17.05 cps 
Arm= Threshold: 115.25 spr 

0.20 
sep. Hmlght: 0.01 
Exp. P e a k  Ratio: 5.00 
Erp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windov: 
Expcted RT: 11.5 nin 
use Relative RT: NO 

In t .  Typ.: Bas. TO Bas. 
Retention T i m :  11 .4  min 
Are.: 81391265 counts 
Height : 4.77er006 cps 
Star t  T i m :  9.91 min 
End T i m :  12.2 pin 

3.m 

60.0  set- i 1:: 
1 5 d  

1 .M 

5.0.5 

0 0  

1 l .M  1°C. Type: Baa- To Base 
Ret .n t im Time: 11.4 min 

2463709 Counts 
Height: l.lSS+005 
Stazt Time: 1.39 x 

12.8 min 
2 4  

, lWr&, OF-1r Fb. '071305c.b &* Nom: .cm481)80-€& 
Puk bm: 'PFM- r*u(u) 

s a l e  1nd*x: 31 

i 
2 4 1 1 8 1 0  2 14 111 14 111 

33 
ac 
25 ng/mL 
236 ng/mL 

07l2012005 
02:54:38 An 

sample Index: 
s u p l a  Type: 
conc.ntr.tim: 
Calculated Cmc: 
Asq. narc: 
Asq. T i n :  11 

S&le Typ. :  a 
Concentration: 250 n g l a  
Calculated cmc: 723 ng/mL 

Acq. T L r :  03:14:20 An 

NO 
mAna1yst 
10 
17.05 

85.25 
5 

0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

nodified: NO 
P r o s .  N g o r i t h  Analyst Classic 
Bunching ?actor: 10 
Noire Threshold: 17.05 cps 
Area Threshold: 85.25 cpr 
,Mn. Smooths: 5 
Sep. Nidth: 0.20 
sep. Height: 0.01 
Cxp. P e a k  Ratio: 5.00 
Exp. Mj. Ratio: 1.00 
Exp. Val. Ratio: 3.00 RT window: 
Expected RT: 11.5 min 
Use Relative RT: NO 

1nt. Type: v.11.y 
Retention Time: 11 .4  mn 
Ar.a: 52711335 counts 
Height: 3.10e+006 cps 
Start Time: 3.57 min 
End Time: 12.2 min 

P r o s .  N g o r i t h  
Bunching Factor: 
Nois. Thrmrhold: 
Area Threshold: 
,Nm. Smooths: 

Exp.  P e a k  Patio: 
Exp. Mj. Ratio: 
Exp. v.1. n.tio: 

Us. Relative RT: 

valley 
Retantim T i m :  11.5 min 

16202334 counts 
1.12e+006 cps 

5.55 min 
14.2 nin 

2 14 11 

Z M -  ; 1.54: 

s.5- 

1 . M -  

7 00.5- ; 600.5: 

5.00.6- 

4.00.6- 
60.0  set- 6 0 . 0  RT Ninda;  

min 

I 1  03 

I 10.52.i 
2 4 8 8 1 0  

7 0.0 -- 
I~_ . . ~ ~ ~ . ~ .  - . ~ 

w~Gm!-- &mp* ID:;DF&QZRCFW~W~~W~- Fb.-o7iy)5c.w1r ~ ~ 1 ,k Nam: T F M '  
c o m n t -  +nnohhm- 

Sample Index: 35 
Sunple Type: unknam 
COncentratiM: N/A 
C.1dat.d CMC: 231 ng/mL 
Acq. Data: 07/20/2005 
Acq. T i m :  03:33:511 M 

Modified: NO 
PTOC. Ngorithm: Analyst Classic 
Bunching ?actor: 10 
Noir. Threshold: 11.05 cps 
Area Threshold: 115.25 cps 
,NUT.. smooths: 5 
Sep. Width: 0.20 
sep. Height: 0.01 
t ip .  P e a k  Ratio: 5.00 
Ixp. Mj. Ratio: 4.00 
IXp. Val. Ratio: 3.00 RT Nindoy: 
Expected RT: 11.5 mi" 
U9c Relative RT: No 

Int.  Type: v.11.y 
Retmntim T i m :  11.5 min 
Are.: 52117601 counts 
Height: 3.09c+006 cps 
S t a r t  T ime :  10.1 l i n  
Md T i m :  12.2 min 

-413 m . 0  m d  

3 . M -  

2.54- 

2 . M -  

Modif ied: NO 
P r o s .  Ngorithxc Analyst Clar r ic  
Bunching ?acto=: 10 
Noire Threshold: 17.05 cpr 
Area Threshold: 85.25 EPI 
, N m .  Smooths: 5 
Sep. Nidth: 0.20 
5.p. might :  0.01 
Exp. P e a k  Ratio: 5.00 
Cxp. Mj. Patio: 4.00 
Cxp. Val. RAtio: 3.00 RT Windor: 
Expected RT: 11.5 mi" 
Use RelatiY. RT: No 

.; l.+ 

60.0 s.5- 
1 . M -  

6 0 . 0  

~ 

1 l l .& I I In t .  T-: V.11-Y 
aetentibn TU: 11.3 min 
Are.: 50090193 counts 

3.01*+006 cps Height: 
Start Time: 5.03 nin 

5 7  0 0  . . , , 12.2 min 



Analyst Version: 
Printing Time: 
Printing Date: Pri, Jul 2 2 ,  05 

Set NO.: 071305C 

Saw Na-: '887274- surp* ID: %a- 8bnd.d. 25 FW V7lasC.M 
p r k  Nm: 'PFOA' U.r(n): '413.VSS.O amf 

s-1- 1nd.x: 37 
s.ppls Type: standard 
Concentntion: 25 n9l.l 
Calculated conc: 24 n q / a  
Ass. Date: 07/20/2005 
Asq. Ti-: 04:13:19 AU 

ndified: NO 
PLOS. Algoritk malyat Classic 
BuncNnv ?actor: 10 
Noire Threshold: 17.05 cpr 
r e a  Threshold: 85.25 cps 
,Nm. Smooths: 5 11 Sep. Width: 0.20 
sep. might: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 l i n  
UJ* Relative RT: No 

Int. Type: Bare TO Base 
Retention The: 11.5 min 
AI..: 5527250 counts 
Height: 2.93e+005 cps 
Start Tim: 6.19 min 
End Tire: 14.0 mi" 

2 w -  

2 w -  

2 M -  

22.5 

20.5 

I C s  

60.0 scc- 12.5 
10.5- 

ow- 
(iw- 
4 w -  

2w- 

2 I 4  I8  

Study: P760 
Instrument NO. : LC/MS/MS # a  
Analyst: A .  Sheehan 

SrnplC 1nd.x: 38 
S-le Type: Standard 
consentr.tion: 50 n q / a  
Calculated conc: 47 ng/a 
Xcq. Date: 07/20/2005 
Xcq. The: 04:32:57 An "i 
n d i f  ied: NO 
PLOC. Nqorithw Analyst Classic 
Bunchin9 Factor: 10 
Noise Threshold: 17.05 sps 
&rea Threshold: 15.25 cps 
,w. smootha: 5 
Sep. Width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 
Uae Relative RT: No 

Int. Type: Bas. TO Base 
RetentiM The: 11.4 l i n  
w..: 10584455 counts 
Height: 5.10e+005 cpi 
Start Tir: 6.44 min 

60 .o  
sac- i 

4.5.5 . - j  
3.55 

3.0.5 

2 . 5 5  

2.0.5 

I .55 

1.0.5 

5.094 

12 I 4  18 

8 

E 3  
2\3 

cfb Page 7 of 7 



Analyst Version: 1.4.1 Set NO.: 071305C 
Printing Time: 01:33:46 PM 

Printing Date: Monday, August 15, 2005 

Exygen Study No.: P760 
Instrument No.: LC/MS/MS #8 

Analyst: A. Sheehan 

6 SS7274 

-- 
Unknown 1 P F O A c o n f i i r m l o n * O ~  

15 coo49886 DFO9VO2PAP0010041007 Unknown 1 PFOA confirm lon 6737133 , ~ ~ ~ - - ~ - - -  
DFO9VO2PAP00 10041 007 PFOA confirm lon &c 

21 COO49887 Rep DFBbVOlPAPW10041007 
22 SS7277 Calibration Standard. 2.5 r@mL 
23 coo49888 Spke G W B b V O l R C P W ~ i t b 7 , l O  n@g 
24 COO49888 Spke H DFBbVO1RCP0010041007.100 ngg, DF=lO Quality Ccntrd 10 PFOA Canfirm lon 717773 

-I -I -~ 
-____I___-- _ _ _  

28 COW9889Spke I DFBbV02PAP0010041007,lO ngg 

standard 1 PFOA-~~~~~GI  lon worn 0713056332 
Qllality Control 1 PFOA ccnfirm h 4476412 

- """ 
Calibration standard. IO d m L  " " 

Unknown 1 PFOAConfiirmkm 4335966 0713056336 

Standard 1 PFOA confin lon W 2 B -  500 46.5 071 3056330 
I_ - __l_______ll_- - __- 

Exygen Research, 3048 Research Drive, State College, PA 16801 

Calculated Concentration (ng/mL) - [(Analyte Peak Area (counts) - Intercept)/Slopel x Dilution Factor 

0 4 2 3  



Study: P760 
Instrument No.: LC/MS/MS # 8  

Analyst: A.  Sheehan 

Set NO.: 071305C 

__ h b  -. 07124d  Printing Date: Fri, Jul 22, 05 

Untitled 3 (PFOA Confirm Ion): "Linear" Regression ( 1 I x" weighting): y = 6.41e+003 x + 4.43e+003 (r = 0.9954) 

, 1 1 1  , _ / I , ,  , , I 0.0 
0 ' 2 4 6 8 I O  12 14 16 18 20 22 24 26 28 

Concentration, ng/rnL 

Page 1 of 1 



Set lo.: 071305C Analyst Version: 
Printing Time: 

Study: P760 
Instrument NO.: LC/MS/MS # 8  

Printing Date: Fri, Jul 2 2 ,  05 Analyst: A. Sheehan 

Sa& Type: Standard 

Calculated Cons: 1 nq/mL '250- 
Asq. Date: 01/19/2005 
Asq. T i m :  04:45:35 PII 

nodifled: Yes 
RT Window: 6 0 . 0  sec 
Expectad RT: 11.5 u n  
Us. Rlla t lY.  RT: No 

c0nc.ntr.tion: 1 nqhL 

sm- 

250- 

I :onsentration: 1 w/mL 
:.lcuhted Cons: 0 ng/mL 
k q .  Date: 01/19/2005 
kq. T l l l :  04:26:02 PU 140 

rodified: Y.. 
XT Windor: 6 0 . 0  ses 
Ixpected RT: 11.5 min 
JIC Relative RT: No 

tnt. Type:  II.n-1 
h t u l t i o n  T i m :  1 1 . 4  min 
-ea: 6352 Counts 
<eight: 1.36e+002 cpr 
Start  Time: 10.1 mi" 
Cnd T i m :  13.0 min 

10.81. 

105Q I 

sa&. Type: Standard 
Concentration: 3 nq/mL 
Calculated Conc: 2 ng/G 
.rq. Date: 0?7/1?12"5 
k q .  Time: 05:05:11 PI4 

nodified: Y.* 
RT Window: 60.0 sac 
Expected RT: 11.5 pin 
Us. RmlatiV. RT: No 

Retention T i m :  11.5 min ' 
we.: 19313 counts 
Height: 8.40e+002 cpr 
s t a r t  Time: 
End T h e :  12.2 min 

Int. Typa: I&UlU.l 

&le Type: Standard 

calculated Conc: 6 nq/mL I -4 .  D;ta: 07/19/2005 
[ luq. Time: 05:21:41 PU 

Concentration: 5 ng/mL 

Modified: NO 

Bunching ractor: 10 
Noire Threrhold: 1.05 cps 
A r m .  Thre;rhold: 5.26 sps 
,Nm. S-Us: 5 

Exp. Peak Ratio: 5.00 

Exp. Val. Ratio: 3.00 RT Window: 
Exp.ct.d RT: 
Use Relative RT: NO 

Pro=. Algorithm: Analyst c1.nzic 

sep. Width: 0.20 
sep. Height: 0.01 

mp.  Adj. Rltio: 4.00 

11.5 min 

3.c- i 
6 0 . 0  

1 0 s  

I Int. Type: 1 Retention T h :  
*.a: 

Valley 
11.5 min 

40132 counts 
1.84et003 cps 

9.33 mi" 
12.0 min 

Height: 
S ta r t  T i m :  
End T h :  

12 13 14 15 16 17 

1- Index: 5 l e  Index: 6 
Sample Typ.: Standard 
concentr.tion: 10 nghL 

kq. Date: 01/19/2005 
Acq. T i m :  05:41:22 PU 

calc"l*ted cons: 11 ng/mL 
11.47 

I 
S G l t  Type: Standard 

25 nglmL cmcult..thn: 
Calculated Con=: 26 ng/mL 
Asq. Date: 01/19/2005 
luq. Time: 06:04:03 PU 

11.47 

Modified: NO 
Pros. Alqori- Analyst Classic 
Bunching ractor: 10 
Noise Threshold: 1.05 cps 
Mea Threshold: 5.26 cps 
, N m .  Smoth$: 5 
Sap. width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 60.0  
Expected RT: ' 11.5 min 
Us. Relativ. RT: No 

Int .  Type: Base To Bare 
Retention Time: 11.5 min 
k..: 15819 counts 
Height: 3.16e+003 cplr 
Stazt Time: 8.14 min 
End T i r :  13.4 min 

no 
luu1yrt  

10 

5.26 
5 

0.20 
0.01 
5 . 0 0  
4.00 
3.00 
11.5 
NO 

1.05 

25m- 

2mo- 

15m- 

100-  

m- 

0- 

uodiried: 
Prw. A l q o r i t h  
Bunching ractor: 
Noire Thhreshold: 
Are. Threshold: 
,m. Smooths: 
Sap. Width: 
Sip. Weiqht: 
Bxp. Peak Ratio: 
Exp. Mj. Ratio: 
mp. v.1. R.tio: 
Expected RT: 
Use Relative RT: 

3.c- i 
RT Window: 
min 

60.0  

Int. Type: v.11.y 
Retention T i p . :  11.5 rin 
AI..: 112114 counts 
Height: 7.91m+003 sps 
Star t  Tim: 8.411 min 
End T i m :  14.2 min 

I 4  16 

~ 

Verified by: 
Page 1 of 7 nitials: % ~ ; t '  p~rlk 

Sample h d o  x : To: SR 



Printing Date: Pri, Jul 2 2 ,  0 5  

Set No.: 071305C 

sample Index: 7 
Suple Type: Standard 
Concentration: 50 nq/& 
calculated Conc: 50 nq/a 
k q .  Data: 07/19/2005 
k q .  Ti.*: 06:23:12 PM 

nodified: NO 
Or-. Ugorith: Analyst Classic 
Bunching ?actor: 10 
!?list Thrr.Iheld: 1.05 cppl 

Area Threshold: 5.26 cps 
,m. smooths: 5 

Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windov: 
Expected RT: 11.5 min 
u,* Relative RT: NO 

Int. Typ.: Bas. TO 1Us. 
Retention Tim: 11.5 min 
Are.: 326301 c m t s  
Heiqht: 1.50et001 spr 
start Tim: 7.50 min 
End Tire: 12.9 mi" 

sep. Width: 0.20 
Sep. Height: 0.01 

60.0 

1 w -  
1 w- 
1 a+ 
11.4- 

BmoO 

s.5- - 0  

- 0  

X m O  

2oooO iiL r m o  0 0  

10.95 

4 2 14 16 
T i .  rr&l 

&np* bm: 'Rnp.nt COntDT &.mp* I D  'ux)wol COntDT F k :  '071soX.*wT 
P n k  Nm: 'PFOA Conhm la* 
camnt- hm0hmIl:- 

SamplcType: unknnm 
Concentration: NIP. 
calculated Cons: 0 nq/& 
Acq. h t a :  07ii^.iiOOS 
Acq. Tim: 07:02:51 PU 

nodified: Yes 

Y.4"): *413.MlS.O a d  

sample 1nd.x: 9 

IV I 

11.47 

0 , , , , , . , . . . I , . . , . ,  

1 2 3 4 5 8 7 8 0 10 11 12 13 14 15 18 17 

Sample 1nd.x: 11 
S w l t  Type: Qc 
Conc.ntration: 25 n q l a  
Caldatcd cons: 26 nq/& 
licq. Date: 07/19/2005 
Acq. Time: 07:12:10 PM 

"i 

nodified: NO 
Pro=. Algorithl: Analyst Classic 
Bunchinq lactor: 10 
Noire Threshold: 1.05 cps 
Ar*a Threshold: 5.26 spr 
,Nm. Smooths: 5 
Sep. Width: 0.20 
Stp. Heiqht: 0.01 
Exp. Peak Ratio: 5.00 
E-. Mj. Ratio: 1.00 
Exp. Val. Ratio: 3.00 RT Windou: 
Expectad RT: 11.5 min 
Use Relative RT: No 

Int. Type: mse To Bas. 
Retention TU: 11.5 min 
Ar..: 170111 counts 
Height: 8.06e+003 cps 
Stazt Tip.: 8.85 min 
End Tim.: 12.8 mi" 

60.0 
.e=- i 

Study: P760 
Instrument No.: LC/MS/MS #8  

Analyst: A .  Sheehan 

&mp* Nwn: 'W.h.d W.h. amp* ID. 'u.h.nol wnh. Fib. WlX6C.rrK 
P I k  bm. 'PFOA M r m  bn' Ma@-): '413.MlS.O mvY 
Cmlwmnt." - n: ~ 

SampleTyp.: unknown 

Ca1culat.d cons: 0 nq/& 
Acq. Data: 07/19/2005 
Acq. Time: 06:13:20 PM 

ndified: NO 

5.41. 1nd.x: 8 

consentr.tion: 

50 

45 

40 

nodified: 

Bunching Factor: 
Noiac Threshold: 
Area Threshold: 
.Nm. Sloothr:  
Sep. Width: 
stp. Height: 
Exp. Peak Ratio: 
Exp. Mj. Ratio: 
Ere. Val. Ratio: 
Expsctmd RT: 
Use Relative RT: 

Pro=. AlgoriVlm: 

6 0 . 0  

rm. m 
S a m p * b m : ' R r p n t S p k A '  S.mp*ID:'CmY381 8pilr42.5nglP' FL:*071soX.w#? 
P n k  bm:'PFOAC-2Mmion' Y.r(nl:V13Ml0.OMu' 
comnnt' -. 

sample Index: 10 
S q l e  Type: CC 
consentr.tion: 6 n g l a  
Calculated cons: 7 n g l a  
.%q. Dit.: n7::9::0n5 
Acq. T-: 07:22:30 p n  

. .- 

no 
Analyst 

10 
1.05 
5.26 
5 

0 . 2 0  
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

11.47 

1 

Int. Type: Bise TO Bas. 
Rmcanrion Tim: 11.5 mi" 
**a: 16671 counts 
Heiqht: 3.08et003 cps 
start T i n u :  8.91 min 
End Time: 12.1 min 

S-le Index: 12 

m- 

2 4 8 8 10 12 14 18 

s&le Type: Standard 
Concentration: 1 nq/& 
Ca1sulat.d Conc: 0 nq/& 
Acq. Date: 07/19/2005 
Acq. Time: 08:01:52 PM 

nodified: Y. s 
RT Windor: 60.0 sec 
Expected RT: 11.5 min 
Use Relative RT: No 

im- 

l W -  

14W 

Int. Type: -Ul 
Retention Tim: 5222 11.5 count3 min i 
Are.: 
Height: 1.73et002 cpr 
start Tim: 9.88 mi"  
End Tim: 11.8 min 

m 

Page 2 of 7 



Analyst Version: Set No.: 071305C Study: P760 
Instrument No.: LC/MS/MS # S  

Analyst: A .  Sheehan 

%ne* Mm 'CrmUmC6 Sp4b V &ne* ID 'DFOgVOZPAPmlCXXlm7, 1W r& OF-1V F b  W 1 3 m C  dR 
P r k N u r r  ' P F O A M r m l a '  urn..(-) '413M190d 
canmnt- m m -  

I-1. Index: 11 

Printing Date: Fri, Jul 22, 05 

~ N . m " C - S p 4 b C -  h.mp*ID:'DFOgVmPAPmlCXXlm7. l o w  FL:'O71x)6c.dR 
p r k  Mm: 'PFOA C o n h  bn. U.r(n) '413.M10.0 d -- mbn.- 

I w l e  Index: 13 

:ons.ntr.tion: 25 nq/& 
:alNlated CMC: 1018 nq/& 
Mq. Date: 01/19/2005 
u q .  T i m :  08:21:21 Pn 

ladifled: Ye, 
RT Windw: 60.0 D.C 
Expected RT: 11.5 mi" 
Us. Relative RT: Wo 

Int. Type: Ilmu.1 
Retention Tim: 10.9 min 
m..: 6913123 counts 
Height: 3.76et005 sps 
Start T i m :  10.3 min 
End Tim: 11.1 Pin 

s w l e  Type: cc 10,s) 

.i yz J 
- ,11.4n 

1.0.5- 

5 . W -  

1 2 3 4 5 (I 7 8 9 10 11 12 13 14 15 10 17 
0 . 0 . r  I , ,  , , , , . , , , , , 

2.- 3'0.51 

ncdifiad: Y.3 
RT window: 60.0 *cc 
Expected RT: 11.5 min 
111- Relative RT: No 

Arc*: 6737133 counts 
Height: 
Start Tim: 
End Time: 11.9 min I, -11.47 

~~~~ ~~~ _ ~~ 

Saw NM.: 'SS727E? &mp* I D  ' C a h M  Shnd.d. 1.0 nghL' Fb: Wl3ox.d 
P n k  Nam: 'PFOA Conhm bn' Uyn): '413.M10.0 d 
c a m n t -  mh.- 

5-1. Inddax: 17 
Sample Type: Standard 
Concentration: 1 nq/& 
Ca1Nlat.d cons: 1 nq/& 
Asq. Data: 07/19/2005 
Asq. Time: 09:39:59 PPI -I 
Uodified: Yes 
RT nindox: 60.0 se6 
tXpect.d RT: 11.5 min 
111. Relative RT: No 

Int. T w :  WlnrUl 
Retention Time: 11.4 min 
-.a: 12985 counts 
Heiqht: 1.30et002 sps 
Stazt T i m :  9.58 min 
End T i m :  11.9 min 

%- 

a-1. Type: cc 
:Oncentration: 250 n g / a  
:alculated cons: 1901 n g / a  
Mq. Date: 07/19/2005 
Mq. T-: 08:11:03 PII 

ladified: 1.. 
RT w i n d a :  6 0 . 0  
Expctad RT: 11.5 Bin 
Use Relative RT: No 

me.: 1226161 smti  
Height: 5.19et004 cps 
Stazt T i m :  
End Tim: 12.3 lun 2.004 

. .- cammt- Amocla. 
S-le Index: 16 
I-leType: Unknown 
:oncentration: N/A 
Calculated Cons: 1011 ng/lL 
k~cq. Date: 07/1?12005 
Mq. T i m :  09:20:19 PI4 3.0.51 lor 
Ucdified: Yes 
RT Windou: 6 0 . 0  sec 
Expected RT: 11.5 min 
Use Relative RT: NO 

Int. Type.: Wln".l 
Retention T i m :  10.9 min 
-*a: 6525592 counts 
Height: 3.18e+005 sps 
Start T h e :  10.3 mi" 
and Time: 11.1 mi" 

Sample Index: 18 
Saxmile Type: cc 
Concentration: 25 nq/& 
Calculated Cons: 1570 ng/& 
Wq. Date: 01/19/2005 
Wq. Tim: 09:59:36 PU 

~~~ 

Il0difi.d: Ye, 
RT Windw: 6 0 . 0  sec 
Expected RT: 11.5 lin 
Use Relati- RT: No 

1nt. Typ.: M".l 
Retention T i m :  10.9 min 

10067171 counts Ars.: 
5.4OaiOO5 spr might:  

Start T i m :  10.4 min 
E n d  Tim: 11.8 mirl 

40.5 

3 5 5  

B 30.5 

f 2.55 

20.5 

10.92 

,11.46 

8 0 10 11 12 13 14 15 18 17 
The. nh 

0 
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Analyst Version: 

Printing Date: Fri, Jul 22, 05 

Set No.: 071305C 

s-I. Index: 19 
S-le Type:  pc 
C o n c e n t r a t i o n :  250 n g / a  
C a l c u l a t e d  C w c :  3195 n g / a  
Acq. D a t a :  07/19/2005 
Acq. Til).: 10:19:14 PI1 

10.4 
K o d i f i e d :  Yes 
RT Windov: 60.0  1.5 
E-cted RT: 11.5 min 
Us. R e l a t i v e  RT: No 

Int. T y p e :  h U . l  
R e t e n t i o n  T i m :  1 0 . 9  miin 
-*a: 2051419 counts 
H e i g h t :  9.56e+004 cpr 
Star t  T i m :  10.3 min 
End Time:  11.8 mi" 

B 

I 

S-le Type:  Unknnam 
C o n c e n t r a t i o n :  RIA 
C a l c u l a t e d  con=: 1 4 6 7  n g / a  
---=- .C" ".*a: --- n-r(19!?no$ '.55 
Acq. T i l . :  10:58:44 PK 

4.0.5 K o d i f i e d :  Y.2, 
RT W i n d a :  6 0 . 0  sec 
E x p e c t e d  RT: 11.5 min 3.5.5 
Us. R e l a t l Y .  RT: No 

I n t .  Type:  h U . 1  
R e t M t i o n  Time: 10.9 min ' 3'0.5 
Ar..: 9406124 counts 2.5.5 
K a i g h t :  4.98e+005 cpr 
S t a r t  T i l e :  10.3 min f 2.,,5 
End T i m :  11.8 min 

1 . L 5  

1.0.5 

5 0 . 4  1051 

81. Index: 23 
cc 

K d i f i e d :  Yes 1.895 
RT Windov: 60.0  sec 
E x p e c t e d  RT: 11.5 nin 
Ult R e l a t i v .  RT: No 

In t .  Type:  m-1 
R e t e n t i o n  T i m :  10.9 miin 
lire.: 4362183 counts 
H e i g h t :  2.28et005 cpr 
Star t  T i m :  10.3 min 
End T i n e :  11.8 min 

1.405- i :::: 
8.0.4. 

(I.D..- 

4.0.4- 

2.0.4- 10,s 

1 2  3 4  5 8 7  8 a 10 
0.0 I I I , I , I . I I 

' O r  

,11,4e 

L 12 13 14 15 18 17 

Study: P760 
Instrument No.: LC/MS/MS #a 
Analyst: A. Sheehan 

C w C M t z a t i w :  N/A 
Calcu1at .d  CMS: 1519 n g / a  5.0.5 
Acq. D a t e :  07/19/2005 
Acq. Time:  10:38:56 PII 

K 0 d i f i . d :  Ye, 
RT W i n d a :  60.0  so5 
E x p e c t e d  RT: 11.5 m i "  
Us. R e l a t i -  RT: No 

Int. T m :  h U l  
R e t e n t i o n  T i m :  10.9 min 
Ar..: 9737621 counts 
H a i g h t :  5.22et005 cps 
S t a r t  Ti-: 10.3 min 
End T i m :  11.8 min 

5.0.4 10.57. 

0.0 I ,  I I I , ,  , , , I  
1 2  3 4 5 6 7 (I D 10 

S a l .  I n d e x :  22 
Smile Type:  S t a n d a r d  

Calcu1at .d  Cons: 3 n g / a  
?sq. "ate: 07/19/2005 
Acq. T i m :  11:18:16 PII 

K d i f i - d :  Y t *  
RT winda:  6 0 . 0  see 
Expect.d RT: 11.5 min 
Use R e l a t I M  RT: NO 

C o n c e n t r s t i o n :  3 n g / a  

Int. T y p e :  h".l 
R e t e n t i o n  T i m :  11.5 min 
Ar..: 26726 counts 
H e i g h t :  9 . 1 5 ~ 1 0 0 2  cpr 
Star t  T i m :  9.49 ain 
End Time:  11.9 min 

'"1 om 

4m 

a0 

m i im 

lor 
O L - - - -  7.- -r - , , , , , , , , , , , 

1 2 3 4 5 (I 7 I 9 10 11 12 13 14 15 18 17 
- . . ~ ~ . -  - 

&mp*Nam:.CDD1BII(.Wpil&K s u n p * l D : * D F 8 b W l R C ~ ~ % 4 1 ~ 7 . 1 m ~ , D F = l ~  Fib. '071305c.H 
PukN.m:'PFOACodm la' Y.r(n):'413.MlD.O.d 
commt- Am0Ma:- 

5-1. 1nd.x: 24 
S-1. Type:  ac 
concentration: 250 ng/mL 
CLlN1.t.d Cons :  1113 ng/mL 
Acq. D a t e :  07/19/2005 
Acq. Tim.: 11 :51:29  PU 

I 4 d i f i . d :  Yes 
RT Wind-: 60.0  sec 
E x p e c t e d  RT: 11.5 min 
Us. R e l a t i v e  RT: No 

Int. T y p e :  h".l 
R e t e n t i o n  Time: 10.9 min 

717773 counts Are.: 
H e i g h t :  3.14.+004 cps 
S t a r t  T i p . :  10.3 min 
E n d  T i m :  11.9 min 

Page 4 of 7 



Analyst Version: 

Printing Date: Fri. Jul 2 2 ,  0 5  

Set No.: 071305C 

concentration: N/A 
calculatd Cox: 691 nq/a 
Asq. Data: 07/20/2005 
Asq. Tim: 12:ll:Ol M 

mdified: Y*S 
RT Windou: 60.0 sac 
Expected RT: 11.5 min 
Use Relative RT: N1 

2.2.5j 

2.0.5 

Int. Typ.:  M".1 1.46-  8 Rctcntrm Tim: 10.9 min 
Ar*.: 1119633 counts 
Height: 2.11et005 
Start T h e :  
End Tim: 11.8 pin 

80.4-  

6.0.4- 

4.0.4- 

2.0.4- 10.56 

Sampl. 1nd.x: 2 1  
Sample Typa: Standard 
Concentration: 
C.lcu1.ted conc: 
ksq. i2.t.: 

Acq. Ti-: 

nodifitd: l.s 
RT Uinda: 60.0 ICS 
Expected RT: 11.5 min 
Use R.1.tiV. RT: NO 

Int. Type:  k".l 
Retention Time: 11.1 pin 
Are.: 37928 counts 
Height: 1.04et003 cpr 
Start Ti-: 9.85 mi" 
End Ti-: 11.9 U n  

1m1 

$(Do- 

1400- 

1200- 

1mO- 

m- 

(Do- 

m- 

a- 

Sllple Index: 29 

Concentration: 250 ng/mL 
Calculated CMS: 2526 ng:mL 6.5.4 
Acq. Date: O1/20/2005 

6.0.4 Acq. Tim: 01:35:47 M 

10.m Sample Typ.: pc 

11.w 
Uodifisd: 1.3 5 5 4  

5.0.4 

4.54 

RT Winda: 60.0 sac 
Expectad RT: 11.5 min 
Use Relative RT: 110 

Int. Type: M".l 8 4.0.4 
Retention Tim: 10.9 pin 
Ar..: 1623120 counts 3.w 

10.3 2; f '34 Height: 
Start T h :  

2% End T h :  11.9 mi" 

2.0.4 

1 .w 
1 .w 

5 m o . O  

6.86et001 

0 0  , , , , , , , , , . , , , , , , 
1 2 3 4 5 I 7 8 0 10 11 12 13 14 15 16 17 

_____ T i n .  m*l 

n 

Study: P760 
Instrument NO.: LC/MS/MS #8  

Analyst: A. Sheehan 

N.m 'CCC4SMO R W  amp* ID 'DFBbW1RCPmlaYlmP F h  T 7 1 x L s c r ~  
P r k h m  'PFOAConSyla. U . r ( n ) ' 4 1 S m e O M  
c-- hmmnon 

5141. Index: 26 
S-leTyp.. Unknom 
Concentration: W/A 
C.IN1at.d cmc: 659 nq/a 
Asq. Date: 07/2012005 
Asq. Ti-: 12:36:16 M :,i 
Nodifi-d: Y., 18.5 .~~ 
R2 utnaou: 60.0  SIC 

Ixpcted RT: 11.5 min 
0.c R e l a t i v e  RT: No 

Int. Type: M v l l  

Ar..: 1221080 srmnts 
Heiqht: 
Start T h :  
t M  Time: 

8.0.4- 

6.0.4- 

4.0.4- 

2.0.4- 10.58 

1 2  3 4 5 6 7 0 e 10 
0.0' I . I . , , , , , , . 

Smpl. 1nd.x: 20 
Svopla Type:  pc 

Zcq. Date: D7::o::Pos 
k q .  rim: 01:16:io .xu 

Concantration: 25 
Ca1Culat.d Conc: 1240 $2 4-i 

3.551  
nodifiad: Y C I  
RT uindov: 60.0 S ~ C  

11.5 mi" Expected RT: 
U I e  Relative RT: No 

Int. Typ.: 

Ar": 1951599 Counts 
Height: 
Start Tim: 
End Tim: 

1.54-  

1 2  3 4 5 6 7 8 0 10 
0.01 I , , , , , , , , , 1  

S-le Index: 30 
S - l e T y p e :  unknown 

3.54 

conientrition: N:X 
Calculated Cons: 1228 nq/mL 
Asq. Date: 07/20/2005 
k q .  Ti-: 01:55:30 M 

Modified: Yes 
RT Windor: 
Expected RT: 11.5 min 
Use Relative RT: No 

6 0 . 0  sac 3.M- 

2.505- 
Int. Type: Iluru.1 
Retention Time:  10.9 pin 
Arc.: 
Height: 
Start Tim: 
End Time: 11.9 min 1.55 

10po 

,11.U 

10.54 

7 8 e 10 11 12 13 14 15 16 17 
r-. mh 

L-- 0.0 
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Printing Time: 
Analyst Version: Set NO.: 071305C 

Printing Date: F r i ,  Jul 22, 05 

6.WN.m 'C-RW S.mp*ID 'DF(IbVmPAPm1m(1007. F b  971y)5cwlW 
P n k H m  'PFOACOr+nZla' Wn) ' 4 1 3 M 1 0 0 ~  
cummnt- *mobh 

3-1. Index: 31 ~~~-~ 
S-leTyp.: U n h -  
Concentration: N/A 
calculated Conc: 1133 nglnr. 3,55. 
k q .  Date: 0712012005 
Acq. Tim: 02:15:11 An 

Nodified: Ye, 3.0.5- 

Expected RT: 11.5 min 
RT Xinda: 60.0 sac 

nsc Relative RT: W o  

me.: 7262598 counts 
Height: 
s t a r t  T i m :  
End Time: 

1:- 1 0 5 s  

1 2  3 4 5 (I 7 I O  10 
0.0 

.11 .u 

S-le Type: Qc 
Concentration: 25  w/mL 
Calculated Cons: 698 ng/mL 
Acq. Oaca: i l i i i i l i i i l i l5  
Acq. Tim: 02:54:38 An 

Modified: Y C I  
RT Xinda:  60.0 sec 
Expected RT: 11.5 mi" 
Us. Rdat ive  RT: NO 

I"t. Typ*: h r u l  
Retention Tim: 10.9 min 
h': 4476412 counts 
Height: 2.34etO05 cpr 
S t a r t  T i m :  10.3 min 
End Time: 11.8 min 

2 -54 

2 0.5- 

1 W- 

1 w- 

B lw: 
1 m- g 1o.s: 

8 0.4- 

8 0.4. 

40.4-  

20.4- 1 0 s .  

A 
1 2 3 4 s e 7 8 a 10 

00 ~ 

- 1 l . U  

Tim. lnh 
6.- ~ . m :  -coxQsr 8.m ID: - ~ ~ a b ~ z ~ ~ P o d i m ( i ~ ~  Fh: w i 5 0 5 c . w l ~  
P n k  bm: 'PFOA CDnhrn la' W"): '413.CU218.0 a M  
conlnmt- hlvbmn:- 

sample Index: 35 
s-lc Typ.: unhnm 

1o.ei COnEMtration: N/A 
Calculated Cons: 686 n g / d  
Acq. Date: 0 7 / 2 0 / 2 0 0 5  
M q .  T i m :  03:33:58 An 2.0.5 

Hcdified: Ye, 
RT Wmndnr: 60.0 sec 
Expected R?: 11.5 min 
Use Relative RT: uo 

Int .  Type: h".1 
Retention Tim: 10.9 min 
Are.: 4402801 counts 
Height: 2.31.+005 sps 
S t a r t  Tim: 10.3 min 
End Tim.: 11.8 min 

i 
1.4.5- 

1.m- 

1.0.5- 

8.0.4. 

8 . W -  

4.0.4, 

r_-_ 
1 2  3 4  

Study: P760 
Instrument No.: LC/MS/MS # 8  

Analyst: A.  Sheehan 

swnp* NM '8872751 S.W ID 'C.- 66nd.d. 10 
P u k N M  'PFOAComlmla' M d n )  ' 4 1 3 W 2 1 a O W  
unmnt- -@an- 

Fih m13C5C wlW 

S-le 1nd.x: 
S-1. T W :  
concsntntion: 
C.1cul.td cons: 
Acq. Date: 
Acq. Time: 

32 
standard 

10 10 ng/mL ng/mL 

0 7 / 2 0 / 2 0 0 5  
02:34:54 An 

m d l f i d :  Y.8 
60.0 I ~ C  RT Window: 11.5 min 

Expected RT: 
U s e  Relative RT: No 

Int .  Typ.: -"a1 
Retention The: 11.4 min :zi 
At..: 61020 counts 

2.86et003 cps Height: 
10.2 n n  S t a r t  T i m :  

End Time: 12.0 min 

mx, 

1mO- 

(Do- 

m- 

2 . w  

Modified: Y*S 
RT window: 60.0 sec 
EXpect.d RT: 11.5 min 
Use Relati- RT: No 

1nt. Typ*: 

Area: 852860 counts 
Height: 3.13er004 cps 
Star t  Tim: 
End Tim: 11.9 min 

10.3 min f 
1.0.4- 

5mDo- 

O 0  i i i 6 i i i i t i '  

Modified: Yes 1 . W -  

Expected RT: 11.5 min 1 . W -  

In t .  Type: h r u l  
Retention Time:  10.9 min 
&*a: 4335966 COUntil  
Height: 2.31ct005 cpr 
S t a r t  T i m :  
End Tim: 11.9 mn 

RT Winda: 60.0 sec 

Use Relative RT: No 

1.M- 

8.W- 

e.0.4 

4.0.41 

2.0.4 

o.o+ 
1 

sample Index: 36 

Concentration: WIA 
Calculated Conc: 676 ng/mL 
M q .  Date: 0 1 / 2 0 / 2 0 0 5  
M q .  T i m :  03:53:36 An 

Sampl .Type:  unknnm 

2.0.6 

- 
1 o . s  

i 
2 3 4 5 8 7 8 a i o  

T h .  lrin 

0 
!a 
c.4 
Q 
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Analyst Version: 
Printing Time: 
Printing Date: Fri, Jul 22, 05 

Set NO.: 071305C 

-le Index: 31 -~ ~ 

1-1. Typa: S t d r d  
:OnSC"tT.tion: 25 n q h L  
:alcul.ted Conc: 24 nq/mL 
cq. D L ~ C :  oi/20/2005 
isq. Time: 04:13:19 AM 

ldif ied: 
)zoc. N g o r i t h  
bunching FactoZ: 
ivlic Tlaiesho1d; 
we= Threshold: 
mm. smooths: 
iep. width: 
5-p. aeiqht: 
LXD. Peak Ratio: 

NO 
m.1yst 

10 
1.05 

5.26 
5 

0.20 
0.01 
5.00 

5x6. Adj. Ratio: 4.00 
Lxp. Val. Ratio: 3.00 RT Window: 
Lxpected RT: 11.5 u n  
is. Reiatlve RT: no 

Lnt. T p :  Valley 
letentior2 Time:  11.4 m i "  
wea: 160961 counts 
(eight: 1.50st003 cps 
Itart TI-: 9.21 U n  
M TIP.: 13.1 u n  

Study: P760 
Instrument NO.: LC/MS/MS t 8  
Analyst: A. Sheehan 

&.mp* Nun: ' S S m  
P u k H n * . ' P F O A m  lon' y.r(r):'Ilf.M10.Od 
comnnt- Am0p.m.- 

S m q k  ID: .C- M d ,  50 npknL. Fk: Wllx15c.M 

sWi. 1nd-x: 31 
S-1. T p :  Standard 
concentration: 50 n g l a  
Calculated cons: 46 n q l a  
Acq. Date: 07/20/2005 
Acq. Time: 04:32:51 AM 

Udified: wo 
Pzoc. Algorithm mmlyst c l a s s i c  
Bunching Factor: 10 
mise Threshold: 1 .05  cpo 
*ea Ruerhold: 5.26 spr 
,Nm. sloothr: 5 

Ixp. Peak Ratio: 5.00 
Ixp. Adj. Ratio: 4.00 
Ixp. Val. Ratio: 3.00 IT Window: 
Exp.cted RT: 11.5 min 
U9e Relative RT: No 

Int. Type: Bare TO Base 
Retention Time: 11.4 min 
=.a: 

1.81  d n  Start Ti-: 
End Tim: 12.1 min 

sep. Width: 0.20 
s.p. neight: 0.01 

302383 count, 
nciqht: i . 3 4 w m  CPS 

e 
lwo.0 

0.0 
2 14 18 
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Analyst Version: 1.4.1 
Printing Time: 01,32:56 PM 

1 

Set No.: 071305C Exygen Study No.: P760 
Instrument No.: LC/MS/MS XB 

Printing Date: Monday, August 15 ,  2005 Analyst: A. Sheehan 

? 

0 4 3 2  Calculated Concentration (ng/mL) I [(Analyte Peak Area (counts) - Intercept)/Slopel x Dilution Factor 



Vegetation Conversion 

Compound: 13C PFOA Exygen Study No: P760 

Analyte Analyte 
Exygen Sponsor Found Found 

ID ID (ng/mL) (ppb) 

COO49886 DF09-V02-PAP001-0-04 I 007 6.90 2.76 
COO49886 Rep DF09-VO2-PAPOO 1-0-04 1 007 6.51 2.60 

COO49886 Spk C DF09-V02-PAP001-0-041007 8.19 3.28 
COO49886 Spk D DF09-VO2-PAPOO 1-0-04 1 007 163 65.2 

COO49887 DF8b-VO1-PAP001-041007 4.17 1.67 
COO49887 Rep DF8b-VO1-PAP001-041007 4.06 1.62 

COO49887 Spk E DF8b-VO1-PAP001-041007 4.81 1.92 
COO49887 Spk F DF8b-VO1-PAP001-041007 120 48.0 

COO49888 DF8b-VO1-RCP001-041007 8.86 3.54 
COO49888 Rep DF8b-VO1-RCP001-041007 8.96 3.58 

COO49888 Spk G DF8b-VOl-RCPOOI-041007 9.92 3.97 
COO49888 Spk H DF8b-VO1-RCP001-041007 179 71.6 

COO49889 DF8b-VO2-PAPOO 1-04 1007 3.70 1.48 

COO49889 Spk I DF8b-V02-PAP001-041007 4.39 1.76 
COO49889 Spk J DF8b-V02-PAP001-041007 117 46.8 

COO49890 DF8b-V02-RCP001-04 1007 8.94 3.58 
COO49890 Rep DF8b-V02-RCP001-041007 7.65 3.06 

COO49890 Spk K DF8b-V02-RCP001-04 1007 9.60 3.84 
COO49890 Spk L DF8b-V02-RCP001-041007 183 73.2 

COO49889 Rep DF8b-V02-PAP001-041007 3.57 1.43 

w 

Analyte Found (ppb) = [analyte found (ng/mL) x final volume (2 mL)] / sample weight (5 g) 
ND = Notdetected=PcaWm& 41- CJA d&oc O.&&o 
NQ = Not quantifiable = Measured concentration bdaw Limit of Quantitation (LOQ) which is 03 ng/g. 

<A 
8ExrULw o.Zq9/5 &bo 

40 

0 4 3 3  



I I A I B I C I D 

2 
3 Compound: 13C PFOA Exygen Study No: P760 
4 
5 Analyte Analyte 
6 Exygen Sponsor Found Found 
7 ID ID (ng/mL,) (ppb) 

- 

VeEetation Conversion (FORMULAS) 

4 

K G i k  D DF09-V02-PAP001-0-041007 '='Raw Data'!H141 

COO49887 DF8b-VO 1-PAP00 1-04 1007 ='Raw Data'!H147 
COO49887 Rep DF8b-V01-PAP001-04 1007 ='Raw Data'!H148 

COO4988??$pk E DF8b-VO 1-PAPOO1-04 1007 ='Raw Data'!H145 
17 C004988Epk F DF8b-VO 1 -PAP001-04 1007 ='Raw Data'!H146 

I I 
DF09-VO2-PAPOO 1-0-04 1007 1 ='Raw Data'!H142 I =(C9*2)/5 

' <c i2*2 j/5 

=(C14*2)/5 
=( C 1 5 *2)/5 
=(C16*2)/5 
=(C17*2)/5 

COO49886 Rep DF09-V02-PAPO01-0-04 1007 1 ='Raw Data'!H143 I=(C10*2)/5 I 
C 0 0 4 9 8 8 6 ~ k  C DF09-V02-PAP001-0-041007 /='Raw Data'!H140 I4C11*2)/5 I 

COO498 8FRep DF8b-V02-PAP001-04 1007 ='Raw Data'!H158 =(C25*2)/5 
C004988Epk I DF8b-V02-PAP001-04 1007 ='Raw Data'!H155 =( C26 *2)/5 
C004988wpk J DF8b-V02-PAP001-041007 '='Raw Data'!H156 =(C27*2)/5 

LO I 

29 COO49890 DF8b-V02-RCP001-041007  raw Data'!H162 =(C29*2)/5 
I 30 COO4989oRep DF8b-V02-RCP001-041007 ='Raw Data'!H163 ~ =(C30*2)/5 

31 COO4989&pk K DF8b-V02-RCP001-041007 ='Raw Data'!H160 ~ =(C3 1 *2)/5 
32 C004989Epk L DF8b-V02-RCP001-041007 ='Raw Data'!H161 i=(C32*2)/5 

COO49888 DF8b-VO1-RCP001-041007 ='Raw Data'!H152 1 =(C 1 9*2)/5 
DF8b-VO1-RCP001-041007 ='Raw Data'!H153 I =(C20*2)/5 

COO49888pk G DF8b-VOl-RCPOO 1-04 1007 ='Raw Data'!H 150 '=(C2 1 *2)/5 
DF8b-V01-RCP001-041007 '=!Raw Data'!H15 1 =(C22*2)/5 

I 

24 I COO49889 DF8b-V02-PAP001-041007 1 ='Raw Data'!H157 =(C24*2)/5 
DF8b-V02-PAP001-041007 1 ='Raw Data'!H158 '<c25*2j/s 
DF8b-V02-PAP001-041007 I ='Raw Data'!H155 =( C26 *2)/5 

r i e p  
C004988Epk I 
C004988wpk J DF8b-V02-PAP001-041007 :='Raw Data'!H156 =(C27*2)/5 



Study: P760 c Instrument NO.: LC/MS/MS # 8  
Analyst: A. Sheehan 

€ Set NO.: 071305C 

071 2.21 o< 
c 1  Analyst Version: 

Printing Time: 09: d:52 AM 
Printing Date: Fri, Jul 22, 05 

__ 
Untitled 3 (13C PFOA): "Linear" Reg&sion PI  I # weighting): y = 1.89e+005 x + 9.69e+004 (r = 0.9971) 

2 . m  1 

1 . m :  

5.oe5 : 

0.07---1 I ' 

0 2 4 6  
T T  7 1 - 7 - r  1 , I , I 

20- ' 22 24 26 28 30 32 
Concentration, ng/rnL 

- 

Page 1 of 1 



Analyst Version: 
Printing Time: 

Set No.: 071305C Study: P760 
Instrument NO.: LC/MS/MS #a - 

Printing Date: Fri, Jul 22, 05 Analyst: A .  Sheehan 

Proc. Algorithm Analyst Cla1s~c 

Int. T p :  Bas. TO Bas. 
Retention Tile: 11.5 rin 

282623 counts 
1.23tt001 sps 

13.6 min 

Int. Type: -.re To Bas* 
Retention Tine: 11.4 min 

111100 counts 

Acq. Time: 05:21:11 PI4 Tim: 05:05:11 PI4 

. Smotha: 5 

t. Typs: Base To Base 
tention Tim: 11.5 r i n  Retention Tim: 11.5 min 

25 n g f a  
lated Cons: 21 ngfa  

: Standard 

Bunching IactoL: 10 

Exp. Adj. Ratio: 4.00 

3.00.4- 

2.00.4- 

1.00.4- 

Int. Type: Base TO Base 
Retention Ti-: 11.5 min 

2.19.+005 cpr 

14.4 u n  

2212688 cowts 

o.mL----------- 
2 4 6  

Verified b 
Initials:- E!$ Date @I22)6  
Sample Index: I To: 39 ~ 

Page 1 of 7 
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A Date 



Set No.: 071305C Study: P760 
Instrument No.: LC/MS/MS # 8  

Analyst Version: 
Printing Time: 
Printing Date: Fri, Jul 2 2 ,  05 Analyst: A .  Sheehan 

s.mp* Nam 'y.h.nd Wah. S.mp ID 'Yh.nol wnh' Fib Wl13MC rrK 
P . . k N a m  '1X:PFoA. M d n )  '41501SmO.d 
canmn- Fn?ammn- 

5-1. T ~ P . :  Unknown 
3-1. 1nd.x: 8 

5-1. Type: Standard 
concentration: 50 n q / a  
Calculated Cons: 51 n q / a  
Acq. Date: 07/19/2005 
Acq. Tim: 06:23:42 RI R :on&ntrition: N/A 

:alculat=d conc: < 0 
k q .  Date: 07/19/2005 
k q .  Tim: 06:43:20 Pa 

aodifiad: 
Proc. Algorithm: 
Bunching Tactor: 
:;oi,e ?hia:h;ld: 
Area Threshold: 
.Ihn. sIooths: 
sep. Width: 
Stp. Heiqht: 
Exp. Peak Ratio: 
Exp. MI. Ratio: 
Exp. Val. Ratio: 
Expected RT: 
Use Relativ. RT: 

II NO 
IYII1Y.t 

10 
19.:? 

90.87 
5 

0 . 2 0  
0.01 
5.00 
4.00 
3.00 
11.5 
YO 

(odified: NO 
Proc. Nqorithm Analyst Classic 
Bunshinq Factoz: 10 
uni,c Thrashold: 18.1'1 cpr 
we. Thre3hold: 90.87 S D ~  

5 
0 . 2 0  
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

.e=- a .Nm. SPooths: 
sep. Width: 
sep. Height: 
Exp. P e a k  Ratio: 
Cxp. M,. Ratio: 
Exp. Val. Ratio: 
Cxpested RT: 
use Relative RT: 

RT Hindor: 
r i n  

60.0 RT Nindor: 
min 

6 0 . 0  

Int. Typ: Sasa TO Sa.. 
Retention Tim: 11.4 min 
ke.: 83863 counts 
Height: 2.65er003 cpr 
Start Tim.: 10.1 min 
End T k :  14.4 min 

Int. Typ.: va11.y 
Retention Tim: 11.5 min 

9692598 Counts 
5.14e+005 cps 

st.zt Tim: 10.3 min 
End Time: 13.5 m i i n  

I2 14 16 
m.mh - 

s u r p * N m * : ' R ~ C & #  ~ S . m & I D " C m c u P ~ c a M '  Fk:V713MC.# 
1 ~ ~ = ' 1 3 C  PFOA- . .- U.r(n):Ul5.DIJIO.O.W 

sample Index:-; 
sample Type: Unknown 
Concentration: N/A 
Calculated conc: < 0 
Acq. Gate: tiiiPiitt5 
Acq. Tine: 07:02:5: PI( 

ncdifiad: no 
Proc. Ngorithm: Analpt Cla9sic 
Bvnchinq ?actor: 10 
Noise Threshold: 18.17 cpr 
Area Threshold: 90.87 cpr 
,Nm. Smoths: 5 

10 12 

1 
Sarpl. Index: 10 
Sanple Type: ac 
Concentration: 6 ng/mL 
Calculated cons: 7 ng/mL 
bzq. Ditti: D7/::::0CS 
Mq. Tim: 07:22:30 PW 

Kcdifitd: NO 
P r x .  Algorithm: IY1aly.t Classic 

Noise Threshold: 18.17 cp3 
Area Threshold: 90.87 cpa 
.Nun. S-th$: 5 

Cxp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT window: 
expected RT: 11.5 min 
Use Relative RT: llo 

Int. Type: Base TO Base 
Rctmtion T i m :  11.5 min 
Arc.: 1505693 counts 
Height: 1.15-+005 cps 
Start Tim: 9.03 mln 
End Tim: 13.4 min 

Bunching ?actor: 10 

sep. Width: 0.20 
sep. Height: 0.01 

1.10.5j 

1 . 0 5 -  

9 . W -  

8 W -  

7 . W -  

1.:: 
4 . W -  

3 . 0 4 -  

2 . W -  

6 0 . 0  s.5- 

5.p. Width: 0.20 
Sip. Height: 0.01 
Exp. P e a k  Ratio: 5 . 0 0  
Exp. Mi. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: I EXWcttd RT: 11.5 min 

60.0 

11 us; Relative RT: No 

Base TO Base 
11.2 mi" 

81272 countr 
2.22et003 cpr 

9.00 min 
13.1 min 

Int. Type: 
Retention Tim: 
Are.: 
Height: 
Start T i m :  
tnd Tim: 

1 . W  

om 
1i.m - 

2 4 e e 1 0  
- 
14 18 2 14 16 

sample 1nd*x: 
S.mple Typ.: 
Concentration: 
Calculated cons: 
Acq. Date: 
Acq. Time: I 11 

ac 
25 n g / a  
27 n g / a  

07/19/2005 
07:42:10 Pa 

541. Typ.: standard 
Concentration: 1 ndmL 
Calculated Cons: 1 ng/mL 
licq. Data: 07/19/2005 
licq. Tine: 08:01:52 Pn 

Modified: NO 
Proc. Algorithm: Analyst Classic 
Bunching Factor: 10 
Noise Threshold: 18.17 cps 
Area Threshold: 90.87 spr 
,Ihn. smooth,: 5 
sep. width: 0.20 
Sep. Height: 0.01 

Ucdified: NO 
Proc. Alqoori*. Analyst Classic 
Bunshinq ?actor: 10 
Noire Thz*sheld: 18.17 cps 
Area Threshold: 90.87 cpr 
.NIP. S-thr: 5 
Sep. Width: 0.20 
Scp. Heiqht: 0.01 
txp. P e a k  Ratio: 5.00 
txp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windar: 
Expcted RT: 11.5 min 
Us. Relative RT: no 

Int. Typ.: Base TO Base 
Retention Tim: 11.5 min 
Ar..: 52321165 Counts 
Height: 2.88-+005 sps 
S t u t  T h :  8.24 min 
End Time: 15.6 min 

Ex;. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp.  Val. Ratio: 3.00 RT window: 
EXDected RT: 11.5 min 
us; Relative RT: NO 

Int. Type: ease To Ban. 
Retention Tim: 11.5 min 
Ar..: 20622: counts 
Height: 7.09.+003 cps 
Start Til: 7.114 min 
End Ti-: 13.0 min 

=L 20.4 

2 4  
0.0 L- 

IZ 14 16 
I 

e 
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Set No.: 071305C 

Printing Date: Fri, Jul 22, 05 

Study: P760 
Instrument No.: LC/MS/MS # 8  
Analyst: A.  Sheehan 

SWl. Index: 
S-1. Type: 
Co"c*nrr.tion: 
calc"l.ted con=: 
Asq. Date: 
Asq. TIID.: 

13 
Qc 
25 nq/lL 
8 n d a  

01/19/2005 
08:zi:24 en 

ncdified: UO 
Pmc. Algorithm: Analyst Classic 
Bunchinq Pactor: 10 
?Ieisc Threihold: 18.11 sps 
-ea Threshold: 90.87 spr 
,Nm. Smooths: 5 
sep. Width: 0.20 
sep. neiqht: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Patio: 3.00 RT Window: 
Expected RT: 11.5 min 
Us. Relative RT: Uo 

Int. Typ.: Bas. To Bas. 
Retention Tim: 11.5 min 
Are.: 1641852 e-ts 
Height: 1.20e+005 spr 
Stut Tip.: 9.43 mi" 
End Time: 12.2 mi" 

6 0 . 0  

1 1 M -  

1 . M -  

8.00.4. 

100.4. 

sec 

2.00.4 

10.31 
0.m 

sample Index: 
Sampl. Type: 
consentr.tion: 
Calculated cons: 
Acq. 0.t.: 
Aca. Tiu: 

14 
G€ 
250 ng/lL 
163 ng/lL 

01/19/2005 
08:41:03 pn 

2.- 2.4 "r 
Bunching ?actor: 10 
Noire Threshold: 18-17 cps 

Exp. Adj. Ratio: 4.00 
6 0 . 0  set- 

2.41.+005 spr 

14.2 min 

5-1. Index: 15 
Sample Type; Unknnm 
Concentration: NIX 
Calculated Conc: 7 ng/mL 
Xq. Date; 0:;:3/2005 
Acq. Tim: 09:00:40 Pn 

nodifisd: NO 
PrOS. Algorithm: Analyst Classic 

Noiac Thrashold: 18.11 cps 
Area Threshold: 90.87 sps 
,Nu. Smooths: 5 

Exp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
EXp. Val. Ratio: 3.00 RT Windor: 
Expsctad RT: 11.5 d n  
Use Relative RT: No 

Bunching ?actor: 10 

sep. Width: 0.20 
sep. Height: 0.01 

Int. Type: valley 
Retention Tim: 11.5 lin 
Ar..: 1396805 C-ts 
Height: 1.03et005 cps 
Start T i l :  10.1 mi" 
End Time: 12.2 min 

60.0 

1m51 
800.4- 

800.4- 

100.4- 

1::: 
I.=- 400.4- 

3 w -  

200.4- 

1 ay- 

om 
2 4 8 8 1 0  

Sample Index: 16 
Sample Typ.: U n k n m  
Concentration: N/A 
Calculated Cons: 1 n q / a  
x q .  Date: 07:13/2005 

[Acq. Time: 09:20:19 PU 

Modified: NO 
Pro=. Algorithm: Analyst Clarsis 
Bunching ?acto=: 10 
Noise Threshold: 
Urea Threshold: 
,Nm. S m t h s :  
Sep. Width: 
5-p. Height: 
Exp. Peak Ratio: 
Exp. Adj. Patio: 
EXP. V.1. Patio: 
Expected RT: 
Use Relative RT: 

18.17 

5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

90.87 

RT Window: 
min 

Int. Type: Baa. To Base 
Retention Time: 11.5 min 
Are.: 1324428 counts 
Height: 9.12e+004 cps 
Start Tim: 9.98 lin 
End Time: 12.2 d i n  

2 14 16 1 

60.0  

3.0.4 j 

1- Index: 11 le Index: 18 
S-le Typ: standard 
Concentration: 1 n g / a  
Calculated Cons: 1 n g / a  
Acq. Date: 01/19/2005 
Acq. Tim: 09:39:59 PI4 

Modlfictd: NO 
Proc. Alqorithm: W l y r t  Classic 
Bunching ?actor: 10 
UOiI. Threshold: 18.17 spI 
Area Threshold: 90.87 sps 
, N u .  S m t h s :  5 
Sep. Width: 0.20 
sap. Heiqht: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT uindor: 
Expected RT: 11.5 min 
Use Relative RT: No 

Int. Type: Base To Bas. 
Retnntiar Ti-: 11.5 lin 
Are.: 228890 counts 
nriqht: 1.26et001 sps 
Start Ti-: 9.06 rin 
End Tiu: 12.2 u n  

50.0 

1 1 .47 

1 

o m  L- 
rm. - 
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S&le Type: Qc 
Concentration: 25 nqlml 
Calculated conc: 5 nq/lL 
Acq. Date: 07/19/2005 
Acq. Time: 09:59:36 PU 

Modified: NO 
PTOS. Algorithm: Analyst Claaric 
Bunshinq ractor: 10 
Noire Threshold: 18.17 cpr 
-sa Threshold: 90.87 CDS 
,Nun. Smoths: 
sep. width: 
Scp. Height: 
Exp. Peak Ratio: 
Exp. Adj. Ratio: 
Exp. Val. Ratio: 
Expected RT: 
Use Ralative RT: 

5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

RT Windou: 
lin 

Int. Type: 8.1- To Bas. 
Retention Time: 11.5 min 

1003830 counts 
7.28et004 spa 

9.12 min 
12.2 rin 

6 0 . 0  

-~ 

*ec i 

-~ 

11 47 

11 oa_l 
2 4 6 8 10 12 14 16 

Trn. mkl 



Set No.: 071305C € Study: P760 
Instrument NO.: LC/MS/MS #a 

Printing Date: Fri, Jul 22, 05 Analyst: A.  Sheehan 

S.mp*NM 'WMSM? & W I D  ' D F ~ W l P A W o l C O 4 1 ~  Fi* ' 0 7 l a X r w T  
P r k N M .  '1XPFOA' Uar(n) ' 4 1 5 M m O . d  
c w m M -  AmoD.on- 

&f+ Wm: TmSSm Wpit. F. S*mp* ID: 'DF(lbMlPWWlCO4lm7.1~ n&. DF-1V Fi*: '071y)sc.rwT 
p r k  N.m. '1% PFDA' Ur(n1: '41 5 M m . 0  
commnc- hnC&hn: -  

sample 1nd.x: 19 
sample Typ.: pc 
Concentration: 250 ng/mL 
Calculated conc: 120 ndmL 
Lcq. Date: 07/19/2005 
Lcq. Time: 10:19:11 PM 

Sample Index: 20 
Sample Typ.: Unknom 
Concentration: N/A 
Calculated Conc: 1 ng/lL 
Acq. Date: 07/19/2005 
Acq. T h :  10:38:56 PM "r 6.M 

5 . W  

5.0.1 

4 . 5 4  

4 . M  

1:: 
I.=- 2 . Y  

Uodified: NO 
Pmc. N g o z i t k  Analyst Classic 
Bunching ?actor: 10 
Icizr Thicihold: 18.17 q n  
Area Threshold: 90.87 cps 
,h. S-ths: 5 
amp. Width: 0.20 
Sep. Hciqht: 0.01 
Exp.  Peak Ratio: 5.00 
Exp.  Mj. Ratio: 4.00 
Exp.  Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 
Use Relative RT: NO 

Int. Typ.: v.11.y 
Retention Time: 11.5 rln 
Ar..: 2365176 counts 
Height: 1.81e+005 cps 
Staxt Tin: 10.1 m i "  
Znd Time: 14.0 min 

Modified: NO 
Pro=. Nilgorim h l y r t  Classic 
Bunching Pastor: 10 
N?he Threshold: 11.17 cps 
Area Threshold: 90.87 cpr 
.h. S-ths: 5 
see. width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00  
Zxp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windor: 
Expcted RT: 11.5 min 
Use Relative RT: No 

Int. Typ.: Bas. TO Bas. 
Retention Tim: 11.5 min 
Ar*.: 882809 counts 
Height: 6.45et001 sps 
Start Tim: 9.94 min 
End Time: 12.2 min 

60.0 3-c 6 0 . 0  

2.M 

SOW.0 :::L 
0.0 0.0 

2 I 4  18 

Sampl. 1nd.x: 
Sample Type: 
CD"CMtr.tion: 
Calculated conc: 
Acq. Dare: 
Acq. Tim: 

21 
UllLn- 

N/A 

3iilPiiOiE 
10:58:11 PI1 

1 ng/mL 

Sample 1nd.x: 22 
Sample Typ.: St.ndlrd 

Calcu1at.d clmc: 2 ng/mL 
X q .  cite: 07il:i:005 
Acq. Time: 11:18:16 PM 

concentration: 3 nghL 2 . W  

2 W 3  

Modifimd: NO 

Bunching Tactor: 10 
Noire Threshold: 18.17 cps 
Area Threshold: 90.87 sps 
,h. smooths: 5 
Sep. Nidth: 0.20 
Srp. Height: 0.01 

PTOC. Algorithm. Analyst C1.S.iC 

Zxp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Windar: 
Expected RT: 11.5 min 
Use Rslativ. RT: NO 

Int. Type: Bas. TO Base 
Retention Time: 11.5 min 
Are.: 521237 counts 
Height: 2.81.+001 cps 
Start Time: 8.85 mi" 
End T h :  18.0 m i "  

Uodified: NO 
Proc. N g o r i t k  Analyst Classic 
Bunching ?.CtOTi 10 
Noise Threshold: 18.17 cpa 
Area Threshold: 90.87 cpr 
,N-. Smothr: 5 
scp. width: 0.20 
Sap. Height: 0.01 

22.4- 

2 . M -  

1 . W -  i ;::: 
1 M- 

Saa.0- 

Saa.0- 

Um.0 -  

2300.0- 

,.c 

A 
2 4 8 8 1 0  

0.0 

ax;. Peak Ratio: 5.00 
Exp. Mj. Ratio: 1.00 
Exp. Val. Ratio: 3.00 RT Windw: 
Exmcted RT: 11.5 min 

60.0  60.0 

us; Relative RT: NO 

Int. T y p :  Base TO Bare 
Retention Time: 11.5 min 
u..: 861894 counts 
Height: 6.29et004 cps 
StlTt T h :  10.1 min 
End Tim.: 12.2 min 4 

2 4 6 8 1 0  
0.0 1 

2 14 Ie  2 14 16 

I c0mr. t -  Amobbn:' 
s-le Index: 21 supla Indax: 23 

Concentration: 25 n g / a  
Ca1dat.d Conc: 10 ng/mL 
Acq. Date: 07/19/2005 
Acq. Ti-: 11:37:57 PM 

Sample Type: ac suble Typ.: pc 
Concentration: 250 ng/lL 
Calculated conc: 179 ng/lL 
Acq. Date: 07/19/2005 
Acq. Time: 11:57:29 PM 

2.8.5 2 Z i  

2.2.5 

2 . M  

1.46-  

1 . m -  

1.0.51 

Uodifi-d: NO 
Pro=. N q o r i t k  Analyst Classic 
BunsNnq Factor: 10 
Noire Thrcrhold: 18.17 cps 
Area Threshold: 90.87 cps 
,h. S-ths: 5 
Sep. Width: 0.20 
Stp. Heiqht: 0.01 
Exp. Peak Ratio: 5.00 
Zxp. Adj.  Ratio: 4.00 
Zxp. Val. Ratio: 3.00 RT Winda: 60.0 
Expectad RT: 11.5 min 
Use Relative RT: No 

Uodified: 

Bunching Tactor: 
Noise Threshold: 
Area Threshold: 
,h. s m t h r :  
Sep. Nidth: 
sep. Height: 
Zxp. P.ak Ratio: 
Exp.  Mj. Ratio: 
Zxp. Val. Ratio: 
Expected RT: 
Use Relative RT: 

pros. Algorithm 
NO 

Analyst 
10 
10.17 

90.87 
5 
0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
Ne 

1.86- 

" '  L 8 1 . M -  

f :::: 
60.0  3.5- l,m- 

8.M- 

6.M- 

4.M- 

2.M- 

0.0 - 
2 4 6 8  

' 

Tkm. mh 

RT m n d a :  
min 

Int. Type:  Baa. To Base 
Retention Time: 11.5 min 

Int. Type: Base To 8.se 
Retention Ti-: 11.5 min 
Are.: 1967525 counts 
Height: 1.50er005 spr 
Stazt The: 10.3 min 
End Time: 14.0 m i "  

u**: 3172130 counts 
2.79ct005 cps Height: 

Start T-: 9.37 mi" 
End Time: 13.1 mln 

~. . 

Page 4 of 7 



Analyst Version: 
Printing Time: 

Set NO.: 071305C Study: Instrument P760 No.: LC/MS/MS # 8  

Analyst: A. Sheehan 

amp* Nrm R q '  ID 'DF&W1RCPMlOO41m7. F h  771Y15crl(c 
P-kNun '1EPFOA' M . l o  '415M7OO.mC 
conulmlc- h w h h l -  

Sample Index: 26 
SampleType: Unknown 
Concentxation: N/A 1 1 , a  

Printing Date: Pri, Jul 22, 05 

Sample Index: 25 
SampleType: U n h -  
Concentration: N/A 

Asq. Data: 01/20/2005 
Asq. Time: 12:11:07 An 

Mdif i ed :  NO 

ca1c"lated cons: 9 ng/mL 

PCOS. Ngor i thnx  Analyst c l a s s i c  
Bunching ?actor:  10 
U o i v  Thze3bold: 18.17 cpi 
Area Threshold: 90.81 cps 
.m. smooth,: 5 
Sen. Width: 0.20 
sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 1.00 
Exp. Val. Ratio:  3.00 RT Window: 
Expected RT: 11.5 min 
Use Rela t ive  RT: Yo 

I n t .  Type: Bas. TO Base 
Retention T im:  11.5 min 
Are.: 1166290 count, 
Height: 1.33e+005 cp r  
s t a r t  T i p . :  9.49 min 
End Tim.: 13.1 min 

60.0 
s.5- i 

1 WJ 

1 0 5 -  

11.5-  

I M- 

90.4- 

30.4 

20.4 t 10.4 0 0  

2 4 8 8 1 0  12 14 18 

sample 1nd.x: 21 
Sample T p :  Standard 
COnScntration: 5 ng/mL 
Calculated cons: 5 n g / a  
Acq. Date: 0?:20:2005 
Acq. Time: 12:56:28 111 

U d i f i e d :  NO 
Pro=. N g o r i t h :  Analyst C l a s s i c  
Bunching Factor:  10 
Noise Thralhold: 18.17 cp, 
Area Threshold: 90.81 Cps 
,h. Smooths: 5 
sep. Width: 0.20  
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT windov: 
Expected RT: 11.5 min 
Use R e l a t i M  RT: No 

I n t .  Typ.: 8.1- TO Bas. 
Retention T i m :  11.5 pin 
Are.: 1081185 cmts  
Height: 6.33et004 cps 
S t a r t  T m :  9.21 min 
End T i n :  13.4 min 

S-le Type: a 
Concentr.tion: 250 ng/mL 
Calculated Cons: 117 ng/mL 
Acq. Date: 07/20/2005 
Acq. Tim: 01:35:47 111 

ncdifi-d:  NO 
Pro=. N g o r i t h m  M a l y s t  c l a s s i c  
Bunching Tactor: 10 
Noise Threshold: 18.17 cps 
Area Threshold: 90.87 cpr 
,m. Smooths: 5 

Em. Peak Ratio: 5.00 

Sep. Nidth: 0 . 2 0  
sep. Height: 0.01 

E&. Mi.  R.tio: 4.00 
Exp. Val. Ratio:  3.00 RT Window: 
Expected RT: 11.5 min 
Us. Rela t ive  RT: No 

mt. ~yp.: Bas. TO 8.s. 
Ratantion Time: 11.5 min 
Are.: 2309821 counts 
Height: 1.19st005 cps 
S t a r t  T i m :  9.43 min 
End T h e :  15.5 min 

0 
la 
CB 
c3 

60.0 

11 ;47 

..c- i 
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Calculated cons: 9 ng/& 
Lcq. Data: 07/20/2005 
Lcq. Tim: 12:36:16 111 

n d i f i e d :  NO 
Pro=. N g o r i t h m  h a l y s t  C l a s s i c  
Bunching Factor: 10 
Noism Threshold: 18.17 cpr 
Area Threshold: 90.81 cps 
*mn.s-thS: 5 
Sep. Width: 0.20 
Sep. Height: 0.01 
Exp. Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. V a l .  Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 
Use Relati- RT: no 

I n t .  T m :  Base To Base 
Retention Tim.: 11.5 d n  
Am.: 1786476 counts 
Height: 1.37e+005 6ps 
S t a r t  T im:  9.98 mi" 
End T i m :  14.6  min 

6 0 . 0  
stc i 

1.w- 

1.05-  

1.1.5- 

1.0.5- 

4.094- ; I , , , , ,  
5.094 

2.0.4 

1 .M 
0.0 

2 4 8 8 1 0  

n d i f i e d :  NO 
Pro=. Algorithm: Analyst C l w a i s  
Bunching ?actor: 10 
Noise Threshold: 18.17 cps 
Area Threshold: 90.87 cps 
,h. smooths: 5 
Sep. width: 0 . 2 0  
Sep. Hdght:  0.01 
Erp. Peak Ratio: 5.00  
Exp. Adj. Ratio: 1.00 
Exp. Val. Ratio: 3.00 RT window: 

Use Relati- RT: No 
Expected RT: 11.5 mi" 

Sampl. Index: 2 i  
Sample Type: a 
Concentration: 25 ng/mL 

A:?. Date: 012012005 
Lcq. T i m :  01:16:10 111 

Calculated Conc: 4 ng/& 8.W j 
6.0.4 

5 . Y  

5.0.4 

4 . w  

g 4.0.4 

.f: 3w 

$ 3 . w  

a*=- 2.w 

20.4 

6 0 . 0  

I n t .  T p :  Bare TO Base 
Retention T i m :  11.5 min 
Are.: 925018 counts 
Height: 6.89e+004 cps 
S t a r t  T i m :  9.88 pin 
End T im:  12.2 min 

Tin. mil 

S q l e  1ndd.x: 30 
s-1. Type: U n h n m  
Concentration: N/A 
Calculated Cons: 4 ng/& 
Acq. Date: 07/20/2005 
Lcq. T i m :  01:55:30 111 

Ucdified: no 
Proc. Ngor i thm:  Alu ly r t  C l a s s i s  
Bunching ?actor: 10 
Noise Thmshold: 18.17 cps 
Area Threshold: 90.81 s p r  
,h. sEooths: 5 

0 . 2 0  sep. width: 
0.01 

sep. Exp. Height: Peak Ratio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Window: 
Expected RT: 11.5 min 
Use Rela t IM RT: NO 

In t .  Type: Base TO ease 
Retention T i m :  11.5 min 
Ar..: 795105 counts 
Height: 5.91e1004 

End T i n :  12.2 mi" 
S t a r t  Tin*: 10.0 x 



Set No.: 071305C e Study: P760 
~nstrument No.: LC/MS/MS t 8  

Malyst Versio .1 
Printing Time: :oo AM 

Printing Date: Fri, Jul 22, 05 

sample Index: 32 
iampl. Type: S t a n d u d  

10 ng/lL :onc.ntr.tion: 
:alculated cons: 9 ng/mL 
k q .  Date: 07/20/2005 
k q .  T i m :  02:34:54 M 

Yodified: NO 
Pro=. Algorithm Analyst Clairric 
Bunchina Factor: 10 

1 i&l.Type: Unknam 
:oncentration: N/A 
: a l su l a t ed  Cons: 4 ngllt 
Lsq. Date: 07/20/2005 
Lsq. Ti-: 02:15:11 M 8.W -1 5 W  

5 M  

4 5 4  

4 b 4  

s.c i :I/ 2 0 4  

1 5 4  

I d i f  iad: NO 
)roc. N g o r i t b  Analyst C lawnc  
lunching Factor: 10 
raise Threshold: :8.17 sps  
Vea Threshold: 90.87 cps 
Mn. Smooths: 5 

lep. Width: 0.20 
iep. Height: 0.01 
Ixp .  Peak Patio:  5.00 
Ixp. Adj. Ratio: 4.00 
Ixp. Val. Ratio: 3.00 RT Uinda :  
I x p c t e d  RT: 11.5 min 
1s- Rmlative RT: Uo 

Yche Thhrcshold- !8.17 cps 
V a l  Thrashold: 90.87 cps 
.Mn. limwthr: 5 
srp. Width: 0 . 2 0  
5-p. Hcight: 0.01 
Exp. Peak Patm: 5.00 
C x p .  Adj. b t x o :  4.00 
axp. Val. Patio: 3.00 RT Wmdoy: 
Expected RT: 11.5 min 
Use RelatiY. RT: No 

6 0 . 0  

In t .  Type: Base TO Base 
Retention Time :  11.4 min 
we.: 1855254 counts 
might: 9.52.+004 cpr 
s t a r t  T i a e :  9.06 min 
End T im:  13.4 min L-A 0.0 --L 0.0 

l a t en t ion  T i m :  11.5 min 
Lr..: 770235 counts 
iaight:  5.72e+001 

end Time: 12.2 min 
s t a r t  T i m :  10.0 x 

2 14 111 2 14 16 

11.47 

1 
sample Type: oc 
:onsentration: 25 n g / a  
:alsulated Conc: 10 n g / a  
kq .  Dare: i l i i i i l i i i l O 5  
kq .  T i m :  02:51:38 All 

q d i f i e d :  NO 
P ~ o c .  Algor i thm Analyst Classic 
Bunching Facto=: 10 
Noise Threlhold: 18.17 cps 
krea Thrcrhold: 90.87 cps 
, N m .  S m t h s :  5 
Sep. Width: 0.20 
Sep. m i g h t :  0.01 
E x p .  Peak Ratio: 5.00 
C x p .  Adj. Ratio: 4.00 
C x p .  Val. Ratio:  3.00 RT Xindou: 
Expected RT: 11.5 min 
Us. Rela t ive  RT: No 

s.5- ii 50.4 

4 w  

3 b 4  

2084 
1w 

0 0  

Uodifiedd: 
Proc. Algorithm 

Noire Threshold: 
Rrea Threshold: 
.Num. Smooths: 
sep. width: 
Sep. Height: 
Exp. Peak Ratio: 
Exp. Adj.  Patio:  
Exp. Expected Val. RT: Ratio: 

Use Relative RT: 

B u n c h i n g  Factor: 

NO 
Analyst 

10 
10.17 

90.87 
5 

0.20 
0.01 
5.00 
4.00 
3.00 
11.5 
NO 

6 0 . 0  RT wmdou: 
min 

I n t .  Type: Bare To Bare 
Retention Ti-: 11.5 mIn 
Rrea: 3555452 counts 
Height: 2.82et005 cps 
S t a r t  Tim.: 9.15 miin 
End Ti-: 13.0 min 

2 b 4  =I 0 0  2 4 6 8 10 12 14 16 

I n t .  Type: Bare To Base 
Retention TIM: 11.5 min 
Rr..: 1906062 counts 
Height: l.44e+005 cps 
Start T i m :  9.49 min 
End T i l e :  12.2 min 

2 4 8 8 1 0  12 14 18 

Samplt Index: 35 
Sample Type: Unknnm 
Concentration: U/A 
Calculated COIL=: 9 n g / a  
k q .  Date: 07/2012005 
k q .  Time: 03:33:58 M 

Sample Index: 36 
SampleType: Unknnm 
Concentration: N/A 
Calculated Cons: 8 n g / a  
Acq. Date: 07/20/2005 
Acq. T i m :  03:53:36 M 

Nodified: NO 
Pro=. N g o r i t h m  Analyst C l a z r i s  
Bunching Factor: 10 
Noire Threshold: 18.17 cpr 
Area Threshold: 90.87 s p s  
,Num. Smooths: 5 

Exp. Peak Patio: 5.00 
Exp. Adj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 I T  Winda: 
Expected RT: 11.5 min 
Use Relati- RT: No 

In t .  Type: 81s. TO Bast 
Retention T h e :  11.5 min 

1538615 Counts Ar..: 
Height: 1.17.+005 cps 
S t a r t  T ime :  10.2 min 
Xnd T i m :  13.7 min 

sep. Width: 0.20 
sep. Height: 0.01 

lli4.S 
1 L5- 

1-5- 

1 1.5- 

1 M- 

o w -  

age- i ::# 50.4 

4w- 

3w- 

2084- 

10 .4 .  

0 O L  

1 m3- 

900.4- 

11 00.4- i i,: 
6 0 . 0  set- 

400.4- 

3 o M -  

200.4- 

100.4- 

Modified : NO 
P m c .  N g o r i t k  m a l y r t  C l a s s i c  
Bunching Factor: 10 
Noise Threshold: 18.17 spa 
We. Threshold: 90.87 cpr 
. N m .  Smooths: 5 
Sep. width: 0.20 
sep. Height: 0.01 
Exp. Peak Patio:  5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Patlo:  3.00 RT Windou: 6 0 . 0  
E x p c t e d  RT: 11.5 pm 
use Rela t ive  RT: No 

I n t .  Type: 8.9. TO Bas. 
Retention Time: 11.5 min 

Height: 1 .35e005  cps 
S t a c t  T i m :  10.3 min 
End T i m :  13.4 min 

-e.: 1781528 counts 

0 
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d 

Analyst Version: 
Printing Time: 
Printing Date: Fri, Jul 22, 05 

:oncentration: 25 nq1mL 
: a l c u h t t d  Cons: 24 nqhL 
hcq. Date: 0112012005 
icq. Ti-: 04:13:19 All 

todified: NO 
WOC. Ngor i thn :  m a l y s t  Classic 
lvnching ?actor: 10 
:rise Tkzeshold: :s.11 =ps 
mea Threshold: 90.87 cpr 
N m .  Smooths: 5 
!cp. Width: 0 . 2 0  
;ep. Height: 0.01 
Lxp. Peak Ratio: 5.00 
Lxp. Mj. Ratio: 4.00 
Lxp. Val. Ratio: 3.00 RT Windar: 
Lxpested RT: 11.5 min 
1s. Relative RT: No 

[nt. T y p :  To 8.1. 
Ietcntion Time: 11.5 niin 
b*.: 4546418 counts 
(eight: 2.54t+005 spr 
i t a r t  Tw: 9.58 min 
md T i m :  14.6 min 

6 0 . 0  

2 4  

Set No.: 071305C 

11.45 

Study: P760 
Instrument No.: LC/MS/MS #8  

Analyst: A. Sheehan 

&np* N.m: - s s m  &np* ID: . C h h  Sbndud. 50 IlDhL- Fh: 0 7 1 s x . M f r  
P r k  Nan*: *13C PFON Y ~ u ) :  '415.M70.0 d 
carrnnt" mlammn:- 

SaI4Jl. Index: 38 
Sa14~l. Typ.: Standard 
concent..tion: 50 ng1.l 
calsu1at.d Conc: 4 1  q 1 m L  
k q .  Date: 01/20/2005 
k q .  Ti-: 04:32:51 MI  

nodif ied: NO 
P r x .  Ngorithn: Analyst Classic 
Bunching Factor: 10 
X0i.e Tkarcshold: 11,ll cps 
Area Threshold: 90.17 cpr 
, N u n .  Smoths: 5 
Sen. Width: 0 . 2 0  
si;. nii iht :  0.01 
wlp. Peak Ratio: 5.00 
Exp. Mj. Ratio: 4.00 
Exp. Val. Ratio: 3.00 RT Wind-: 
EXDactad RT: 11.5 nin 
us; Relative RT: No 

In t .  Type: Bas. TO Bas. 
Retention T i m :  11.5 mi" 
Ar.*: 9024110 counts 
m i g h t :  4.12e+005 cps 
S t a r t  T i m :  8.45 min 
End Time: 11.5 min 

60.0 

4.55 

4.0.5 

3.55 

- 2 14 16 
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Raw Data 



8 4 4 5  


