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QUALITY ASSURANCE STATEMENT

LABORATORY: Northwest Bioanalytical (NWB)
A Division of NWT Inc.
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Salt Lake City, UT 84124
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NWB STUDY NUMBER: NWBS00-091
SPONSOR STUDY NUMBER:  EPI-0012

NWB STUDY TITLE: Quantitative Determination of PFOS and Related
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The clinical study described in this report is not included within the definition of a GLP
regulated nonclinical study. However, Northwest Bioanalytical conducts all studies within the
guidelines of the U.S. FDA Good Laboratory Practice Regulations for Nonclinical Laboratory
Studies (Title 21 CFR Part 58), the OECD Principles of Good Laboratory Practice and the
Japanese MHW Good Laboratory Practice Standard Ordinance for Nonclinical Laboratory
Studies on the Safety of Drugs (Ordinance No. 21, PAB Notification No. 424.) The following
inspections were performed by the NWB QAU per SOP.

Inspection and Reporting Statement.

Date Report Sent to Date Report Sent to
Date of Inspection Phase of Study NWB Project Manager NWB Management*
16 Oct 2000 Analytical Plan 16 Oct 2000 31 Oct 2000
17-23 Oct 2000 Sample Analysis 24 Oct 2000 31 Oct 2001
29 Oct—-01 Nov 2001  Report Draft and Raw Data 01 Nov 2001 30 Nov 2001
23 Nov 2001 Final Report 23 Nov 2001 30 Nov 2001

*Reports to NWB Management are issued monthly.

As can reasonably be established, the methods and procedures described and the results
incorporated into this final report accurately reflect the raw data.

[-Z3-Re/

Date

NWB Quality Assurance Compliance Auditor
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COMPLIANCE STATEMENT

The clinical study described in this report is not included within the definition of a GLP
regulated nonclinical study. However, to the best of our knowledge, this project was
conducted in accordance with the guidelines of the U.S. FDA Good Laboratory Practice
Regulations for Nonclinical Laboratory Studies (Title 21 CFR Part 58) and according to
the methods and procedures described within this report. In addition, the study followed
the guidelines of the OECD Principles of Good Laboratory Practice and the Japanese
MHW Good Laboratory Practice Standard Ordinance for Nonclinical Laboratory Studies
on the Safety of Drugs (Ordinance No. 21, PAB Notification No. 424.)

This report contains serum sample results. As reported in NWB report NWBR00-122
[5.3], serum sample results obtained using plasma curves for PFOSA, PFOSAA, POAA,
PFHS, M556 and M570 did not mect NWB SOP requirements for validation.

Any known circumstances that may have affected the quality or integrity of the project or
reported data are discussed within the report. This report represents an accurate record of
the raw data.

p{/}mxx ﬂﬁx{z{/ﬂ//& J-R20-D¢

Connie O. Sakashita, B.S. Date
NWB Project Manager

5 / N E)
N~ FAl [1-2s-0)
RiAdger L. Foltz, Ph.D. ) Date
NWB Technical Director
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Quantitative Determination of PFOS and Related Compounds in Human

Serum and Plasma by LC/MS/MS

Sample Analysis Report for Protocol EPI-0012

1. INTRODUCTION

This report summarizes the analytical results from the quantitation of PFOS, PFOA,
PFHS, PFOSAA, PFOSA, M556, and M570 in human serum and plasma samples for 3M
Company (3M) in support of Protocol EPI-0012 [5.1]. The LC/MS/MS method for the
analytes has a targeted calibration curve range of 1.00 to 500 ppb (except for M556 which
has a LLOQ of 2.50 ppb). The actual calibration curve range for each analyte varies
based upon the persistent levels of the analyte in the matrix. For this study, the assay

exhibited the following LLOQ and ULOQ values:

Analyte LLOQ ULOQ
PFOS 3.94 ppb 414 ppb
PFOA 1.92 ppb 481 ppb
PFHS 1.36 ppb 523 ppb

PFOSAA 1.60 ppb 501 ppb

PFOSA 1.00 ppb 500 ppb
M556 2.50 ppb 500 ppb
M570 1.00 ppb 500 ppb

The sponsor was 3M Company (Epidemiology, Medical Department, 220-3W-05, St.
Paul, MN 55144), and the Study Director was Jeffrey H. Mandel, M.D., M.P.H. The
Study Contact at 3M was Jean Burris. James K. Lundberg was the technical contact at
3M. The following is a list of NWB supervisory personnel involved in the completion of
this work: Connie O. Sakashita, B.S. (NWB Project Manager); Patrick Bennett, M.S.,
M.B.A. (NWB Laboratory Director); Rodger L. Foltz, Ph.D. (NWB Technical Director).

- Laboratory personnel involved in the completion of this study included Suzanne
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Newman, B.S. (NWB Research Scientist); Emily Yardimci, B.S. (NWB Associate

Research Scientist).

NWB SOPs and guidelines were used in the conduct of this study and were available to

study personnel in electronic and/or hard copy formats.

Date Study Initiated: =~ 24-Sep-2000 Date Analyses Completed: 07-Apr-2001

The clinical study described in this report is not included within the definition of a GLP
regulated nonclinical study. However, Northwest Bioanalytical conducts all studies
within the guidelines of the U.S. FDA Good Laboratory Practice Regulations for
Nonclinical Laboratory Studies (Title 21 CFR Part 58), the OECD Principles of Good
Laboratory Practice and the Japanese MHW Good Laboratory Practice Standard
Ordinance for Nonclinical Laboratory Studies on the Safety of Drugs (Ordinance No. 21,
PAB Notification No. 424). Any changes to or deviations from the original protocol
(Analytical Plan) were documented through approved protocol amendments or deviation

memos and are retained within the raw data.
2. METHODOLOGY

The assay used for this study is reported in Northwest Bioanalytical reports NWBR0O0-
108 [5.2] and NWBRO00-122 [5.3]. Chinese human plasma was used for the calibration
curves and quality control samples. Serum sample results obtained using plasma curves

are discussed mn NWBRO00-122.

Samples for this study were received at NWB on the following dates:

Receipt Date Number of Samples Received Storage Condition
(except during analysis)

25-Jul-2000 243 -20 °C

26-Jul-2000 151 -20 °C
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Reference Material

Analyte Lot Number  Purity Expiration Date Source  Storage Conditions
PFOS 193 100%  31-Dec-2010 3M Room temperature*
PFOA 245 100%  31-Dec-2010 3M Room temperature*

PFHS SE-036 91.1%  01-Jan-2010 3M -20 °C
PFOSAA 617 53.8% 31-Dec-2010 M Room temperature
PFOSA 214 100%  31-Dec-2010 3M Room temperature

*Stored dry

Analyte Lot Number  Purity Expiration Date Source  Storage Conditions
MS556 NB113047-8D 99.89% 31-Dec-2010 M Room temperature
M570 118506-26 99.75% 31-Dec-2010 3M Room temperature
THPFOS 59909 90%  31-Dec-2010 3M Room temperature

The reference material purity for PFOS, PFOSA, PFHS, and PFOA was not available

prior to the conduct of this study. Therefore, the reference material purity was assumed to

be 100%.

3M contracted with Centre Analytical Laboratories, Inc., in State College, Pennsylvania
to determine the absolute concentration of PFOS, PFOA, and PFHS in NWB stock

solutions used to prepare the analytical standards and controls used for this studies. All

arrangements for purity determinations and the transfer of NWB solutions to Centre

Analytical Laboratories, Inc., were performed by 3M. Based on Centre Analytical

Laboratories’ results, the concentrations of plasma calibrator and quality control samples

were corrected using the following factors:

Analyte Correction Factor
PFOS ©0.821
PFOA 0.961
PFHS 1.043
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Eight or more calibration standards were prepared on the day of each run by adding

100 uL of blank Chinese human plasma and 400 puL of 50 mM ammonium acetate in
water (unadjusted pH ~6.9) to 13 x 100 mm polypropylene tubes. After a brief vortex
mixing, 10.0 uL of the appropriate spiking solution was added. The final calibration

standard concentrations in human plasma for each analyte are listed below:

Analyte Calibration Standard Concentrations*
PFOS 3.94,5.17,11.3,23.6,44.2, 85.4, 209, 332 and 414ppb
PFOA 1.92, 3.36, 10.6, 25.0,49.0, 97.1, 241, 385 and 481 ppb
PFHS 1.36,2.92, 10.7, 26.5, 52.6, 104, 262, 418 and 523 ppb
PFOSAA 1.60, 3.10, 10.6, 25.6, 50.6, 101, 251, 401 and 501 ppb
PFOSA 1.00, 2.50, 10.0, 25.0, 50.0, 100, 250, 400 and 500 ppb
MS556 2.50, 10.0, 25.0, 50.0, 100, 250, 400 and 500 ppb (runs 1 —17)
3.20, 10.7, 25.7, 50.7, 101, 251, 401 and 501 ppb (run 18)
MS570 1.00, 2.50, 10.0, 25.0, 50.0, 100, 250, 400 and 500 ppb (runs 1 - 17)

1.90, 3.40, 10.9, 25.9, 50.9, 101, 251, 401 and 501 ppb (run 18)

* The target calibration curve range is 1.00 ppb to 500 ppb (except M556 which has a LLOQ of 2.50 ppb).
Each analyte has a different final curve range based upon the persistent levels of the analyte in the human
plasma used. Run 18 for M556 and M570 used a new pool of plasma with different persistent levels of
analyte.

In addition, blank human plasma samples, both with and without internal standard

(designated as QCOs and Blanks, respectively), were assayed in each analytical run.

Analytical QCs were prepared in Chinese human plasma on October 6, 2000, October 11,
2000, October 27, 2000 and March 8, 2001 and stored in a -20 °C freezer. For each run,

analytical QC levels were assayed in duplicate.

QC Concentrations (ppb)*

Analyte Low Medium High
PFOS 6.40 126 . 332
PFOA 4.81 145 385
PFHS 4.48 156 417

PFOSAA 4.60 151 401

PFOSA 4.00 150 400
MS556 4.00 150 400
M570 4.00 150 400

* The target QC concentrations are 4.00 ppb, 150 ppb and 400 ppb. Each analyte has different QC
concentrations based upon the persistent levels of the analyte in the human plasma used.
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The internal standard (THPFOS) was added to all serum samples (except Blanks) for a

final concentration of approximately 200 ppb.

The analytical method consisted of a liquid:liquid extraction procedure followed by
evaporation and reconstitution of the extract residue with 20 mM ammonium acetate in
water: 20 mM ammonium acetate in methanol (30:70 v/v). The samples were analyzed
by liquid chromatography/tandem mass spectrometry using an API 3000. The instrument
was operated in the multiple reaction monitoring (MRM) mode under optimized
conditions for PFOS, PFOA, PFHS, PFOSAA, PFOSA, M556 and M570 detection of the

negative ions formed by TurbolonSpray™ ionization.
SAMPLE ANALYSIS

PFOS, PFOA, PFHS, PFOSAA, PFOSA, M556, M570, and THPFOS chromatographic
peaks were integrated using the MacQuan software (version 1.6) with a smooth factor of
one. Quantitation was based upon quadratic regression analysis of weighted (1/x%)
calibration curves using area ratio vs. concentration utilizing Watson® DMLIMS software

(version 6.1.1.04). The samples were injected in a systematic order.
Acceptance Criteria

For an analytical run to be accepted, it must have met the acceptance criteria listed

below which are consistent with regulatory and industry recommendations.
Calibration Curve

Each run will include in duplicate calibration standards at six or more concentrations
covering the lower to upper limit of quantitation. For all analytes except PFOSA and
PFOSAA, at least three-fourths of the calibration standard’s back-calculated
concentrations must be within + 15% (+ 20% for LLOQ) of their individual target
concentrations. For PFOSA and PFOSAA, at least three-fourths of the calibration

standard’s back-calculated concentrations must be within + 20% (£ 25% for LLOQ)
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of their individual target concentrations. A calibration standard will be considered an

outlier if it is greater than two times the acceptance criteria for that standard.
Lower Limit of Quantitation

The back-calculated concentrations of at least one of the duplicate lowest points in the
calibration curve must be within + 25% of the target concentration for PFOSA and
PFOSAA to qualify as the LLOQ and within + 20% of the target concentration to
qualify as the LLOQ for all other analytes. If this criterion is not met, the next level is

subjected to the same test and the LLOQ raised accordingly.
Quality Control Samples

Each analytical run will include low, medium and high QC samples in duplicate. The
measured concentrations of at least two-thirds of all analytical QCs must be within

+ 20% of their target concentrations (+ 25% for PFOSA and PFOSAA), and no two
QCs at the same concentration can be outside the limit. If study samples require
dilution, a dilution QC will be analyzed in triplicate for each dilution level (except for
PFOSA and PFOSAA which should not be diluted with control matrix). At least two
dilution QCs at each level must be within + 20% of its target concentrations in order
to accept diluted study samples at that level. The dilution QC acceptance is

independent of the undiluted analytical QC acceptance.
4. RESULTS AND DISCUSSION

Serum sample results obtained using plasma curves for PFOA, PFHS, PFOSAA, PFOSA,
M556, and M570 did not meet NWB SOP requirements for validation. Results may vary
on average up to 26% from results obtained using human serum calibration curves at
some concentration levels for PFOA, PFHS, PFOSAA, M556, and M570. For PFOSA,
results may vary on average up to 43% from results obtained using human serum
calibration curves. This data is reported in Assay Revalidation Addendum Report
NWBRO00-122 [5.3]). However, in order to obtain the lower limit of quantitation of less

than 5 ppb required by the sponsor, it was necessary to use plasma calibration curves.
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Each accepted run met the acceptance criteria set for the calibration curve points, for the

lower limit of quantitation (LLOQ) and for the analytical quality control (QC) samples.

Run PFOS PFOA PFHS PFOSAA Comments
ID Result Result Result Result
1 Accepted Rejected Accepted Accepted  Calibration curve failed for
rejected analyte.
2 Accepted Accepted Accepted Accepted Pre-study assay evaluation.
3 Accepted Accepted Accepted Accepted
4 Accepted Accepted Accepted Accepted
5 Accepted Accepted Accepted Accepted
6 N/A Accepted N/A N/A
7 Accepted Accepted Accepted Accepted
8 Accepted Accepted Accepted Accepted
9 Accepted Accepted Accepted Accepted
10 Accepted Accepted Accepted Accepted
11 - - - - Run mistakenly created in
Watson DMLIMS system (no
data collected).
12 N/A N/A N/A N/A Reinjection of run 7.
13 N/A N/A N/A N/A Reinjection of run 8.
14 N/A N/A N/A N/A
15 Accepted Accepted Accepted Accepted
16 Rejected Rejected Rejected Rejected  Rejected due to sample
: preparation €rror.
17 Accepted Accepted Accepted Accepted
18 N/A N/A N/A N/A

N/A = not analyzed
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Run  PFOSA Result MS556 Result MS570 Result Comments
1D
1 Accepted Accepted Accepted
2 Accepted Accepted Accepted Pre-study assay evaluation.
3 Accepted Accepted Accepted
4 Accepted Accepted Accepted
5 Accepted Accepted © Accepted
6 N/A N/A N/A
7 Accepted Rejected Rejected QCs failed for rejected
analytes.
8 Accepted Rejected Accepted Calibration curve failed for
_ rejected analyte.
9 Accepted Accepted Accepted
10 Accepted Accepted Accepted
11 - - - Run mistakenly created in
Watson DMLIMS system (no
data collected).
12 N/A Accepted Rejected Reinjection of run 7. QCs
_ failed for rejected analytes.
13 N/A Accepted N/A Reinjection of run 8.
14 N/A N/A Accepted
15 Accepted Accepted Accepted
16 Rejected Rejected Rejected Rejected due to sample
preparation error.
17 Accepted Rejected Rejected QCs failed for rejected
analytes.
18 N/A Accepted Accepted

N/A = not analyzed

One of the medium QC replicates in Run 17 gave very high PFOSA and PFOSAA
results. These results appear to be outliers which skew the overall study statistics.

Without inclusion of this QC result, the medium QC statistics are as follows:

PFOSAA PFOSA

Mean 162 153
S.D. 18.5 17.7
%CV 11.0 11.6
%Theoretical 107.3 102.0
%Bias 7.3 2.0
N 19 19
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Any known circumstances that may have affected the quality or integrity of the data are

included in this report.
REFERENCES
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DATA RETENTION

The raw data and final report for this study will be stored in the NWB Archives, 1121
East 3900 South, Salt Lake City, UT 84124 per regulations and contract agreement. After
submission of the final report to the Sponsor, remaining study samples will be stored
under required conditions until confirmation of Sample Disposition/Return Authorization
is received from the Sponsor. 3M Company will be notified concerning final disposition

of records at completion of contract obligations.
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Table 1. Calibration Curve Summary for PFOS

Quadratic weighted 1/x%. All concentrations are expressed as ppb.

Run Date Run A B C R-Squared | LLOQ | ULOQ
Number
13-Oct-2000 1~ |-0.000005 | 0.029065 | 0.003518 0.9970 3.94 414
14-Oct-2000 3 -0.000007 | 0.030835 [ -0.004262 | 0.9967 3.94 414
16-Oct-2000 5 -0.000007 | 0.024230 | -0.022998 | 0.9930 3.94 414
18-Oct-2000 4 -0.000010 | 0.028656 | 0.010100 0.9911 3.94 414
19-Oct-2000 9 -0.000002 | 0.020051 | 0.008280 0.9944 3.94 414
20-Oct-2000 7 -0.000008 | 0.021563 | 0.013487 0.9881 3.94 414
20-Oct-2000 8 -0.000009 | 0.021893 | 0.002918 0.9922 3.94 414
23-0ct-2000 10 -0.000010 | 0.022789 | 0.007538 0.9836 3.94 414
31-Oct-2000 15 -0.000005 | 0.027791 | 0.010909 0.9956 3.94 414
23-Mar-2001 17 0.000002 | 0.039134 | 0.020796 0.9869 3.94 414
Mean -0.000006 | 0.026601 | 0.005029 0.9919
S.D. 0.000004 | 0.005748 | 0.011906 0.0045
%CV -66.7 21.6 236.7 0.5
n 10 10 10 10

A, B, and C are coefficients used to define the calibration curve.
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Table 2. Calibration Curve Summary for PFOA

Quadratic weighted 1/x’. All concentrations are expressed as ppb.

Run Date Run . A B C R-Squared | LLOQ | ULOQ
Number
14-Oct-2000 3 0.000000 | 0.021802 | -0.010687 | 0.9983 1.92 481
15-Oct-2000 0.000002 | 0.022043 | -0.000611 0.9982 1.92 481

16-Oct-2000 0.000000 | 0.013756 | -0.007270 | 0.9982 1.92 481

6
5
18-Oct-2000 4 -0.000001 | 0.015425 | -0.002433 | 0.9964 1.92 481
9
7
8

19-Oct-2000 0.000004 | 0.015292 | 0.002113 0.9875 1.92 481
20-Oct-2000 0.000000 | 0.014501 | -0.003931 0.9979 1.92 481
20-Oct-2000 0.000001 | 0.013316 | -0.003358 | 0.9964 1.92 481
23-Oct-2000 10 0.000001 | 0.013509 | 0.001640 0.9856 1.92 481
31-Oct-2000 15 0.000001 | 0.018750 | 0.001244 0.9967 1.92 481
23-Mar-2001 17 0.000001 | 0.008393 | 0.007706 0.9842 1.92 481
Mean 0.000001 | 0.015679 | -0.001559 | 0.9939
S.D. 0.000001 | 0.004165 | 0.005206 0.0057
%CV 100.0 26.6 -333.9 0.6
n 10 10 10 10

A, B, and C are coefficients used to define the calibration curve.
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Northwest Bioanalytical Study No. NWBS00-091
Report No. NWBR01-065

Table 3. Calibration Curve Summary for PFHS

Quadratic weighted 1/x>. All concentrations are expressed as ppb.

Run Date Run A B C R-Squared | LLOQ | ULOQ
Number
13-Oct-2000 1 -0.000010 | 0.030430 | 0.000781 0.9973 1.36 523
14-Oct-2000 3 -0.000010 | 0.031509 | 0.004692 0.9958 1.36 523
16-Oct-2000 5 -0.000009 | 0.027185 | -0.000974 | 0.9926 1.36 523
18-Oct-2000 4 -0.000007 | 0.026276 | 0.001867 0.9986 1.36 523
19-Oct-2000 9 -0.000005 | 0.026618 | 0.007959 0.9895 1.36 523
20-Oct-2000 7 -0.000006 | 0.027614 | 0.003405 0.9949 1.36 523
20-Oct-2000 8 -0.000005 | 0.024990 | 0.005704 0.9975 1.36 523
23-Oct-2000 10 -0.000004 | 0.024289 | 0.010779 0.9948 1.36 523
31-Oct-2000 15 -0.000009 | 0.031737 | 0.006465 0.9976 136 523
23-Mar-2001 17 -0.000002 | 0.021861 | 0.020425 0.9959 1.36 523
Mean -0.000007 | 0.027251 | 0.006110 0.9955
S.D. 0.000003 | 0.003211 [ 0.006113 0.0027
%CV -42.9 11.8 100.0 0.3
n 10 10 10 10

A, B, and C are coefficients used to define the calibration curve.
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Table 4. Calibration Curve Summary for PFOSAA

Quadratic weighted 1/x*. All concentrations are expressed as ppb.

Run Date Run A B C R-Squared | LLOQ | ULOQ
Number
13-Oct-2000 1 0.000005 | 0.026658 | 0.002620 0.9900 1.60 501
14-Oct-2000 3 0.000004 | 0.033575 | -0.001462 | 0.9859 1.60 501
16-Oct-2000 5 0.000000 | 0.025009 | -0.008698 | 0.9925 1.60 501
18-Oct-2000 4 0.000001 | 0.036355 | -0.011781 0.9936 1.60 501
19-Oct-2000 9 0.000002 | 0.021746 | 0.017518 0.9772 1.60 501
20-Oct-2000 7 -0.000004 | 0.030680 | 0.001307 0.9809 1.60 501
20-Oct-2000 8 -0.000005 | 0.035370 | -0.003269 | 0.9912 1.60 501
23-Oct-2000 10 -0.000003 | 0.025921 | 0.008516 0.9750 1.60 501
31-Oct-2000 15 -0.000001 | 0.023946 | -0.003099 [ 0.9952 1.60 501
23-Mar-2001 | - 17 0.000001 | 0.007894 | 0.004964 0.9685 1.60 501
Mean 0.000000 | 0.026715 | 0.000662 0.9850
S.D. 0.000003 | 0.008305 [ 0.008466 0.0091
%CV 31.1 1278.9 0.9
n 10 10 10 10

A, B, and C are coefficients used to define the calibration curve.
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Table 5. Calibration Curve Summary for PFOSA

Quadratic weighted 1/x>. All concentrations are expressed as ppb.

Run Date Run A B C R-Squared | LLOQ | ULOQ
Number
13-Oct-2000 1 -0.000005 | 0.059585 | 0.013519 0.9914 1.00 500
14-Oct-2000 3 -0.000005 | 0.060205 | 0.017572 0.9940 1.00 500
16-Oct-2000 5 -0.000004 | 0.047126 | -0.000891 | 0.9938 1.00 500
18-Oct-2000 4 -0.000010 | 0.071207 | 0.006196 0.9853 1.00 500
19-Oct-2000 9 0.000000 | 0.036297 | 0.011607 0.9891 1.00 500
20-Oct-2000 7 -0.000007 | 0.041996 | 0.014850 0.9813 1.00 500
20-Oct-2000 8 -0.000010 | 0.046357 | 0.008887 0.9868 1.00 500
23-0ct-2000 10 -0.000013 | 0.044171 | 0.009049 0.9824 1.00 500
31-Oct-2000 15 -0.000013 | 0.052859 | 0.003517 0.9949 1.00 500
23-Mar-2001 17 0.000002 | 0.034802 | 0.013699 0.9847 1.00 500
Mean -0.000006 | 0.049461 | 0.009801 0.9884
S.D. 0.000005 | 0.011496 | 0.005641 0.0050
%CV -83.3 232 57.6 0.5
n 10 10 10 10

A, B, and C are coefficients used to define the calibration curve.
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Table 6. Calibration Curve Summary for M556

Quadratic weighted 1/x*. All concentrations are expressed as ppb.

Run Date Run A B C R-Squared | LLOQ | ULOQ
Number

13-Oct-2000 1 0.000002 | 0.018046 | 0.011395 0.9826 2.50 500
14-Oct-2000 3 0.000000 | 0.025056 | 0.002464 0.9875 2.50 500
16-Oct-2000 5 -0.000002 | 0.019822 | -0.004705 | 0.9931 2.50 500
18-Oct-2000 4 -0.000004 | 0.027460 | -0.000627 | 0.9882 2.50 500
19-Oct-2000 9 0.000000 | 0.021846 | 0.010790 0.9800 2.50 500
21-Oct-2000 13 -0.000006 | 0.029287 | 0.003549 0.9936 2.50 500
22-Oct-2000 12 -0.000006 | 0.026339 | 0.005660 0.9846 2.50 500
23-Oct-2000 10 -0.000009 | 0.025551 | -0.002177 | 0.9893 2.50 500
31-Oct-2000 15 -0.000001 | 0.018373 | 0.001923 0.9972 2.50 500
07-Apr-2001 18 0.000001 | 0.007457 | 0.002028 0.9924 3.20 501

Mean -0.000002 | 0.021924 | 0.003030 0.9889

S.D. 0.000004 | 0.006400 { 0.005167 0.0054

%CV -200.0 29.2 170.5 0.5

n 10 10 10 10

A, B, and C are coefficients used to define the calibration curve.
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Table 7. Calibration Curve Summary for M570

Quadratic weighted 1/x*. All concentrations are expressed as ppb.

Run Date Run A B C R-Squared | LLOQ { ULOQ
Number
13-Oct-2000 1 -0.000004 | 0.044503 | 0.006965 { 0.9918 1.00 500
14-Oct-2000 3 -0.000007 | 0.055032 | 0.008879 | 0.9884 1.00 500
16-Oct-2000 5 -0.000008 | 0.039426 | 0.001905 [ 0.9946 1.00 500
18-Oct-2000 4 -0.000012 | 0.056127 { 0.004675 | 0.9929 1.00 500
19-Oct-2000 9 0.000001 | 0.035531 | 0.023102 | 0.9784 1.00 500
20-Oct-2000 8 -0.000017 | 0.055069 | 0.020659 | 0.9948 1.00 500
23-Oct-2000 10 -0.000006 | 0.040644 | 0.023177 | 0.9892 1.00 500
30-Oct-2000 14 -0.000004 | 0.033297 | 0.021686 [ 0.9878 1.00 500
31-Oct-2000 15 -0.000006 | 0.038561 | 0.012040 { 0.9924 1.00 500
07-Apr-2001 18 -0.000001 | 0.034524 | 0.014973 | 0.9858 1.90 501
Mean -0.000006 | 0.043271 | 0.013806 | 0.9896
S.D. 0.000005 | 0.008970 | 0.008054 | 0.0049
%CV -83.3 20.7 583 0.5
n 10 10 10 10

A, B, and C are coefficients used to define the calibration curve.
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Table 8. Back-Calculated Concentrations of Calibration Standards for PFOS

Quadratic weighted 1/x. All concentrations are expressed as ppb.
P pp

Run Date Run 394 | 517 | 113 | 23.6 | 442 | 854 | 209 | 332 | 414
Number

13-O¢t-2000 1 3.81 5.60 122 | 242 | 43.7 | 864 ) 209 | 331 | 415
3.81 5.08 11.2 | 221 | 451 | 774 | 220 | 336 | 406

14-Oct-2000 3 3.83 | 487 11.6 | 241 | 43.1 [ 83.3 | 203 | 336 | 428
*735 1 533 125 | 249 [ 425|775 | 215 | 325 | 414

16-Oct-2000 5 408 | 5.12 113 | 23.1 | 426 | 71.2 { 201 | 324 | 406
365 | 5.16 | 129 | 246 | 458 | 90.2 | 200 | 363 | 427

18-Oct-2000 4 430 | 5.63 125 | 26.1 | 46.6 | 85.9 | 218 | 350 | 442
3.54 | 472 102 | 223 [ 423 | 78.6 | 199 | 316 | 392

19-Oct-2000 9 430 | 492 103 | 241 | 505 | 782 | 213 | 342 | 410
3.80 | 5.23 10.8 | 242 | 463 | 78.8 | 212 | 336 | 403

20-Oct-2000 7 332 | 482 100 | 21.7 [ 442 | 779 | 212 | 322 | 395
467 | 542 12.1 247 | 49.8 | 854 | 219 | 334 | 430

20-Oct-2000 8 376 | 4.79 113 | 232 | 41.8 | 76.7 | 200 | 327 | 431
373 | 6.03 11.8 | 26.1 | 47.7 | 80.9 | 204 | 333 | 434

23-Oct-2000 10 380 | 456 | 995 | 207 | 532|775 | *122 | 307 | 371
428 | 550 [ 125 | *3.05 | 449 | 89.6 | 197 | 365 | 464

31-Oct-2000 15 3.65 | 5.67 120 | 234 450 | 842 | 224 | 347 | 424
4.10 | 490 [ 10.7 | 233 | 423 | 845 | 203 | 345 | 368

23-Mar-2001 17 4.01 570 | 10.6 | 26.0 | 412 | 814 | 232 | 293 | 419
342 | 5.60 113 | 203 | 485 89.2 | 186 | 380 | 399

Mean 389 | 523 114 | 236 | 454 | 81.7 | 209 | 336 | 414
S.D. - 10337 10401 [ 0913 | 1.68 | 3.24 | 5.11 | 11.1 | 20.0 | 23.0

%CV 8.7 7.7 8.0 7.1 7.1 | 6.3 5.3 6.0 | 56

%Bias -1.3 1.2 0.9 0.0 27 | 431} 00 12 | 00

n 19 20 20 19 20 20 19 20 20

* Sample deactivated as an outlier (not included in summary statistics)
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Table 9. Back-Calculated Concentrations of Calibration Standards for PFOA

Quadratic weighted 1/x*. All concentrations are expressed as ppb.

Run Date Run 192 | 336 | 10.6 | 25.0 | 49.0 | 97.1 | 241 | 385 | 481
Number .

14-Oct-2000 3 197 | 336 | 105 | 253 | 502 | 944 | 240 | 388 | 470
*7.07 | 312 | 114 | 259 | 464 | 92.6 | 248 | 396 | 480

15-Oct-2000 6 195 | 343 | 9.83 | 25,6 | 469 | 973 | 245 | 380 | 461
1.89 | 334 | 104 | 265 | 502 | 928 | 256 | 396 | 480

16-Oct-2000 5 1.99 | 333 109 | 257 | 48.8 | 89.6 | 241 | 402 | 483
1.85 | 3.33 105 | 26.1 | 50.7 | 92.5 | 233 | 402 | 461

18-Oct-2000 4 174 1 325 1 997 | 257 | 47.0 | 935 | 236 | 403 {466
216 | 332 | 105 | 259 | 526 | 974 | 249 | 386 | 475

19-Oct-2000 9 202 | 283 | 896 | 239 | 538 | 81.6| 244 | 371 | 454
212 | 3.08 | 104 | 285 | 554 | 986 270 | 403 | 478

20-Oct-2000 | 7 177 | 3.52 | 998 | 255 | 50.0 | 92.7 | 243 | 371 | 478
205 | 328 | 10.7 | 247 | 52.0 | 95.1 | 244 | 384 | 497

20-Oct-2000 8 199 | 292 | 107 | 258 | 48.1 | 94.6 | 243 | 392 | 493
1.88 | 362 | 11.0 | 26.7 | 50.0 | 88.7 | 226 | 382 | 485

23-Oct-2000 10 204 | 322 | 109 | 251 | *69.9 | 110 | 173 | 408 | 476
2.00 | 2.81 10.8 | *10.2 | 489 | 108 | 225 | 414 | 493

31-Oct-2000 15 194 | 349 | 980 | 249 | 472 | 89.3 | 250 | 383 | 470
1.88 | 336 | 107 | 266 | 49.5 | 99.2 | 247 | 427 | 443

23-Mar-2001 17 1.54 | 2.87 | 125 | 274 | 502 | 90.7 | 256 | 383 | 492
240 | 340 | 107 | 207 | 485 | 99.6 | 222 | 400 | 465

Mean 196 | 324 | 106 | 256 | 49.8 | 949 | 240 | 394 | 475
S.D. 0.178 | 0.234 | 0.705 | 1.56 | 239 | 641 | 193 | 143 | 14.0

%CV 9.1 7.2 6.7 6.1 4.8 68 | 80 | 36 | 29

%Bias 2.1 -3.6 0.0 24 16 | -23|-04 ] 23 |-12

n 19 20 20 19 19 20 20 20 20

* Sample deactivated as an outlier (not included in summary statistics)
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Table 10. Back-Calculated Concentrations of Calibration Standards for PFHS

Quadratic weighted 1/x. All concentrations are expressed as ppb.

Run Date Run 136 | 292 | 10.7 | 26.5 | 52.6 | 104 | 262 | 418 | 523
Number

13-Oct-2000 1 1.25 | 3.25 107 { 259 | 51.1 | 101 | 248 | 398 | 528

1.37 | 3.03 1.1 | 262 | 526 | 99.7 | 272 | 431 | 543

14-Oct-2000 3 141 | 295 106 | 279 | 52.6 | 104 | 251 | 418 | 540

*741 | 256 | 122 | 266 | 522 | 947 | 254 | 418 | 539

16-Oct-2000 5 1.56 | 299 | 107 | 27.5 | 51.0 | 92.8 } 257 | 413 | 528

1.15 | 286 | 109 | 265 | 50.7 | 120 | 245 | 439 | 524

18-Oct-2000 4 1.38 | 293 106 | 29.0 | 51.6 | 109 | 252 | 426 | 537

*25.7 | 281 104 | 26.0 | 53.2 | 101 | 257 | 411 | 522

19-Oct-2000 9 139 | 293 | 879 | 25.0 | 558 | 84.1 | 255 | 430 | 511

123 | 345 11.5 | 27.8 | 56.1 | 106 | 278 | 421 | 524

20-Oct-2000 7 121 | 275 | 110 | 278 | 563 | 101 | 269 | 408 | 510

1.59 | 272 | 10.1 | 26.5 | 53.5 | 101 | 264 | 423 | 531

20-Oct-2000 8 141 | 290 | 114 | 286 | 529 | 102 | 259 | 429 | 557

131 | 290 | 104 | 269 | 53.1 | 93.1 | 248 | 411 | 516

23-Oct-2000 10 134 | 268 | 10.7 | 279 | *745 | 115 | *176 | 432 | 502

147 | 276 | 10.1 | *8.57 | 52.1 | 110 | 231 | 431 | 531

31-Oct-2000 15 1.30 | 3.01 112 | 26.0 | 49.7 | 98.7 | 268 | 419 | 530

142 | 277 | 112 | 274 | 52.0 | 102 | 266 | 455 | 478

23-Mar-2001° 17 141 | 3.13 10.6 | 28.1 525 | 985 | 283 | 405 | 527

' 131 | 271 108 | 285 | 48.1 | 104 | 237 | 449 | 512

Mean 136 | 290 | 107 | 272 | 52.5 | 102 | 258 | 423 | 525

S.D. 0.114 | 0.208 | 0.677 | 1.09 | 2.06 | 795 | 133 | 143 ] 169

%CV 8.4 7.2 6.3 4.0 3.9 78 | 52 34 | 32

%Bias 0.0 -0.7 0.0 2.6 02 | -19( -15 ] 12 | 04

n 18 20 20 19 19 20 19 20 20

* Sample deactivated as an outlier (not included in summary statistics)
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Table 11. Back-Calculated Concentrations of Calibration Standards for PFOSAA

Quadratic weighted 1/x*. All concentrations are expressed as ppb.

Run Date Run 1.60 310 | 10.6 | 25.6 | 50.6 | 101 | 251 | 401 | 501
Number

13-Oct-2000 1 1.54 3.29 104 | 247 | 455|913 | 236 | 383 | 472
1.50 3.50 112 | 251 | 542 ] 926 | 308 | 425 | 502

14-Oct-2000 3 1.61 2.40 109 | 242 | 450|934 ( 237 | 388 | 494
*5.30 | 3.55 129 | 277 | 469 | 983 | 292 | 405 | 506

16-Oct-2000 5 1.84 3.05 11.0 | 28.0 | 52.0 | 89.1 | 263 | 428 | 484
1.42 2.85 109 | 244 | 50.8 | 958 | 247 | 440 | 457

18-Oct-2000 4 1.45 281 | 101 | 23.1 | 492 [ 93.8| 250 | 384 | 472
1.73 349 | 106 | 26.1 | 53.7 | 110 | 269 | 424 | 506

19-Oct-2000 9 1.58 229 | 791 | 237 | 524 ] 89.8 | 248 | 371 | 450
1.74 3.61 104 { 29.1 | 625 | 100 | 287 { 435 | 516

20-Oct-2000 7 1.31 4.10 10.5 | 248 | 57.6 | 99.0 | *373 | 425 | 514
1.71 2.84 104 | 220 | 51.5 | 87.6 | 275 | 380 | 472

20-Oct-2000 8 1.72 3.26 10.7 | 26.6 | S3.1 1 102 } 291 | 424 } 536
1.40 334 | 916 | 268 | 46.5 | 94.0 | 237 | 356 | 469

23-Oct-2000 10 1.91 2.72 109 | 245 [ 685 | 104 | 179 | 424 | 502
1.52 2.56 10.6 | *1.44 | 49.1 | 102 | 238 | 409 | 540

31-Oct-2000 15 1.41 3.26 10.7 | 240 | 48.1 | 94.6 { 271 | 394 | 487
1.68 3.36 10.9 | 254 | 48.1 | 106 | 261 | 433 | 467

23-Mar-2001 17 *7.76 | 4.18 10.6 | 249 | 46.5| 945 | 301 | 321 | 525
1.32 323 103 173 | 59.0 ] 108 | 243 | 459 | 460

Mean 1.58 3.18 10.6 | 249 | 520 | 97.3 [ 260 | 405 | 492
S.D. 0.176 | 0.504 | 0.916 | 2.54 | 6.06 | 6.42 | 303 | 33.1 | 26.6

%CV 11.1 15.8 8.6 102 | 117 66 | 11.7 | 82 | 54
%Bias -1.3 2.6 0.0 27 {28 | 3.7 3.6 1.0 | -1.8

n 18 20 20 19 20 20 19 20 20

* Sample deactivated as an outlier (not included in summary statistics)
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Table 12. Back-Calculated Concentrations of Calibra_tion Standards for PFOSA

Quadratic weighted 1/x*. All concentrations are expressed as ppb.

Run Date Run 1.00 | 2,50 | 10.0 | 25.0 | 50.0 | 100 | 250 | 400 | 500
' Number

13-Oct-2000 1 101 | 284 | 106 | 258 | 46.6 | 93.0 | 249 | 390 | 510
0.864 | 291 | 102 | 224 | 493 | 87.2 | 275 | 408 | 493

14-Oct-2000 3 0980 | 2.21 | 103 | 258 | 458 | 98.5 | 242 | 375 | 513
*236 | 2.87 | 103 | 27.1 [ 46.0 | 94.0 | 277 | 395 | 510

16-Oct-2000 5 106 | 243 | 913 | 245 | 483 | 86.9 | 249 | 394 | 472
0924 | 266 | 11.2 | 256 | 54.0 | 97.1 | 255 | 458 | 485

18-Oct-2000 4 107 | 276 {126 | 263 | 544 | 98.8 | 285 | 417 | 508
0936 | 2.17 | 844 | 219 | 46.6 | 89.8 | 246 | 386 | 469

19-Oct-2000 9 1.15 | 236 | 879 | 258 | 592 83.0 | 268 | 399 | 496
0.882 | 2.52 | 947 | 27.1 | 53.8 | 89.7 | 260 | 410 | 480

20-0Oct-2000 7 0760 | 2.34 | 872 | 23.1 | 4821902 | 247 | 371 | 456
124 | 270 | 114 | 228 [ 59.1 | 105 | 281 | 405 | 541

20-Oct-2000 8 0.851 { 221 | 955 22.1 [ 440 ] 90.8 | 256 | 391 | 479
1.11 305 [ 103 | 29.2 [ 509 | 106 | 259 | 396 | 528

23-Oct-2000 10 0.939 | 2.19 }9.62 | 227 | 5501} 99.1 | 168 | 392 | 477
108 | 260 | 11.5| *1.08 | 55.8 | 102 | 227 | 474 | 573

31-Oct-2000 15 0930 | 2.62 | 996 | 257 | 528 | 101 | 289 | 438 | 529
106 | 248 | 945 | 241 | 472 | 100 | 229 | 362 | 453

23-Mar-2001 17 0984 | 294 | 9.66 | 263 | 50.7 } 93.2 | 285 | 370 | 522
0906 | 2.80 | 10.6 | 17.0 | 49.6 | 106 | 240 | 431 | 458

Mean 0986 | 2.58 | 10.1 | 245 | 509 [ 95.6 | 254 | 403 | 498
S.D. 0.117 | 0276 | 1.04 | 2.70 | 446 | 6.76 | 27.5 | 289 | 31.4

%CV 11.9 107 | 103 ] 11.0 | 88 | 7.1 [ 108 | 7.2 | 63

%Bias -14 3.2 1.0 2.0 18 | 44 ] 16 | 08 | -04

n 19 20 20 19 20 | 20 20 20 20

* Sample deactivated as an outlier (not included in summary statistics)

Page 28



6C 38

(sousnels Aleununs ur papa[oul Jou) JSI[IN0 Ue se pajeanoesp sjdweg ,

L¥S ely Iie 766 96V S6' 1+ (44 £7'T
1414 86¢ LSTx I'L6 879 8'CC 001 097 01 000Z-30-€C
Ya4 (443 £CC 0'¥8 Sov 0'ce 086 LTt
LLS Shv 66T 01 (413 ¥'9¢ (40! €L'T 4! 000T-3°0-2C
66v LTy LST 186 0vS 69T 101 L8T
00§ 68t 14 %4 826 8y (24 616 LA%4 el 0002-3°0-1¢
144 £EY ELT 101 v'6S §6T £6°6 £6'C
144 9LE LET S'8L 0¢Cs | X4 018 S1'C 6 000Z-10-61
9ts 134 vLT 41! 6°9¢ ['9C $8°6 68°C
Ssv SLE 8¢CC 8'68 9% LA X4 9’6 S1'e 4 000T-30-81
Yoy ory 0€T 9'88 ['evy 6'CC 01 v'C
86v 14%% (444 L06 L4 1'8¢C 801 £S°C S 0002-3°0-91
s S6¢ LLT S'L6 €Ly 1'8¢ 121! £6'C
L6y 1413 9¢C I'v6 8ty 8'¢T ¥'0I1 L6T £ 00020+
9T¢§ 0sy 10¢ I'L6 9°s¢ 9T el 68°C
(51724 86¢ 1€T 0'88 6ty vee $9°6 90T I 000Z-30-€1
Jaquny
I10S | 00S | T0¥ | 00V | IST | OST | 10L | 00T [ L°OS | 0°0S | L'ST | 0°ST [L°01 | 00 | 0TE | 0S°T uny e uny

‘qdd se passaidxs a1e suonenUaONOD |V "X/1 paySiom snespend)
9SSIAL 10] SPAEPUR)S UOHEIGI[ED JO SUOHE.IUDUC)) PIje[nd[e)-ydeg €] dqe]

$90- 10U IMN ON Hoday
160-00SHMN ON Apms [EonA[BUROLg 1SOMULION




0¢ 98eq

suone[no[es [eonsnels 1oy syutod e1ep JusIdIynsul = S|
(sonsnes AreURuNS Ul PIpN[OUl J0U) JIAI[INO UB St pajeanoesp djdweg ,

[4 81 C 81 [4 L1 [4 81 C 31 C Ll [4 81 [4 81 u

9v- | 80~y C9 | S1 (80| 80 OrT vos | ¥C i veE | 6¢ | 80 100 €0 £0 00 seld%

asr) 08 | dSI| 8L [ dSI| 901 | ASI} T8 |ASI{¢€Ol | dASI| L8 [|dASI| SL | dSI| T¢l AD%

asI| Let | ASI| 81¢€ { ASI | L9C | ASI | 6L°L | AST j TS | ASI | 61°C | AST | LPLO | ASI | 1£€°0 ‘as

8Ly | 96V | 9TV | 90¥ | 6VT | CST | TOL | 0°S6 [6°1S | LIS | L¥YT | TST |LOL| L66 | ITE | 0ST ues\

LLY LTY 6£C 101 19 49 60T AN $6'C

8Ly Y44 86¢ 666 S'ov ¥'8¢ L6°6 Ly'e 81 100Z-1dv-L0
oLy 8¢y 6¥C ¥01 6y 8°¢C 186 0Le
66% 88¢ 34 s6 6'1S £vC L96 €T ST 0002-1°0-1¢

JaquinN
10§ | 005 | 10K | OOF | IST | OST | TOL | OOL [ L°OS | 0°0S | L°'ST | 0°ST | LOL| 00 | 0T'E | 0ST uny aje(q uny

$90- 10U IMN ON Hoday
160-00SHMN ON Aprug

'qdd se passardxa are SuOnERUIIUOD [y X/[ PAIYSIom oneIpend

(PanupU0)) 9SSIAl 10J SPIEPUE)S UOHEIGI[E)) JO SUONEIIUIIUC)) PIje[nd[e)-yoeg ‘€] dqe],

[eonk[euBolg 1SOMULION




1€ 99eg

(sonsyeys Areunuuns ui papnjout jou) ISI[INO UL SB pIjeanoeap sjdweg ,

SLYy Iey st 601 908 6'ST v6'6 99'C 311

98y 6t (4214 L'e6 ['8% 9°tt 1ol 67T 8780 Sl 0002101 ¢
£33 (854 ¥ee £'86 8'8¢ §'LT £v'6 S1e €1l

16% 18¢ 1€2 ['e8 12174 LT 801 24 9€6'0 14 000Z-P0-0¢
1vs oy 6CC 601 s €11« 901 9Tt ¥0'1

£0S oty 6L1 801 ['Tis ¥'st vol 0€'C 20’1 01 000T-1°0-¢2
12°44 S9¢ |§%4 L06 6'SY 9t [4%:) 89°C $86'0

6SS (444 vLt 8'66 0'ts 0'9C 901 44 $66°0 3 000Z-30-0¢
49 1434 18¢ €01 €19 £'6¢ ol ¥9'C 911

(494 ¥9¢ 0¥t 768 SIS 9T S3L 8L'1 6£6'0 6 000T-30-61
£0S 9Ty 0LT 901 8vs 65T 1’01 9Lt (49!

9P S6t S¥e £66 ) S'Ly 8'7C 09°6 0Tt $68°0 14 000Z-10-81
6Ly 1294 1374 §°66 60 4 901 $e'C 0060 ,

98y 60¥ 09¢ L'68 L0s ¥'9¢ 9'01 £e'C 120 S 000Z-390-91
S0S 1104 98¢ v'L6 oLy 8'LT Sl 06T 66'C«

86¥ 98¢ LeT 0ve 144 [A%4 ¥ol 66’1 00°1 £ 000Z-P0t1
90¢ X4 4 $6C ['16 6'€s I'vt ¥'0l £6°C v66'0

6Ly 8¢ 9¢T £l6 LSy oyt £8'6 ¥9°¢C 8160 1 000Z90-¢1

. JaqunN
105 | 00S | YOV | 00F | EST | OST | ¥OT | OOL | 6°0S [ 0°0S | 6°ST | 0°ST | 6°0L [ 0°0T [ Ob'E€E | 0S°C | 06’1 | 00°L uny Neq uny

‘qdd se passaidxa aie sUOnEHUILUOD [V ° X paydam oneipend)
0LSIA 10J spaepue)g uoneiqipe)) jo suoeBIIUIIUO)) paje[nd[ed-yaey ‘#] dqel

$90- 10U AMN "ON Hoday
160-00SHMN "ON Api§

[eonAjeusoLg 1SIMYLON




7€ 98eg

SuONE[NO[ES [Bd1SHE)S 10] sjutod eIep JusIoInSul = (IS]
(sonsne)s Arewsuns ur papnjout Jou) III[INO Ue S pajeAnoesp ajdweg ,

[4 81 [4 81 [4 81 [4 81 [4 Ll [4 L1 [4 81 [4 81 4 L1 u
09-190 | SL| 8T |9~ |¥0- 0S| Tt | 9T 81 st | 0¢ 60 Ol | T8 | 8C | LY 01 seld%
dsI| 86 ydSI| €9 |dASI|OI1|dASI| 8L [ASI| 68 [ dASI| ¢L jdASI| 8L | dSI| LTI [ ASI| €01 AD%
aSI| 887 |ASI| 96T [ASI|SLT|ASI|LSL|ASI| SSv | ASI | €81 | ASI | 88L°0 | ASI | 60€°0 | ASI | ¥01°0 ‘as
ILy | L6V | Ley | LOY | LPT | 66T | 901 [ 696 | TTS | 605 | 0ST| SSC [OTL | IOl |TlE | €¥°C | 661 | 101 UesiN
99 9Ty 1€T 201 0'¢Zs s'el 601 06'C (44
9Ly 9ev £9¢ 601 £'Cs S0t 011 ree 9Ll 81 1002-1dv-L0
Jaquny
10S | 00S | 10F | OOV | EST | OST [ TOL | 00T (605 | 0°0S | 6'ST | 0°ST ; 6°0L [ 0°0L | Ob'E| 0S°T | 06T | 001 uny e uny

*qdd se passaidxs are suolENUIIUOD [y X/1 PaySiam oneipeng)
(panunuo)) LSIA 10j SPAEPUE)S UOHRIGI[ED) JO SUOHRIIUIIUC) PA)B[NIE)-Yory "H] dqeL

$90-10UEMN "ON Hoday
160-00SHMN "ON Aprug [eonA[BUEOLY 1SIMYLION]




Northwest Bioanalytical Study No. NWBS00-091
Report No. NWBRO01-065

Table 15. Analytical QC Summary for PFOS

All concentrations are expressed as ppb.

Run Date Run Number Low QC Medium QC | High QC
(6.40 ppb) (126 ppb) (332 ppb)
13-Oct-2000 1 6.41 132 330
6.14 127 355
14-Oct-2000 3 6.48 132 339
6.80 126 348
16-Oct-2000 5 7.41 109 353
*7.81 130 309
18-Oct-2000 4 5.61 120 266
5.31 107 302
19-Oct-2000 9 6.77 130 340
6.94 131 343
20-Oct-2000 7 *4.41 131 323
6.34 137 375
20-0Oct-2000 8 5.88 125 377
6.28 139 352
23-0Oct-2000 10 6.61 139 359
5.83 130 338
31-Oct-2000 15 6.62 129 323
6.18 135 322
23-Mar-2001 17 *4.60 135 354
6.50 *192 333
Mean 6.25 132 337
S.D. 0.826 16.5 25.7
%CV 13.2 12.5 7.6
%Theoretical 97.7 104.8 101.5
%Bias 23 43 1.5
n 20 20 20

* > +20% deviation from theoretical
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Table 16. Analytical QC Summary for PFOA

All concentrations are expressed as ppb.

Run Date Run Number | Low QC | Medium QC | High QC
(4.81ppb) | (145 ppb) (385 ppb)
14-Oct-2000 3 5.08 146 391
5.18 149 393
15-Oct-2000 6 445 147 359
4.72 143 377
16-Oct-2000 5 5.77 142 384
5.53 151 374
18-Oct-2000 4 4.57 147 399
4.64 157 388
19-Oct-2000 9 4.68 152 390
547 155 422
20-Oct-2000 7 *3.70 150 414
4.84 172 398
20-Oct-2000 8 4.83 152 *466
4.87 *181 386
23-Oct-2000 10 5.13 171 425
5.28 167 431
31-Oct-2000 15 4.87 156 399
4.90 147 380
23-Mar-2001 17 *2.72 159 412
4.85 152 381
Mean 4.80 155 398
SD. 0.660 10.5 243
%CV 13.8 6.8 6.1
%Theoretical 99.8 106.9 103.4
%Bias -0.2 6.9 34
n 20 20 20

* > +20% deviation from theoretical
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Table 17. Analytical QC Summary for PFHS

All concentrations are expressed as ppb.

Run Date Run Number | Low QC | Medium QC | High QC
(4.48 ppb) | (156 ppb) (417 ppb)
13-Oct-2000 1 4.24 149 373
4.43 139 421
14-Oct-2000 3 4.60 154 392
4.69 153 410
16-Oct-2000 5 5.35 159 441
' 4.81 156 386
18-Oct-2000 4 4.50 160 400
4.08 161 408
19-Oct-2000 9 4.66 159 415
4.83 155 419
20-Oct-2000 7 4.84 163 406
5.12 167 387
20-Oct-2000 8 4.36 157 469
5.21 *188 440
23-Oct-2000 10 4.64 172 425
4.66 178 442
31-Oct-2000 15 435 160 403
4.60 151 400
23-Mar-2001 17 4.29 155 428
4.06 171 406
Mean 4.62 160 414
S.D. 0.349 10.8 229
%CV 7.6 6.8 5.5
%Theoretical 103.1 102.6 99.3
%Bias 3.1 2.6 -0.7
n 20 20 20

* > +20% deviation from theoretical
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Table 18. Analytical QC Summary for PFOSAA

All concentrations are expressed as ppb.

Run Date Run Number | Low QC | Medium QC | High QC
(4.60 ppb) | (151 ppb) (401 ppb)

13-Oct-2000 1 5.10 162 411
5.08 152 456
14-Oct-2000 3 4.46 176 425
4.85 148 456

16-Oct-2000 5 *5.86 136 395
5.14 156 372

18-Oct-2000 4 - 4.08 136 379
3.98 152 346
19-Oct-2000 9 *3.38 150 401
443 152 426

20-Oct-2000 7 *3.10 183 462
4.26 *194 450

20-Oct-2000 8 4.73 184 *538
391 *201 377

23-Oct-2000 10 4.24 160 459
4.29 143 458

31-Oct-2000 15 4.43 160 393
4.03 157 394

23-Mar-2001 17 *2.38 172 463
4.11 *374 456

Mean 4.29 172 426

S.D. 0.772 50.8 45.0

%CV 18.0 29.5% 10.6

%Theoretical 93.3 113.9¢ 106.2
%Bias -6.7 13.9% 6.2
n 20 20 20

* > +25% deviation from theoretical 1 See comments in Section 4, Results and Discussion
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Table 19. Analytical QC Summary for PFOSA

All concentrations are expressed as ppb.

Run Date Run Number | Low QC | Medium QC | High QC
(4.00 ppb) | (150 ppb) (400 ppb)

13-Oct-2000 1 437 148 392
3.84 143 426
14-Oct-2000 3 3.72 166 420
421 148 449
16-Oct-2000 5 4.55 125 418
4.68 160 375

18-Oct-2000 4 3.29 127 *280
3.20 *109 334
19-Oct-2000 9 4.59 170 440
4.65 171 432
20-Oct-2000 7 *2.21 150 368
4.14 158 467
20-Oct-2000 8 3.64 155 467
4.08 163 350

23-Oct-2000 10 4.58 175 *483
4.07 146 450
31-Oct-2000 15 3.74 154 423
’ 4.10 158 412
23-Mar-2001 17 *2.33 180 434
447 *328 417
Mean 3.92 162 412
S.D. 0.712 429 49.8
%CV 18.2 26.5% 12.1

%Theoretical 98.0 108.0% 103.0
%Bias -2.0 8.0 3.0

n 20 20 20

* > +25% deviation from theoretical 1 See comments in Section 4, Results and Discussion
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Table 20. Analytical QC Summary for M556

All concentrations are expressed as ppb.

Study No. NWBS00-091
Report No. NWBRO1-065

Run Date Run Number | Low QC | Medium QC | High QC
(4.00 ppb) | (150 ppb) (400 ppb)

13-Oct-2000 1 3.65 149 398
428 155 459

14-Oct-2000 3 3.93 150 452
430 156 444

16-Oct-2000 5 *5.47 143 395
4.68 162 378

18-Oct-2000 4 3.81 140 407
3.96 157 395

19-Oct-2000 9 4.10 146 387
445 147 457

21-Oct-2000 13 3.64 145 426
4.14 167 411

22-0Oct-2000 12 *2.62 *194 432
3.33 177 401

23-Oct-2000 10 4.60 157 443
432 140 439

31-Oct-2000 15 3.95 161 417
3.93 149 406

07-Apr-2001 18 473 152 407
3.51 145 387

Mean 4.07 155 417

S.D. 0.599 13.1 25.2

%CV 14.7 8.5 6.0

%Theoretical 101.8 103.3 104.3

%Bias 1.8 33 43

n 20 20 20

* > +20% deviation from theoretical
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Table 21. Analytical QC Summary for M570

All concentrations are expressed as ppb.

Run Date Run Number | Low QC | Medium QC | High QC
(4.00 ppb) | (150 ppb) (400 ppb)
13-Oct-2000 1 4.60 157 408
4.46 148 454
14-Oct-2000 3 4.13 166 | 432
4.47 150 459
16-Oct-2000 5 *5.02 134 392
475 159 375
18-Oct-2000 4 3.58 - 135 384
351 150 352
19-Oct-2000 9 3.85 151 . 400
*4.84 157 434
20-Oct-2000 8 4.37 175 *561
3.68 *207 372
23-Oct-2000 10 4.20 167 468
443 148 473
30-Oct-2000 14 321 159 402
3.86 159 413
31-Oct-2000 15 3.70 164 410
_ 3.99 . 160 416
07-Apr-2001 18 *4.90 159 446
4.47 156 423
Mean 4.20 158 424
S.D. 0.512 152 46.2
%CV 122 9.6 10.9
%Theoretical 105.0 105.3 106.0
%Bias 5.0 53 6.0
n 20 20 20

* > +20% deviation from theoretical
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Table 22. Serum Study Sample Concentrations

All concentrations are expressed as ppb.

. NWBS00-091
NWBRO1-065

Sample [PFOS| PFOA* PFHS* PFOSAA* PFOSA* M3556* MS570*
No.

00223 | 239 |<LLOQ(1.92) 1.54 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) { <LLOQ(1.00)
00461 16.6 2.47 1.96 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <L.LOQ(1.00)
00660 13.8 2.52 <LLOQ(1.36) 3.12 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
00759 | 23.0 1.96 <LLOQ(1.36) 1.95 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
01339 16.3 2.79 1.38 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <L.LLOQ(1.00)
01346 10.9 | <LLOQ(1.92) | <LLOQ(1.36) { <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
01485 13.2 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
01696 18.6 2.43 1.36 <LLOQ(1.60) | <LLOQ(1.00) [ <LLOQ(2.50) 1.22
01739 15.7 | <LLOQ(1.92) | <LLOQ(1.36) [ <LLOQ(1.60} | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
01816 | 22.3 2.23 <LLOQ(1.36) [ <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
01997 67.8 2.65 3.63 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
02005 55.4 3.02 1.66 12.9 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
02393 25.8 | <LLOQ(1.92) 2.36 2.01 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
03257 | 414 2.13 1.46 1.65 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
03423 | 23.6 3.10 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
03450 | 60.1 3.57 3.11 1.86 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
03482 80.2 3.30 4.59 1.79 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
04063 32.8 3.31 3.18 <LLOQ(1.60) [ <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
04627 | 44.6 2.98 3.33 3.67 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
04789 | 25.5 4.53 1.65 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) [ <LLOQ(1.00)
04854 | 20.9 2.17 1.75 <LLOQ(1.60) [ <LLOQ(1.00) | <LLOQ(2.50) { <LLOQ(1.00)
05250 | 38.9 3.66 2.05 <LLOQ(1.60) ; <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
05325 56.0 6.57 449 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) j <LLOQ(1.00)
05333 37.5 2.58 2.97 <LLOQ(1.60) [ <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
05370 | 49.0 2.87 241 3.78 <LLOQ(1.00) { <LLOQ(2.50) | <LLOQ(1.00)
05447 | 32.4 3.86 2.54 1.71 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
05456 | 61.9 3.42 2.55 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
05570 | 50.4 2.50 1.87 1.67 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within +20%
(£25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.

* Serum sample results for PFOA, PFHS, PFOSAA, PFOSA, M556 and M570 obtained using plasma calibration
curves may vary from results obtained using serum calibration curves (see Results and Discussion section).
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Table 22. Serum Study Sample Concentrations (Continued)

All concentrations are expressed as ppb.

Sample [PFOS| PFOA* PFHS* PFOSAA* PFOSA* Ms556* Ms70*
No.

05573 { 52.1 2.81 2.00 2.14 <LLOQ(1.00) | <LLOQ(2.50) { <LLOQ(1.00)
05842 | 243 | <LLOQ(1.92) | <LLOQ(1.36) 1.67 <LLOQ(1.00) | <LLOQ(2.50) [ <LLOQ(1.00)
05843 | 26.3 | <LLOQ(1.92) 1.58 1.87 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10277 27.8 2.01 <LLOQ(1.36) 2.23 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10525 | 34.9 2.36 3.01 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10526 | 112 3.01 8.41 2.14 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10637 | 387 2.61 2.87 2.15 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10664 | 543 4.11 6.17 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10726 | 214 2.17 <LLOQ(1.36) 2.38 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10736 | 82.0 2.54 2.61 6.96 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10773 | 423 | <LLOQ(1.92) 4.05 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10837 52.7 2.07 3.49 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10873 | 35.0 2.31 193 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10881 | 30.6 |<LLOQ(1.92) 1.96 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10885 293 2.49 3.69 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10891 | 15.6 |<LLOQ(1.92) 142 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10899 | 24.0 3.11 1.88 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10910 | 23.5 {<LLOQ(1.92) 1.36 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10960 | 34.6 1.97 2.71 2.34 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
10991 | 26.1 | <LLOQ(1.92) 1.50 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
11174 | 24.6 2.59 2.06 1.83 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
11214 | 37.6 {<LLOQ(1.92) 1.52 <LLOQ(1.60) | <LLOQ(}.00) | <LLOQ(2.50) | <LLOQ(1.00)
11260 | 139 2.44 6.09 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
12651 | 19.5 |<LLOQ(1.92) | <LLOQ(1.36) 2.44 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
13214 | 22.7 | <LLOQ(1.92) 1.63 2.58 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
13225 19.2 1.98 1.50 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
13421 | 20.0 |<LLOQ(1.92) 1.57 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
13592 | 414 4.21 2.51 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within £20%
(£25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.

* Serum sample results for PFOA, PFHS, PFOSAA, PFOSA, M556 and M570 obtained using plasma calibration
curves may vary from results obtained using serum calibration curves (see Results and Discussion section).
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Table 22. Serum Study Sample Concentrations (Continued)

All concentrations are expressed as ppb.

NWBS00-091
NWBRO01-065

Sample |PFOS PFOA* PFHS* PFOSAA* PFOSA* MS556* MS570*
No.

13657 | 21.3 [<LLOQ(1.92) | <LLOQ(1.36) 2.52 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
13738 | 20.0 3.48 1.67 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
13911 8.76 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ{1.00) | <LLOQ(2.50) | <LLOQ(1.00)
14068 29.1 | <LLOQ(1.92) 1.96 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
14071 | 11.6 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
14089 30.8 2.15 1.45 1.74 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
14091 26.0 2.34 2.55 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
14338 | 33.7 1.93 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
14357 15.9 2.39 <LLOQ(1.36) 1.83 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
14363 | 46.8 2.34 3.06 2.45 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
14679 25.5 2.75 1.92 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) 1.12
14726 | 35.8 2.43 2.25 1.81 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
14863 | 223 2.06 <LLOQ(1.36) 3.28 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
14993 25.1 | <LLOQ(1.92) | <LLOQ(1.36) 1.83 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
15016 | 15.7 3.20 2.39 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
15317 | 243 2.17 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
15508 | 34.6 2.87 3.24 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
15744 | 36.3 2.84 2.93 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
15750 | 14.9 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
15756 | 16.9 2.73 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
20198 | 33.6 3.19 1.52 1.64 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
20219 | 574 6.19 6.33 3.78 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
20554 | 357 236 228 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
21040 | 40.2 1.96 1.92 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) 1.84
21476 | 24.5 2.09 <LLOQ(1.36) 2.00 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
23023 68.7 4.55 4.04 2.52 <LLOQ(1.00) | <LLOQ(2.50) { <LLOQ(1.00)
23704 | 15.0 2.10 <LLOQ(1.36) 1.88 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
23724 | 23.3 2.59 2.26 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within £20%
(£25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.

* Serum sample results for PFOA, PFHS, PFOSAA, PFOSA, M556 and M570 obtained using plasma calibration
curves may vary from results obtained using serum calibration curves (see Results and Discussion section).
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Sample |PFOS PFOA* PFHS* PFOSAA* PFOSA* M556* MS570*
No.

23957 | 32.0 3.83 4.08 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
24003 18.0 2.43 1.72 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
24020 327 2.28 <LLOQ(1.36) 5.29 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
24022 | 314 2.70 1.65 1.86 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
24077 215 2.00 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) } <LLOQ(1.00)
24138 | 364 2.29 2.45 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
24206 | 18.4 2.48 <LLOQ(1.36) 1.77 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
24363 | 35.9 2.11 <LLOQ(1.36) 2.38 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
24413 | 45.6 3.75 2.29 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
24421 | 7.14 |<LLOQ(1.92) | <LLOQ(1.36) 8.21 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
24958 | 41.4 3.28 1.69 2.06 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
24959 | 36.8 2.91 <LLOQ(1.36) 1.97 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
24963 46.8 6.11 4.57 3.01 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
24968 | 51.7 6.36 4.42 3.06 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
30612 | 20.1 1.94 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
30713 38.1 2.60 1.57 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) 3.92
31297 | 364 2.52 1.54 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
31432 | 353 3.28 2.00 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
31652 | 27.1 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
32126 | 396 3.09 2.16 <LLOQ(1.60) [ <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
32535 | 13.3 |<LLOQ(1.92) 175 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
32704 | 25.1 2.34 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
33007 | 45.0 2.97 1.43 1.94 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
33292 23.3 [<LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
33340 | 25.1 | <LLOQ(1.92) | <LLOQ(1.36) 5.68 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
33341 | 20.3 |<LLOQ(1.92) 1.43 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
33787 | 15.8 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
33788 | 27.1 3.01 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within +20%
(£25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.

* Serum sample results for PFOA, PFHS, PFOSAA, PFOSA, M556 and M570 obtained using plasma calibration
curves may vary from results obtained using serum calibration curves (see Results and Discussion section).
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- Table 22. Serum Study Sample Concentrations (Continued)

All concentrations are expressed as ppb.

Sample [PFOS| PFOA* PFHS* PFOSAA* PFOSA* MSs56* M570*
No.

33793 | 324 2.61 1.40 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) [ <LLOQ(1.00)
33897 | 68.2 2.32 2.54 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) [ <LLOQ(1.00)
33914 147 | <LLOQ(1.92) ER 3.17 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
33958 | 36.4 1.97 1.69 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
34087 | 42.0 2.54 1.86 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
34117 | 54.8 4.09 <LLOQ(1.36) 2.76 <LLOQ(1.00) | <LLOQ{2.50) { <LLOQ(1.00)
34119 141 3.97 291 1.77 <LLOQ(1.00) [ <LLOQ(2.50) { <LLOQ(1.00)
34222 134 3.25 5.17 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
34279 14.3 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) { <LLOQ(2.50) | <LLOQ(1.00)
34307 | 317 2.46 3.67 <LLOQ(1.60) |} <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
34549 178 3.51 10.6 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
34917 | 68.2 3.45 3.12 3.06 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
35082 | 29.4 2.09 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | ~ 4.40
35084 | 18.3 | <LLOQ(1.92) | <LLOQ(1.36) [ <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
35174 | 21.9 2.69 1.81 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
35253 | 67.6 2.47 5.72 2.00 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
35318 | 36.1 3.46 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) 3.44
35332 | 36.7 2.33 2.00 2.50 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
35346 | 45.0 3.57 2.00 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) { <LLOQ(1.00)
35576 | 33.1 8.03 1.70 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
35599 | 34.6 | <LLOQ(1.92) 1.44 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
35935 | 34.7 | <LLOQ(1.92) 1.64 227 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
35946 | 35.7 | <LLOQ(1.92) 1.72 272 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
35950 | 30.4 2.25 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) } <LLOQ(2.50) | <LLOQ(1.00)
35956 | 29.0 1.96 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
40106 | 59.7 3.99 5.19 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
40388 14.2 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) { <LLOQ(2.50) | <LLOQ(1.00)
40734 | 25.2 [<LLOQ(1.92) | <LLOQ(1.36) 2.16 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within £20%
(£25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.

* Serum sample results for PFOA, PFHS, PFOSAA, PFOSA, M556 and M570 obtained using plasma calibration
curves may vary from results obtained using serum calibration curves (see Results and Discussion section).
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All concentrations are expressed as ppb.
Sample |PFOS PFOA* PFHS* PFOSAA* PFOSA* M3556* Ms70*
No.
40790 | 325 2.44 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50} { <LLOQ(1.00)
40867 | 26.2 | <LLOQ(1.92) 1.75 <LLOQ(1.60) | <LLOQ(i.00) | <LLOQ(2.50) | <LLOQ(1.00)
40868 | 57.9 2.39 3.57 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
40881 29.6 3.47 1.53 1.65 <LLOQ(1.00) | <LLOQ(2.50) { <LLOQ(1.00)
40916 15.6 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
40955 | 9.52 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
40991 204 2.16 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) { <LLOQ(2.50) | <LLOQ(1.00)
40993 | 24.8 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41000 43.2 2.11 2.08 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) { <LLOQ(1.00)
41002 | 49.7 4.76 3.32 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41003 | 34.7 |<LLOQ(1.92) | <LLOQ(1.36) 2.34 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41012 | 29.1 1.95 2.19 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41014 | 413 2.80 3.90 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41020 | 42.1 2.96 231 250 | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41067 | 32.0 3.03 1.89 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41499 | 18.5 | <LLOQ(1.92) [ <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41508 | 20.2 2.64 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41509 | 253 2.67 1.40 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41516 | 54.6 3.05 2.30 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41523 27.8 3.23 1.92 <LLOQ(1.60) | <LLOQ(1.00) { <LLOQ(2.50) | <LLOQ(1.00)
41551 21.9 | <LLOQ(1.92) | <LLOQ(1.36) 1.72 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41559 | 55.2 3.06 2.16 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41566 | 375 2.78 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
41569 | 235 5.96 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41605 35.7 2.08 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) [ <LLOQ(2.50) { <LLOQ(1.00)
41611 14.6 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41613 | 323 1.98 1.57 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41620 | 22.4 6.13 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within $20%
(£25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.

* Serum sample results for PFOA, PFHS, PFOSAA, PFOSA, M556 and M570 obtained using plasma calibration
curves may vary from results obtained using serum calibration curves (see Results and Discussion section).
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Sample [PFOS| PFOA* PFHS* PFOSAA* PFOSA* MS556* M570*
No.

41621 11.8 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41623 20.3 2.39 <LLOQ(1.36) 1.60 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41626 18.1 [<LLOQ(1.92) | <LLOQ(1.36) [ <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) { <LLOQ(1.00)
41633 | 20.0 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41650 | 25.2 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(3.20) | <LL.OQ(1.90)
41665 | 25.2 2.42 <LLOQ(1.36) 1.99 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
41784 | 28.6 [<LLOQ(1.92) 1.86 2.24 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
41859 18.4 | <LLOQ(1.92) 1.63 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
42174 | 428 2.65 1.76 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
42524 | 321 5.78 1.50 2.79 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
42579 | 39.0 3.49 2.68 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
42621 40.5 2.32 2.16 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
42671 21.1 [<LLOQ(1.92) | <LLOQ(1.36) 2.95 <LLOQ(1.00) [ <LLOQ(2.50) 1.21
42818 19.5 3.06 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) [ <LLOQ(1.00)
43095 345 2.13 2.95 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
43146 | 49.0 3.86 5.05 <LLOQ(1.60) { <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
43246 | 503 2.76 2.72 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
43310 | 52.2 291 3.76 <LLOQ(1.60) | <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
43484 | 22.4 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
43519 12.4 | <LLOQ(1.92) { <LLOQ(1.36) 6.73 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
43520 | 38.2 [ <LLOQ(1.92) 4.15 <LLOQ(1.60) | <LLOQ(1.00) { <LLOQ(2.50) | <LLOQ(1.00)
43542 12.5 2.39 2.58 1.96 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
43864 | 28.4 2.23 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
43882 18.6 2.20 <LLOQ(1.36) 294 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
44145 344 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
44391 20.5 | <LLOQ(1.92) | <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
44448 38.3 2.16 2.60 2.42 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
45329 17.0 | <LLOQ(1.92) | <LLOQ(1.36) 431 <LLOQ(1.00) | <LLOQ(2.50) 2.83

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within +20%
(£25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.

* Serﬁm sample results for PFOA, PFHS, PFOSAA, PFOSA, M556 and M570 obtained using plasma calibration
curves may vary from results obtained using serum calibration curves (see Results and Discussion section).
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Table 22. Serum Study Sample Concentrations (Continued)

Sample |[PFOS PFOA* PFHS* PFOSAA* PFOSA* M556* M570*
No.
45330 16.3 [ <LLOQ(1.92) | <LLOQ(1.36) 4.61 <LLOQ(1.00) | <LLOQ(2.50) 2.67

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within 220%
(£25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.

* Serum sample results for PFOA, PFHS, PFOSAA, PFOSA, M556 and M570 obtained using plasma calibration
curves may vary from results obtained using serum calibration curves (see Results and Discussion section).
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Table 23. Plasma Study Sample Concentrations
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Sample | PFOS PFOA PFHS PFOSAA PFOSA M556 M570
No.
A-0150 | 229 323 <LLOQ(1.36) 3.29 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-0277 | 319 2.75 <LLOQ(1.36) |  5.18 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-0334 | 61.8 7.68 7.91 3.78 <LLOQ(1.00) | <LLOQ(2.50) 2.42
A-0790 | 333 12.8 232 2.85 <LLOQ(1.00) | <LLOQ(2.50) 1.80
A-1093 | 16.7 5.06 231 2.87 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-1211 | 29.3 4.84 1.91 2.50 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-1212 | 413 6.05 271 2.59 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-1242 | 185 2.00 <LLOQ(1.36) 3.08 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-1332 | 131 3.02 <LLOQ(1.36) 1.77 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-1335 | 89.6 6.46 6.88 6.07 <LLOQ(1.00) | <LLOQ(2.50) 1.24
A-1880 | 41.2 6.47 2.74 4.09 <LLOQ(1.00) 5.61 <LLOQ(1.00)
A-1929 | 16.6 2.64 <LLOQ(1.36) 3.15 <LLOQ(1.00) | <LLOQ(2.50) 1.04
A-2007 | 27.0 6.52 <LLOQ(1.36) 4.25 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-2159 | 282 5.83 <LLOQ(1.36) 2.64 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-2527 1 20.1 2.96 3.07 2.96 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-2542 | 29.0 4.43 1.47 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-2759 | 369 4.36 232 1.83 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-2760 | 27.5 4.56 <LLOQ(1.36) 3.33 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
A-2919 | 296 4.76 <LLOQ(1.36) 3.65 <LLOQ(1.00) | <LLOQ(2.50) 2.09
A-3003 | 64.8 5.34 2.55 2.44 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
\ A-3133 | 429 3.39 2.30 3.88 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
; A-3142 | 407 9.49 1.42 8.80 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
| A-3151 ] 105 2.12 <LLOQ(1.36) 2.47 <LLOQ(1.00) | <LLOQ(2.50) { <LLOQ(1.00)
A-3169 | 21.7 3.17 1.39 3.12 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3234 | 173 3.15 <LLOQ(1.36) 3.95 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
A-3260 | 69.1 5.57 2.35 2.50 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
A-3297 | 334 4.09 3.45 1.90 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3322 | 237 4.04 <LLOQ(1.36) 2.63 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3327 | 419 5.34 2.57 3.50 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within 320%
(¥25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.
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A-3354 [ 233 18.9 <LLOQ(1.36) 6.10 <LLOQ(1.00) { <LLOQ(2.50) | <LLOQ(1.00)
A-3355 ] 703 4.73 3.09 5.72 <LLOQ(1.00) ; <LLOQ(2.50) 2.26
A-3380 | 29.0 6.40 2.38 3.99 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3410 | 69.3 71.7 16.5 28.7 <LLOQ(1.00) | <LLOQ(2.50) 1.10
A-3439 | 61.7 10.8 2.40 3.86 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3442 | 273 6.42 2.15 2.96 <LLOQ(1.00) | <LLOQ(2.50) 1.07
A-3447 | 40.7 6.77 2.23 341 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3461 | 435 5.76 11.4 3.83 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3532 | 56.8 3.39 <LLOQ(1.36) 133 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3534 | 404 431 4.55 522 <LLOQ(1.00) | <LLOQ(2.50) 3.15
A-3600 | 38.6 5.43 3.14 3.93 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3630 1 323 5.74 1.79 293 <LLOQ(1.00) | <LLOQ(2.50) 2.14
A-3631 ] 17.9 4.90 <LLOQ(1.36) 2.60 <LLOQ(1.00) | <LLOQ(2.50) 3.64
A-3683 | 33.0 3.29 <LLOQ(1.36) 4.19 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3796 | 19.2 7.14 <LLOQ(1.36) 227 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3797 | 62.5 6.79 4.65 <LLOQ(1.60) { <LLOQ(1.00) | <LLOQ(2.50) 1.11
A-3834 | 48.6 6.50 431 2.66 <LLOQ(1.00) | <LLOQ(2.50) 1.63
A-3844 | 33.0 6.32 1.77 2.87 <LLOQ(1.00) | <LLOQ(2.50) [ <LLOQ(1.00)
A-3869 | 58.0 5.33 2.59 342 <LLOQ(1.00) | <LLOQ(2.50) 5.69
A-3954 1 29.2 3.58 1.48 4.23 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3955 | 229 3.67 1.94 2.02 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-3956 | 38.6 5.31 2.54 3.60 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-4060 | 45.0 5.92 14.1 7.14 <LLOQ(1.00) | <LLOQ(2.50) 1.43
A-4078 | 415 7.90 2.97 3.50 <LLOQ(1.00) | <LLOQ(2.50) 1.01
A-4097 | 196 5.51 1.64 2.1 <LLOQ(1.00) { <LLOQ(2.50) | <LLOQ(1.00)
A-4115 | 458 6.98 14.5 4.56 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-4173 | 60.5 9.61 1.45 5.15, <LLOQ(1.00) 3.34 1.35
A-4979 | 553 5.94 3.22 3.76 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-6362 | 30.9 4.54 235 1.60 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within +20%
(25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.
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A-6657 | 32.8 6.70 2.27 2.50 <LLOQ(1.00) | <LLOQ(2.50) 1.29
A-7535 | 455 5.59 2.84 3.64 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-7826 | 12.1 2.05 <LLOQ(1.36) 430 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-8008 | 28.4 5.39 3.15 1.96 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-8013 | 272 5.58 3.11 2.36 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
A-8028 | 53.6 5.63 1.44 4.40 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
‘A-8115 | 548 5.99 1.60 4.91 <LLOQ(1.00) { <LLOQ(2.50) | <LLOQ(1.00)
B-0585 | 35.2 3.51 1.55 1.79 <LLOQ(1.00) | <LLOQ(2.50) 1.32
B-1082 | 36.9 5.62 1.94 5.25 <LLOQ(1.00) | <LLOQ(2.50) 1.17
B-1112 | 20.8 2.95 1.56 2.26 <LLOQ(1.00) | <LLOQ(2.50) 1.04
B-1394 | 34.8 5.23 2.87 2.59 <LLOQ(1.00) | <LLOQ(2.50) 1.77
B-1739 | 12.2 3.03 7.17 4.05 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-1740 | 28.4 4.51 6.51 1.97 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-1783 | 50.1 6.40 221 295 <LLOQ(1.00) 5.19 1.69
B-2127 | 65.5 6.14 424 5.42 <LLOQ(1.00) | <LLOQ(2.50) 1.80
B-2170 | 334 439 1.98 2.38 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-2171 | 56.4 7.78 422 3.34 <LLOQ(1.00) | <LLOQ(2.50) 1.71
B-2199 | 40.3 533 3.01 2.24 <LLOQ(1.00) | <LLOQ(2.50) 2.86
B-2228 | 387 5.55 145 5.42 <LLOQ(1.00) | <LLOQ(2.50) 4.46
B-2584 | 58.6 6.42 2.34 5.24 <LLOQ(1.00) | <LLOQ(2.50) 1.11
B-2924 | 525 10.9 2.56 28.0 <LLOQ(1.00) 6.63 <LLOQ(1.00)
B-2938 | 45.8 7.32 3.97 4.06 <LLOQ(1.00) | <LLOQ(2.50) 1.11
B-3110 | 41.0 5.26 113 2.57 <LLOQ(1.00) | <LLOQ(2.50) 1.84
B-3114 | 318 3.99 1.41 3.90 <LLOQ(1.00) | <LLOQ(2.50) 1.61
B-3163 | 65.7 8.58 2.63 5.39 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3169 | 59.1 5.85 2.32 2.83 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3170 | 52.8 5.77 3.82 3.42 <LLOQ(1.00) | <LLOQ(2.50) <LLOQ(1.00)
B-3171 } 50.0 5.19 2.29 4.39 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3172 | 28.9 5.50 <LLOQ(1.36) 4.07 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within +20%
(£25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any

individual result may exceed the QC acceptance criteria.
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B-3195 | 24.2 4.56 1.87 2.90 <LLOQ(1.00) | <LLOQ(2.50) 1.27
B-3197 | 48.2 6.97 3.63 5.91 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3198 | 43.7 6.66 4.87 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3206 | 6.50 | <LLOQ(1.92) | <LLOQ(1.36) 2.71 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3211 | 39.7 5.41 437 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) 1.04
B-3212 | 38.6 6.46 2.96 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) 1.38
B-3225 | 40.7 6.76 15.2 2.30 <LLOQ(1.00) | <LLOQ(2.50) 1.44
B-3241 | 20.7 3.05 <LLOQ(1.36) 2.08 <LLOQ(1.00) | <LLOQ(2.50) 437
B-3242 | 22.7 2.66 <LLOQ(1.36) 2.45 <LLOQ(1.00) { <LLOQ(2.50) | <LLOQ(1.00)
B-3265 | 59.0 6.93 4.95 4.76 <LLOQ(1.00) | <LLOQ(2.50) 1.25
B-3266 | 22.4 3.76 2.14 3.78 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3276 | 32.9 5.69 2.18 3.65 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3282 | 44.1 4.89 4.05 6.60 <LLOQ(1.00) | <LLOQ(2.50) 5.46
B-3290 | 35.7 7.32 2.63 2.79 <LLOQ(1.00) [ <LLOQ(2.50) 1.33
B-3292 | 25.9 5.39 237 5.17 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3402 | 325 6.35 3.89 4.50 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3563 | 33.6 5.01 1.57 2.78 <LLOQ(1.00) | <LLOQ(2.50) 1.63
B-3575 | 13.6 4.49 1.57 2.20 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3844 | 18.1 457 224 2.08 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3852 | 36.1. 6.43 3.43 431 <LLOQ(1.00) | <LLOQ(2.50) 1.65
B-3948 | 41.0 5.54 2.64 5.16 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3952 | 38.7 7.77 4.31 2.56 <LLOQ(1.00) | <LLOQ(2.50) 1.01
B-3955 | 12.9 10.5 439 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3%60 | 18.1 2.91 3.09 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-3978 | 31.6 8.01 2.57 3.39 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
B-4054 | 11.6 3.32 1.60 471 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-4258 | 25.0 432 3.01 3.86 <LLOQ(1.00) | <LLOQ(2.50) 1.51
B-4259 | 34.6 4.40 1.56 3.22 <LLOQ(1.00) | <LLOQ(2.50) 1.57
B-4887 { 12.9 3.13 <LLOQ(1.36) 2.44 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within +20%
(225% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.
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B-5109 | 19.2 5.51 1.92 3.67 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-5434 | 29.5 6.21 3.40 3.71 <LLOQ(1.00) | <LLOQ(2.50) 3.74
B-5521 | 20.7 2.77 9.89 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-5548 | 375 6.21 4.18 3.09 <LLOQ(1.00) | <LLOQ(2.50) { <LLOQ(1.00)
B-5549 | 44.0 6.05 3.34 6.65 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-5966 | 32.1 8.38 8.98 2.47 <LLOQ(1.00) [ <LLOQ(2.50) | <LLOQ(1.00)
B-6165 | 57.3 12.5 30.3 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(3.20) | <LLOQ(1.90)
B-6201 | 16.5 4.14 2.47 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-6396 | 123 11.0 5.86 127 <LLOQ(1.00) 4.32 1.27
B-6397 | 23.0 4.43 1.67 3.00 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-6649 | 375 22.0 65.4 2.58 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-6883 | 34.9 5.95 9.16 4.98 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00}
B-7259 | 21.8 6.52 2.10 2.36 <LLOQ(1.00) | <LLOQ(2.50) 1.05
B-7512 | 24.8 6.37 2.62 2.27 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-7926 | 36.5 14.8 2.38 7.36 <LLOQ(1.00) } <LLOQ(2.50) 2.64
B-7936 | 36.3 135 1.95 7.61 <LLOQ(1.00) | <LLOQ(2.50) 2.65
B-7957 | 25.8 4.53 18.6 3.47 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
B-7962 | 24.2 3.89 16.2 3.56 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-0494 | 59.6 19.0 ° 48.1 5.02 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-1385 | 25.3 443 <LLOQ(1.36) 5.57 <LLOQ(1.00) | <LLOQ(2.50) 1.34
F-2872 | 53.0 7.27 3.23 330 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-3028 | 18.2 6.00 <LLOQ(1.36) 3.00 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-3029 | 275 333 1.83 225 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-3118 | 414 5.73 2.15 124 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-3233 | 39.7 5.69 133 2.42 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-3367 | 51.1 6.57 3.22 40.9 <LLOQ(1.00) | <LLOQ(2.50) 1.37
F-3368 | 423 5.86 2.79 10.1 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-4089 | 51.0 9.63 11.3 8.91 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-4166 | 41.1 6.71 3.13 4.04 <LLOQ(1.00) } <LLOQ(2.50) 2.18

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within +20%
(£25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.
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F-4441 | 25.7 5.32 3.08 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) 1.39
F-4456 | 48.2 6.96 2.59 3.16 <LLOQ(1.00) | <LLOQ(2.50) 1.33
F-4516 | 40.9 6.05 1.56 2.69 <LLOQ(1.00) | <LLOQ(2.50) 1.20
F-4995 | 27.8 5.68 5.17 2.00 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-5050 | 38.0 4.85 6.65 3.07 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-5112 | 33.2 5.15 2.46 342 <LLOQ(1.00) | <LLOQ(2.50) 2.06
F-5156 | 21.7 341 <LLOQ(1.36) | <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-5289 | 28.2 4.06 1.82 1.82 <LLOQ(1.00) | <LLOQ(2.50) 1.06
F-6133 | 31.7 3.91 3.82 4.62 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
F-6202 | 39.5 4.97 1.78 12.4 <LL.OQ(1.00) 2.70 <LLOQ(1.00)
F-6610 | 25.8 3.74 3.02 9.23 <LLOQ(1.00) | <LLOQ(2.50) 1.16
F-6614 | 29.2 3.67 3.98 9.72 <LLOQ(1.00) | <LLOQ(2.50) 1.22
F-6715 | 39.1 9.65 5.50 2.06 <LLOQ(1.00) { <LLOQ(2.50) 1.02
F-6716 | 37.3 10.2 5.13 1.97 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
L-0840 | 63.4 7.00 3.42 11.5 <LLOQ(1.00) | <LLOQ(2.50) 522
L-0866 | 24.5 8.86 5.54 2.22 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
1-0868 | 48.2 117 7.39 1.97 <LLOQ(1.00) | <LLOQ(2.50) 1.89
L-0948 | 48.1 6.53 4.15 3.68 <LLOQ(1.00) | <LLOQ(2.50) 1.37
L-1484 | 103 2.23 <LLOQ(1.36) 2.55 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
L-3082 | 35.6 6.68 2.07 3.23 <LLOQ(1.00) | <LLOQ(2.50) 1.34
L-4078 | 58.1 10.4 2.27 4.86 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
L4134 | 23.6 4.13 1.64 3.10 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
L-4535 | 16.6 3.81 <LLOQ(1.36) 1.85 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
L4553 | 40.2 7.49 6.57 2.79 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
L4637 | 61.1 9.10 2.28 86.0 <LLOQ(1.00) | <LLOQ(2.50) 1.91
L4731 | 33.0 5.62 <LLOQ(1.36) 40.8 <LLOQ(1.00) | <LLOQ(2.50) 1.14
L-4845 | 27.5 8.63 40.3 342 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
L-5881 | 22.8 3.18 <LLOQ(1.36) |  3.39 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
L-5945 | 18.4 4.00 1.59 <LLOQ(1.60) | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within +20%
(25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any
individual result may exceed the QC acceptance criteria.
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Table 23. Plasma Study Sample Concentrations (Continued)
All concentrations are expressed as ppb.
Sample | PFOS PFOA PFHS PFOSAA PFOSA M556 Ms570
No.

L-7039 | 32.7 5.60 3.25 2.48 <LLOQ(1.00) [ <LLOQ(2.50) 222
L-7225 | 32.1 454 4.69 243 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
L-7415 | 35.7 7.22 2.69 8.00 <LLOQ(1.00) 2.60 1.92
L-7472 | 30.0 4.84 2.65 3.73 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
L-7703 | 49.8 6.26 1.89 428 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
L-7709 | 43.7 5.87 1.84 3.66 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
L-7726 | 25.4 441 . 6.44 5.88 <LLOQ(1.00) | <LLOQ(2.50) 1.36
L-7728 | 31.9 5.82 8.25 7.98 <LLOQ(1.00) | <LLOQ(2.50) 1.65
M-0106 | 52.3 591 3.55 4.40 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
M-0160| 25.9 5.86 1.61 7.19 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
M-0424 | 67.6 8.85 6.08 3.66 <LLOQ(1.00) | <LLOQ(2.50) 1.17
M-0474 | 37.1 7.45 1.86 10.5 <LLOQ(1.00) | <LLOQ(2.50) 2.44
M-2136 | 41.3 6.34 1.51 490 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
M-2213 ] 424 4.89 2.03 2.89 <LLOQ(1.00) | <LLOQ(2.50) 1.09
M-2214 | 40.1 6.85 <LLOQ(1.36) 4.69 <LLOQ(1.00) { <LLOQ(2.50) | <LLOQ(1.00)
M-2228 | 322 6.40 5.29 5.04 <LLOQ(1.00) { <LLOQ(2.50) | <LLOQ(1.00)
M-2233 | 544 12.5 20.6 7.07 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
M-2247 | 333 7.51 <LLOQ(1.36) 4.81 <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
M-3719 | 20.7 3.07 | <LLOQ(1.36) 2.49 | <LLOQ(1.00) | <LLOQ(2.50) | <LLOQ(1.00)
M-4002 | 78.8 8.22 9.63 14.4 <LLOQ(1.00) { <LLOQ(2.50) 2.36
M-4294 | 37.0 5.99 8.73 2.90 <LLOQ(1.00) { <LLOQ(2.50) 3.25
M-4726 | 26.1 3.60 <LLOQ(1.36) 7.44 <LLOQ(1.00) | <LLOQ(2.50) 2.18
M-4732 | 25.3 3.23 <LLOQ(1.36) 7.00 <LLOQ(1.00) | <LLOQ(2.50) 2.06

NOTE: The method acceptance criteria states that the measured concentration for each QC must be within +20%
(£25% for PFOSA and PFOSAA) of the target concentration. The statistical error associated with any

individual result may exceed the QC acceptance criteria.
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Northwest Bioanalytical Study No. NWBS00-091
Report No. NWBRO01-065

Figure 1. Representative Calibration Curve for PFOS

Analytical Run 3 analyzed on 14-Oct-2000 Calibration Standards for PFOS (ppb)
Regression Method = QUADRATIC - Weighting Factor = 1/X**2

Quadratic Limit = 2200
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Figure 2. Representative Calibration Curve for PFOA
Analytical Run 3 anaiyzed on 14-Oct-2000 Calibration Standards for POAA (ppb)
Regression Method = QUADRATIC - Weighting Factor = 1/X**2
Quadratic Limit = 571000
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Figure 3. Representative Calibration Curve for PFHS

Analytical Run 3 analyzed on 14-Oct-2000 Calibration Standards for PFHS (ppb)
Regression Method = QUADRATIC - Weighting Factor = 1/X**2

Quadratic Limit = 1600
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Figure 4. Representative Calibration Curve for PFOSAA
Analytical Run 3 analyzed on 14-Oct-2000 Calibration Standards for PEOSAA (ppb)
Regression Method = QUADRATIC - Weighting Factor = 1/X**2
Quadratic Limit = 4280
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Figure 5. Representative Calibration Curve for PFOSA

Analytical Run 3 anatyzed on 14-Oct-2000 Calibration Standards for PFOSA (ppb}
Regression Method = QUADRATIC - Weighting Factor = 1/X**2

Quadratic Limit = 5900
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Figure 6. Representative Calibration Curve for M556
Analytical Run 3 anatyzed on 14-Oct-2000 Calibration Standards for M556 (ppb)
Regression Method = QUADRATIC - Weighting Factor = 1/X**2
Quadratic Limit = 108000
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Figure 7. Representative Calibration Curve for M570

Analytical Run 3 analyzed on 14-Oct-2000 Calibration Standards for M570 (ppb)

Regression Method = QUADRATIC - Weighting Factor = 1/X**2

Quadratic Limit = 3820
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Figure 8. Human Plasma Blank for PFOS
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Figure 9. Human Plasma Blank for PFOA
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Figure 11. Human Plasma Blank for PFOSAA
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Figure 12. Human Plasma Blank for PFOSA
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Figure 13. Human Plasma Blank for M556
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Figure 14. Human Plasma Blank for M570
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Figure 15. Human Plasma Blank with Internal Standard (QCO0) for PFOS
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Figure 16. Human Plasma Blank with Internal Standard (QCO0) for PFOA
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Figure 17. Human Plasma Blank with Internal Standard (QC0) for PFHS

[PFRS 1 . Current Method
internal Standard: THPFOS Noise Thres. 30 30
Quant Thres. 0.5 05
Use Area Min. Width 4 4
Absolute Retention Time Muilt. Width 10 10
Expected RT 3.62 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

s0081058001 5001 862081 QC 01

Mon, Cet 18, 200G 7:28 PM
8.98in 1 period

1: 8.98 MRM, 571 scans
399.0->80.0

Area 879

Height 95

Start Time 3.51
End Time 3.83
integration Width 0.32
Retention Time 3.77
Integration Type A-BB

A [obdh K

lm—_—ﬁ Current Method
Noise Thres. 10.0 10.0

use as Internal Standard Quant Thres, 10 1.0
Min. Width 3 3
Mult, Width 5 5
Expected RT 4.32 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

sC08105001 * 5001 SG0081 QC 01 No Comment
£

Sebenait S 178814
Mon, Oct 18, 2000 7:28 PM intensity : 17831 eps

8.98in 1 period

1. 8.98 MRM, 571 scans

427.0->407.0

Area 118018
Height 17845

Start Time 419 |
End Time 4.57 :I
| Integration Width 0.38
Retention Time 4.38
integration Type A-BB
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Figure 18. Human Plasma Blank with Internal Standard (QC0) for PFOSAA

[PFOSAA ] Current Method
Noise Thres. 4.0 40

Internal Standard: THPFQOS Quant Thres. 10 10
Use Area Min. Width 3 3
Absolute Retention Time Mult. Width 12 12
Expected RT 6.05 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

sG08105601 5001500061 QC0 1 NoComment

Mor, Oct 18, 200G 7:28 PM
8.88 in 1 period

1: 8.98 MRM, 571 scans

584.1->419.1

Area 1124

Height 193

Start Time 572
End Time

Integration Width
Ratention Time

Integration Type

(2] ¥ [viraly

mAeFos ] Current Method
use as Intemnal Standard g::; 2::: 122 132
Min. Width 3 3
Mult. Width 5 5

Expected RT 432 Base. Width 100 100
RT Win. {secs) 20 20
Smooth 1 1

5008105001 5001 $60091 QC 0 1

Mon, Oct 16, 200C 7:26 PM
8.98 in 1 period

1: 8.98 MRM, 571 scans

427.0->407.0

Area 118018
Height 17845

Start Time 4.19
End Time 4.57
Integration Width 0.38
R ion Time 4.38
Integration T A-BB

A eh

Page 73



Northwest Bioanalytical Study No. NWBS00-091
Report No. NWBRO01-065

Figure 19. Human Plasma Blank with Internal Standard (QC0) for PFOSA

m | Current  Method
Noise Thres. 3.0 30

Internal Standard: THPFOS Quant Thres. Y] 04
Use Area Min. Width 5 5
Absolute Retention Time Mult. Width 10 10
Expected RT 559 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

s009105001 5001500091 QCO1  No Comment

Mon, Oct 18, 2000 7:28 PM
§.88 in 1 period

1: 8.98 MRM, 571 scans

498.0->78.0

Area 1]
[Height __© i
Start Time 0.00
End Time 000 |
Integration Width
Retention Time

fFRPFOs ] Current _ Method
use as Internal Standard g::r: 2:2 122 1?3
Min. Width 3 3
Mult. Width 5 5
Expected RT 432 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

s006105001 5001 SC0081 QC O 1

Mon, Oct 16, 2000 7:28 PM
8.96 in 1 period

1. 8.98 MRM, 571 scans

427.0->407.0

Area 118018
Height 17845

Start Time 4.19
End Time 457
Integration Width 0.38
Retention Time 4.38
Integration T A-BB
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Figure 20. Human Plasma Blank with Internal Standard (QC0) for M556

M556 Current  Method

. | Standard. THPFOS Noise Thres. 1.0 1.0

nternal Standard: Quant Thres. 0.1 01

Use Area Min. Width 3 3

Absolute Retention Time Mult. Width 18 18

Expected RT 5.36 Base. Width 200 200
RT Win. (secs) 20 20

Smooth 1 1

s009105501 5001 S00081QC 01 No Comment

Monr, Oct 186, 2000 7:28 PM

B.98 in 1 pericd

1: 8.98 MRM, 571 scans
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Height Q

Start Time 0.00

End Time 0.00

Integration Width 0.00

R ion Time 0.00 4

integration Type

b

r_——ﬁTHPFOS . ™ Current Methodo
oise Thres. 10.0 10.
use as intemal Standard Quant Thres. 1.0 10
Min. Width 3 3
Mult. Width 5 5
Expected RT 432 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1
s008105001 5001500081 QCO 1 No Comment
Mon, Oct 18, 2000 7:28 PM
6.88 in 1 period
1: 8.98 MRM, 571 scans
427.0->407.0
Area 118018
Height 17845
Start Time 4.19
End Time 4.57 I
Integration Width 0.38
Retention Time 4.38
Integration T A-BB
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Figure 21. Human Plasma Blank with Internal Standard (QC0) for M570

w570 ) Current Method
Noise Thres. 3.0 3.0
Internal Standard: THPFOS Quant Thres, 02 02
Use Area Min. Width 5 5
Absolute Retention Time Mult. Width 15 15
Expected RT 5.89 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

sG09108001 5001 800081 QCO 1 No Comment

Mon, Oct 18, 2005 7.26 PM
8.88 in 1 period

100

1: 8.98 MRM, 571 scans I

§70.0->419.1

Area 0
| Height 0
| Start Time
End Time

Retention Time
Integration Type

]
A

S | Current Method
use as Internal Standard g::: I::: ":z 1?3
Min. Width 3 3
Mult. Width 5 5
Expected RT 432 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

$009105001 5001800091 QC O 1

5‘*’,“&2
Mon, Oct 16, 2000 7:26 PM -

8.98 in 1 period

427.0->407.0

Area 118018

Height 17845

1: 8.98 MRM, 571 scans I
1

Start Time 4.19
End Time 4.57
Integration Width 0.38
R ) Time 4.38
Integration T A-BB

No Comment
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Figure 22. Low Standard for PFOS

[FFos 1 Current  Method
Noise Thres. 5.0 5.0

Internal Standard: THPFOS Quant Thres. 02 02
Use Area Min. Width 3 3
Absolute Retention Time Mult. Width 12 12
Expected RT 4.96 Base. Width 100 100
RT Win. (secs)} 20 20
Smooth 1 1

s009105002 5 (02 SCO09+: Sidt

Mon, Oct 16, 2000 7:40 PM
8.98 in 1 period

1. 8.98 MRM, 571 scans

499.0->80.0

Area 11564
Height 741
Start Time

| End Time

Retention Time
Integration Type

(214 [eolpafd

FREFOS ) Current_Method
Noise Thres. 10.0 10.0
use as Internal Standard Quant Thres. 70 10
Min. Width 3 3
Mult. Width 5 5
Expected RT 432 Base. Width 100 100
RT Win. {secs) 20 20
Smooth 1 1

s008105602 § 002 SCO091 Std1 1 1

Mor, Oct 16, 2000 7:40 PM
8.96 in 1 period

1. 8.98 MRM, 571 scans

427.0->407.0

Area 152577
Height 22508

Start Time 4.19
End Time 4.60
| Integration Width 0.41
Retention Time 4.38
Integration T A-BB

FReba
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Figure 23. Low Standard for PFOA

Current Method

(oAl X J Noise Thres. 1.0 1.0
Internal Standard: THPFOS Quant Thres. 05 05
Use Area Min. Width 3 3
Absoiute Retention Time Mult. Width 8 8
Expected RT 4.41 Base. Width 100 100
RT Win. (secs) 20 20

Smooth 1 1

s(08105002 5002 SG0Q91 Std1 1

Mon, Cct 18, 200C 7:40 PM
8.98 in 1 period

1: 8.98 MRM, 571 scans
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| Start Time

End Time
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Retention Time

integration Type

e

[THPFOS 1 Current Method
use as Internal Standard g:'::t .‘I‘:hh:: ﬂ:?) 1?3
Min. Width 3 3
Mult. Width 5 5
Expected RT 432 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1
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Mon, Qct 16, 2000 7:40 PM
8.98 in 1 period
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427.0->407.0

Area 152577
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Start Time

End Time 4.60
Integration Width 0.41
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Figure 24. Low Standard for PFHS

[FFrs } Current Method
Internal Standard: THPFOS Noise Thres. 30 30
nterna naard: Quant Thres. 0.5 05
Use Area Min. Width 4 4
Absolute Retention Time Mult. Width 10 10

Expected RT 3.62 Base. Width 100 100

RT Win. {secs) 20 20
Smooth 1 1
s309105002 5002 SGO08t Std1 11 No Comment

Mon, Oct 18, 2000 7:40 PM
§.98 in 1 period
1: 8.98 MRM, 571 scans
399.0->80.0

Araa 6338
Height 705
Start Time
End Time
Integration Width
Retention Time
Integration Type

¥ [y

EHPFos ) Current Method

Noise Thres. 10.0 10.0

use as Intemmal Standard Quant Thres. 10 1o
Min. Width 3 3
' Mult. Width 5 5
! Expected RT 432 Base. Width 100 100
i RY Win. (secs) 20 20
Smooth 1 1

009105002 5 002 SC0091 Std1 14 N;g Comment

Mon, Oct 16, 2000 7:40 PM
8.98 in 1 period

1: 8.98 MRM, 571 scans

427.0->407.0
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Height 22509

Start Time

i End Time
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Figure 25. Low Standard for PFOSAA
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[Erosaa ] Noise Th
oise Thres.
Internal Standard: THPFOS Quant Thres.
Use Area Min. Width
Absoiute Retention Time Mult. Width
Expected RT 6.05 Base. Width
RT Win. (secs)
Smooth

Current

Method

4.0

4.0

1.0

1.0

3

3

12
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100
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20

20

1

s009105002 § 002 SC00C1 Std1 1

Monr, Cct 16, 2006 7:40 PM
8.98 in 1 period

1. 8.98 MRM, 571 scans

584.1->419.1

Area 5691
| Height 725

Start Time 5.61
End Time 6.11
Integration Width 0.50
Retention Time
Integration Type

[THPFOS ]
Noise Thres.
use as Intemal Standard Quant Thres.
Min, Width
Mutt. Width
Expected RT 4.32 Base. Width
RT Win. (secs)
Smooth

Current  Method

10.0 10.0

1.0 1.0

3 3

5 5
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20 20

1 1
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g
i
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427.0->407.0

Area 152577
Height 22509
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End Time 4.60 ] :
Integration Width 0.41
Retention Time 4.38
Integration Type A-BB
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Figure 26. Low Standard for PFOSA
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|PFOSA ]

Noise Thres.

Internal Standard: THPFOS Quant Thres.
Use Area Min. Width
Absolute Retention Time Muit. Width
Expected RT 5.59 Base. Width
RT Win. (secs)
Smooth

Current _Method
3.0 3.0
0.1 0.1
5 5
10 10
100 100
20 20

5509105602 5302 S02081 Std1 11
Mor, Oct 18, 200G 7:40 PM )
8.98 in 1 period
1: 8.98 MRM, 571 scans
498.0->78.0
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Height 934
Start Time 5.26
End Time 5.86 .
Integration Width 0.60
Retention Time 5.67
Integration Type A - BB
e '

rﬁqﬁ:‘os———] Current Method
Noise Thres. 10.0 10.0
use as Intemal Standard Quant Thres. 0 10
Min. Width 3 3
Mult. Width 5 5
Expected RT 4.32 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1
s008105002 5002 SC0091 Std1 1 1 No Comment
P y};@mw
Mon, Oct 16, 2000 7:40 PM :
8.88 in 1 period

1: 8.98 MRM, 571 scans

427.0->407.0

Area 152577

Height 22509

Start Time 4.19

End Time 4.60

Integration Width 0.41

Retention Time 4.38

Integration T A-BB
AR [baE

Page 81




Northwest Bioanalytical

Figure 27. Low Standard for M556
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Esse —] Current  Method
Noise Thres. 1.0 1.0

Internal Standard: THPFOS Quant Thres. IR 0.4
Use Area Min. Width 3 3
Absoiute Retention Time Mult. Width 18 18
Expected RT 536 Base. Width 200 200
RT Win. (secs) 20 20
Smooth 1 1

sGO8105003 5 G03 800091 Std2 11

8.98 in 1 period

Mon, Oct 16, 200G 7:52 PM

556.0->498.0

1: 8.98 MRM, 571 scans

o Comment
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Start Time
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Integration Width
Retention Time
Integration Type

4 [ ¥ ey
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W—_l Current Method
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use as Intemal Standard Quant Thres. 10 1.0
Min. Width 3 3
Mult. Width 5 5
Expected RT 4.32 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

s009105003 . 5003 SC0091 Std2 11 No Comment

8.98 in 1 period

Mon, Oct 16, 2000 7:52 PM

427.0->407.0

1: 8.98 MRM, 571 scans
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Start Time 4.22

End Time 4.63
integration Width 0.41
Retention Time 4.38 :
Integration Type A-BB
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Figure 28. Low Standard for M570
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[M570 ] Current Method
it | Sndard: THPFOS Noise Thres. 3.0 30
miemal Standard: QuantThres. | 02| 02
Use Area Min. Width 5 5
Absolute Retention Time Mult Width 15 15
Expected RT 5.89 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1
sG08105002 5002 8C0081 Sid1 11 No Comment
Moe, Qct 16, 200G 7:40 PM
8.98 in 1 period
1: 8.98 MRM, 571 scans
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Start Time 5.44 l
End Time 5.88 E
Integration Width 0.44
Retention Time 5.69
Integration Type A-BB
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use as intemal Standard Quant Thres.
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RT Win. (secs)

Current  Method
10.0 10.0
1.0 1.0
3 3
§ 5
100 100
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009105002 5 002 S000¢91 Std1 1 1
Mon, Oct 16, 2000 7:40 PM
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Figure 29. High Standard for PFOS
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[PFOS ] Current Method
Noise Thres. 5.0 5.0

Internal Standard: THPFOS Quant Thres. 0.2 0.2
Use Area Min. Width 3 3
Absolute Retention Time Mult. Width 12 12
Expected RT 4.96 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

sC09105040 5010 SC0091 Stdg 11

8.98 in 1 period

Mor, Oct 18, 2000 9:13 PM

1: 8.98 MRM, 571 scan:

499.0->80.0

No Comment
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Height 120590

Start Time 4.41
End Time 547
Retention Time 4.98
Integration Type A-BV
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use as Intemal Standard

Expected RT 432

Noise Thres.
Quant Thres.
Min. Width
Muit. Width
Base. Width
RT Win. (secs)
Smooth

Current Method
10.0 10.0
1.0 1.0
3 3
5 5
100 100
20 20

8.98 in 1 period

427.0->407.0

1: 8.98 MRM, 571 scans

Area 141962

Height 20849

Start Time

4.21

End Time

4.58

Retention Time

integration Width 0.38

4.38

Integration T

A-BB

S009105010 5010500091 SWd9 11 No Comment
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Figure 30. High Standard for PFOA

@AA — Current Method
Interna! Standard: THPFOS NoeThes. | 107 10
: Quant Thres, 0.5 0.5
Use Area Min. Width 3 3
Absolute Retention Time Mult. Width 8 8
Expected RT 4.41 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

s009105040 5010 SGD0S? Sid2 11

No Comment

Mon, Cct 18, 2000 9:13 PM

niensity: 100458
8.98in 1 period E ’

1: 8.98 MRM, 571 scans

413.0->160.0

Area 9851504

Height 100477 l
Start Time 3.94
End Time 4.82

integration Width
Retention Time
Integration Type

@W*' Current  Method
Noise Thres. 10.0 10.0
use as Intemal Standard Quant Thres. 10 10
Min. Width 3 3
Mult. Width 5 5
Expected RT 432 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

$0098105010 5010 S00091 Std9

Mon, Oct 16, 2000 8:13 PM
8.98 in 1 period

1: 8.98 MRM, 571 scans

No Comment

427.0->407.0

Area 141962

Height 20849

Start Time 4.21

End Time 4.59

Integration Width 0.38

Retention Time 4.38

Integration Type A-BB

A3 e ZiA]
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Figure 31. High Standard for PFHS

[FFRS | " Curreant Method
Noise Thres. 0 3.0

Internal Standard: THPFOS Quant Thres. o5 05
Use Area Min. Width 4 4
Absolute Retention Time Mult Width 10 10
Expected RT 3.62 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

sCO9105010 5010 SGR0ST Side 11 No Comment

Mon, Oct 16, 200G 9:13 PM
§.88 in 1 period

1. 8.98 MRM, 571 scans

398.0->80.0

Area 1677751
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| Start Time 3.28
End Time 4.29
Integration Width 1.01
Retention Time 3.75
Integration Type A-BV

el &

@S—ﬁl Current Method
Noise Thres. 10.0 10.0
use as Intemal Standard Quant Thres. 1.0 10
Min. Width 3 3
Mult. Width 5 5
Expected RT 4.32 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

s008105010 §010 860091 Std9 1 1 No Comment

Mon, Oct 18, 2000 9:13 PM
8.98in 1 period

1: 8.98 MRM, 571 scans

427.0->407.0

Area 141962

Height 20849
Start Time 4.21
End Time 4.59
Integration Width 0.38
Retention Time
Integration T

AR [wb<)
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Figure 32. High Standard for PFOSAA
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lP_FOSAA ) Current  Method
Noise Thres. 40 40
internal Standard: THPFOS Quant Thres. 10 10
Use Area Min. Width 3 3
Absolute Retention Time Mult. Width 12 12
Expected RT 6.05 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

sG09105010 5010 800021 Std2 11 No Comment

Mon, Oct 18, 2000 9:13 PM

 nbthsitgT22208s ep3-
8.98 in 1 period :

1: 8.98 MRM, 571 scans
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Height 222064

Start Time 5.44
End Time 6.60
Integration Width 1,17
Retention Time 5.91
Integration Type A-BV

¥ [obep

mﬁl Current _Method
Noise Thres. 10.0 10.0
use as intemal Standard Quant Thres. 10 10
Min. Width 3 3
Mult. Width 5 5
Expected RT 432 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1
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8.98 in 1 period
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End Time 4.59
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Retention Time 4.38
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Figure 33. High Standard for PFOSA
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internal Standard: THPFOS
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Expected RT 5.59
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Quant Thres.
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Smooth

Current Method
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1 1
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8.98 in 1 period

1: 8.98 MRM, 571 scans

498.0->78.0

Area 3016013
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Start Time 5.20
End Time 6.87
Integration Width 1.67
Retention Time 5.67
Integration Type A-BB

[debdl) KA

[THPFOS ]

use as Intemal Standard

Expected RT 4.32

Noise Thres.
Quant Thres.
Min. Width
Mult. Width
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RT Win. (secs)

Smooth

Current Method
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3 3
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s008105010  5010800091S51d911  NoCom
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End Time 4.59
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Retention Time 4.38
Integration T A-BB
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Figure 34. High Standard for M556

W_] Current  Method
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Absolute Retention Time Mult. Width 18 18
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Smooth 1 1
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End Time 6.76
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Figure 35. High Standard for M570
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[W578
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Use Area
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Current _ Method

Noise Thres. 3.0 3.0
Quant Thres. 0.2 02
Min. Width 5 5
Mutt. Width 15 15
Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1

009103040

5010 800031 Std? 1 1

8.88in 1 period

Mon, Oct 18, 2000 9:13 PM
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1: 8.98 MRM, 571 scans
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Height 326724

No Comment

Start Time 5.33
| End Time 6.38
Integration Width 1.06
Retention Time 5.70
integration Type A-BV
FEeFos 3 Current Method
Noise Thres. 10.0 10.0
use as Internal Standard Quant Thres. 10 1.0
Min. Width 3 3
Mult. Width 5 5
Expected RT 4.32 Base. Width 100 100
RT Win. (secs) 20 20
Smooth 1 1
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