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T Infrodiiction:

Resulls are reported for the analysls of water samples received by Exygen Research (Centre
Analytical Laboratories, Inc.) (Exygen) from DuPont Corporation. The Exygen study number
assigned fo the project is 008-046.

Specific fluorochemical characterization by fiquid chromatography / tandsm mass spectrometry
(LCMIS/MIS) was requested for all samples. A lotal of 11 samples were received for analysis.

The samples were prepared and analyzed by LCMS/MS for the following list of fluorochemicals:

« Table 1: Target Analysis

Compound Name Acronvm
Ammonium Perfluorooctanoate APFO

2 Sample-ReceipkE . R

The samples were submiited in individual plastic containers, cooled with wet ice. Samples were
coflected on 10/11/01. Samples were received on 10/12/01. Chain-of-custody information is
- presented in Attachment C.

3 Holding Times

The analytical method used was validated against a maximum holding time of 14 days in water
samples. All samples were analyzed within 14 days of collection.

4 Methods - Analytical and:Prepératory:

41 LC/MS/MS
41.1 Sample Preparation for LG/MS/MS Analysis

Water samples were inftially reated with 200 uL of 250 mg/L. sodium thiosuifate solution o
remove residual chlorine. Solid phase extraction {SPE) was used to prepare the samples for
LC/MS/MS analysis. A forty-milliiter portion of sample was ransferred to a Cys SPE castridge.
" The cartridge was eluted with 40% methanok: water. The eluate was discarded. The cartridge
was then eluted with 100% methanol. A 5 mL pertion of methanol was callected for analysis
by LC/MS/MS. This treatmient resuited in an eght-fold concentration of the samples prior to

analysis.
412 Sample Analysis by LO/MSMS

in HPLC, an aliquot of exiract is injected and passed through a liquid-phase chromatogiaphic
column. Based on the affinity of the analyte for the stationary phase in the column relative fo
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the liquid mobile phase, the analyte is retained for a characteristic amount of time. Following
HPLC separation, ES/MS provides a rapid and accurate means for analyzing a wide range of
organic compounds, including fluorochemicals. Electrospray is generally operated at relatively
mild temperatures; molecules are onized, fragmented, and detected. lons characteristic of
known fluorochernicals are observed and quantitated against standards.

A Hewlett-Packard HP1100 HPLC systern coupled to a Micromass Ultirna MS/MS was used to
analyze the sample extracts. Analysis was performed using selected reaction monitoring
(SAM). Samples were exiracted on 10/17/01. Samples were analyzed by MS/MS belween
10/17/01 and 10/19/01. Raw analytical data can be found in Attachment D.

5 Analysis -

5.1 Calibration -
A 6-point calibration curve was analyzed at the beginning of the analytical sequence and
throughout the run for the compounds of interest. The calibration points were prepared at 0,
50, 100, 250, 500, and 1000 ng/L. {ppf). The instrument response versus the concentration
was plotted for each point. Using linear regression with 1/x weighting, the slope, y-intercept
and cormrelation coefficient (f) and coefficient of determination {*) were determined. A
calibration curve is acceptable if r > 0.992 (* > 0.985).

Calibration standards for MS/MS analysis were prepared using the same SPE procedure used
for samples.

For the results reported here, calibration criteria were met.

5.2 Blanks
Extraction blanks were prepared and analyzed with every extraction baich of samples. The
extraction blanks should not have any target analyles present at or above the concentration of
the low-level calibration standard. For these samples, the extraction blanks were compliant.

Instrument blanks in the form of clean methanol solvent were also analyzed after every high-
level calibration standard, and after known high-level samples. Again, the blanks should not
have any target analytes present at or above the low-level calibration standard. For the
samples presented here the instrument blanks are compliant.

5.3 Surrogates
Surrogate spikes are not a component of the LC/MS/MS analytical method.

5.4 Matrix Spikes
Matrix spikes were prepared for every field sample at concentrations of 500 ng/L.. Matrix spike
- recoveries are given in Attachment B, All samples showed matrix spike recoveries between
70 and 130% R

- " 55 Duplicates

Al field samples were analyzed In duplicate. Results are given along with the sample results in
Attachment A. - :
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5.6 Laboratory Control Samples

Milliq water was spiked with PFOA at 50 and 500 ng/L. with each exiraction set. All laboratory
. control samples showed recoveries between 70 and 130%.
5.7 Sample Related Comments

There are no other sample related comments associated with this sample set.

& DafzSummary - T

Please see Attachment A for a detailed {isting of the analytical results. All results are reported
in {ng/L) parts per trillion.

7 -Pata/Sample Refention:
Samples are disposed of one month after the report is issued unless otherwise specified. All
electronic data Is archived on retrievable media and hard copy repors are stored in data
folders maintained by Exygen.

& Aftachiments. : CeTt En

8.1 Attachment A: Resulls

82 Attachment B: Matrix Spike Recoveries

8.3 Attachment C: Chain of Custody

8.4 Attachment D: LC/MS/MS Raw Analytical Data

8.5 Attachment E: Standards Data
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Date

- /)% W, Ojferations Manager
, wlislol

Kevin J Lloyd, Vice President Date

Other Lab Members Contributing to Data

Karen Smith
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Analytical Result:s'»;_)uPaanashlngtm Works

DuPont Sample identfication

WWK-D-8dg-1-Main %
WWK-D-Bldg-1-Main (labcrabry duplicate)
WWK-G-Bldg-1-Main-2
WWK-G-Bldg-1-Main-2 (labomtqry duplicate}
WWK-G-Well-332

WWK-G-Wel-332 (laboratory dupﬂmie)
WWK-D-Bldg-231

WWK-D-Bidg-231 (laboratory dupﬂcaia)
WWHK-D-Bldg-293

. WWK-D-Bidg-299 (Jlaboratory duplk:ate)

WWHK-D-Lubeck-Offics

WWK-D-Lubeck-Office {laboratory dupllcala)

WWK-G-LPWD-Well-F

WWK-G-LPWD-Well-F (faboratory duplicats) -"".

WWK-G-LPWD-Well-A
WWK-G-LPWD-Well-A {laboratory duplicate}
WWK-G-1LPWD-Well-B
WWK-G-LPWD-Well-B {laboratory duplicate)
WWK-K-FBLK-1

WWK-K-FBLK-2

APFO (ngL)

%, 568
“ND

507
463
471
463
438
469

450 s
459 é

423
390

/2‘(
283
g%// 27°

684
581 _ a3t

ND

Limit of Detection {LOD) for the procedure is appoximmlfz5 ngl.

Limit of Quantitation (LOQ) for the procedurs is 50 ng/L

ND ~ Gompound not detected

143
.5

S5

NQ - Compound detected at a level between the LOD and LOQ. Reeuﬂ is not quantifiable.

ND <LOD < NQ<LOQ

-

ol
H9%
12
LyB’
.35
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Attachment B: LC/MS/MS Laboratory Spike Recovery

- Sample ID: | WwK-D-Bldg-1-Main |
Spiked Amount (ng/L): | 500 ]

- Sample Matrix Spike Matrix Spike
) Concentration Result Result Criteria
= (ng_/_L) _(_ng/L) {% Recovery) (Pass / Fail)
~ [PFOA 487 ) 844 PASS
l Lower Recovery Limit: | 70 ]
- Upper Recovery Limit: [ 130 |

- Concentrations represent amounts present as the peﬁlunrooctanoate anion.
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Attachment B: LC/MS/MS Laboratory Spike Recovery

Sample ID: [WWK-G-Bidg-1-Main-2 |

Spiked Amount (ngit): [ 500 1

Sample Matrix Spike Matrix Spike
Concentration Result Result Criteria
(ng/L) {ng/L) (% Recovery) {Pass / Fail)

[FFoA PASS
Lower Recovery Limit: | 70 ]
Upper Recovery Limit: | 130 i

Concentrations represent amounts present as.the perfluorooctanoate anion.
RJZ032555
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Attachment B: LC/MS/MS Laboratory Spike Recovery

Sample ID: I WWK-G-Well-332 |
Spiked Amount (ng/L): | 500 ]
Sample Matrix Spike Matrix Spike
Concentration Result Result Criteria
(ng/l) (ng/L) (% Recovery) (Pass / Fail)
[FFOA 479 509 86.0 PASS
Lower Recovery Limit: | 70 ]
Upper Recovery Limit: | 130 ]
Concentrations represent amounts present as the perfluorooctanoate anion.
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Attachment B: LC/MS/MS Laboratory Spike Recovery

Sample ID: |__WWK-D-Bldg-231 |
Spiked Amount (ng/L): | 500 ]
Sample Mairix Spike Matrix Spike
Concentration Result Result Criteria
{ng/L) {ng/L) (% BRecovery) {Pass / Faif)
- JPFOA 432 967 PASS
Lower Recovery Limit: | 70 ]
) Upper Recovery Limit: | 130 |
Concentrations represent amounts present as the perfluorooctanoate anion.
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Attachment B: LC/MS/MS Laboratory Spike Recovery

Sample ID: | WWK-D-Bidg-293 |

) Spiked Amount (ng/L): | 500 ]
- Sample Matrix Spike . Matrix Spike

Concentration Result Result Criteria
* (ng/L) {ng/L) {% Recovery) {Pass / Fail)
- {PFOA
R Lower Recovery Limit. | 70 ]
Upper Recovery Limit: | 130 ]

- Concentrations represent amounts present as the perfluorooctanoate anion.
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Attachment B; LC/MS/MS Laboratory Spike Recovery

-~

Sample ID: ' WWK-D-Lubeck Office ]

Spiked Amount (ng/L); | 500 ]

» -

Matrix Spike Matrix Spike
Resuit Criteria
(% Recovery) {Pass / Fail)

Sample
Concentration

{ng/)

- lPFOA 1080 96.6 PASS
Lower Recovery Limit: | 70 ]
- Upper Recovery Limit: | 130 |

Concentrations represent amounts present as the perfluorooctanoate anion.
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Attachment B: LC/MS/MS Laboratory Spike Recovery

Sample ID: | WWK-G-LPWD-Well F |

Spiked Amount (ng/L): | 500 |

Matrix Spike
Aesuit Criteria

Sample
Concentration

Matrix Spike
Result

- {ng/L) {ng/L) {% Recovery) {Pass / Fail)
- JPFOA 87.6 PASS

: Lower Recovery Limit; | 70 |

) Upper Recovery Limit: | 130 ]

- Concentrations represent amounts present as the perfluorooctanoate anion.
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Attachment B: LC/MS/MS Laboratory Spike Recovery

Sample ID: [WWK-G-LPWD-Well A |

Spiked Amount (ng/t): | 500 ]

Sample Matrix Spike Matrix Spike
Concentration Result Result Criteria
(ngl.) (% Recovery) {Pass / Fail)
[PFOA PASS
Lower Recovery Limit: | 70 1
Upper Recovery Limitt [ 130 ]
Concentrations represent amounts present as the perﬂhorooctanoate anion.
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EID185035



#

e §

Hoewuig

Attachment B: LC/MS/MS Laboratory Spike Recovery

Sample ID: | WWK-G-LPWD-Wel B |
Spiked Amount (ng/L): | 500 ]
Sample Matrix Spike Matrix Spike
Concentration Result Result Criteria
(ng/l) {% Recovery) (Pass / Fail)
{PFOA 84.2 PASS
Lower Recovery Limit: | 70 ]
Upper Recovery Limit: | 130 ]
Concentrations represent amounts present as the perfluorooctanoate anion.
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) RAW DATA REPORT

Sponsor Study No: NA Limit of Quantitation: 50 ng/L Set No: 101701A
Exygen Study No: 008-046 Injection Volume: 15 Analyst: Karen Risha -
_ Analyte: APFO Matrix:’ Water Instroment Type:  LC/MS/MS Unit# 7
Iems Monitored: 413 -> 369 Sample Volume: 40.0mL Extraction Date: ~ 10/17/01
Site: NA - Final Volume: . 50mb Analyzed onc 10/19/01
Amount
g Std. PFOA APFO PFOA
R Exygen Sponsor Sample Run Conc. Dilaion Peak  Found Found Added  Recovery
D D Code No. (og/L) Factor  Arca (og/L)  (op/l) (np/l) (%)
XC101501-0 - €S 101701A-101 0 - 1552 - - - -
XCi01501-1 - C3  101701A-102 SO - 42219 - - - -
- XC101501-2 - CS  101701A-103 100 - 78392 - - - -
. XC101501-3 - CS  101701A-104 250 - 172691 - - - -
- XC101501-4 - CS  161701A-105 500 - 345627 - - - -
- XC101501-5 - CS  101701A-106 1000 - 652107 - - - -
% XC101501-6 - CK  101701A-107 250 - 153082 - - - -
ok Methanol Wash - Cc 101701A-108 - - 957 - - - -
0106020 Control NA C 101701A-109 - 1 758 NQ NQ . -
3 0106020 Spk A NA LCS 101701A-110 - 1 37136 47.8 498- 50 96
i, - 0106020 Spk B NA LCS  101701A-111 - 1 204914 431 449 500 86
et 0112719Spk C 'WWK-D-Bldg-1-Main LF  101701A-112 - 2 288366 844 879 500 72
- XC101501-1 - C3  101701A-1 50 - 34578 - - - -
’ 0112720SpkD  WWK-G-Bld-1-Main-2 IF  I01701A-115 - 2 308063 901 938 500 90
- 0112721 Spk E WWK-G-Well-332 LF 1017014117 - 2 310592 909 946 500 86
0112722 Spk F WWK-D-Bldg-231 LF  101701A-119 - 2 330016 967 1010 500 107
XC101501-2 - CS 101701A-121 100 - 75043 - - - -
0112719 WWK-D-Blig-1-Main S 101701A-122 - 1 332218 . 487 507 - -
= 0112719 Dup WWK-D-Bldg-1-Main K 101701A-123 - 1 304179 445 463 - -
- 0112720 WWK-G-Bld-1-Main-2 s 101701A-124 - 1 309519 453 471 - -
‘ 0112720 Dup WWK-G-Bld-1-Msin-2 s 101701A-125 - 1 304209 445 463 - -
0112721 WWK-G-Well-332 s 101701A-126 - 1 326892 479 498 - -
011272} Dup WWK-G-Well-332 S I01701A-127 - 1 3mz 450 469 - -
- XC101501-3 - CS  101701A-128 250 - 167243 - - - -
0112722 WWEK-D-Bldg-231 S 101701A~129 - 1 295520 432 450 - -
- 0112722 Dup WWEK-D-Bidg-231 $  1017D1A-130 - 1 301617 441 459 - -
0112723 WWK-K-FBLK-1 S 101701A-131 - 1 1232 NQ NQ - -
0112724 WWK-K-FBLK-2 s 101701A-132 - 1 7 NQ NQ - -
- XC101501-4 - CS  101701A-133 508 - 350957 - - - -
XC101501-5 - CS  101701A-134 1000 - 636516 - - - -
i PFOA Found (ng/L) = {peak area - intercept) / slope x DF Standard Curve : Linear (1/x weighted)
i Recovery (%)= _[PFOA found (ng/L)-PFOA found in control (ng/L}] x 100 Intercept = 497325
amomnt PFOA added (ng/L) Slope = 672.537
3 Coef. OF Dex. = 0.998381
2 APFO Found (ng/L) = PFOA found (ng/L) x (MW APFO (431)/ MW FFOA (414)
CS = Calibration standard LF =1ab fortificd sample _ CK = Chbeck Standard
- C = Control sample FF = Field fortified sample ND = Not detected
S = Sample LCS =Laboratory Control Spikes NQ= Not quantifiable
3
Avg Resp. of the 250 ppt Standards (area): 169967
b Response of the Check Standard (area): 153082
Percent Difference (%):  11.0 . N
-~ % difference acceptable i within £15% Spreadshect prepared by: &()Ql H’OMOI
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3058 Research Drive Phone: 814-272-1039
R 3 S EARCH State College, PA 16801 Fax: 814-231-1580
Internal Chain of Custody/Fortification Sheet
Exygen Study Number: 008-046 Matrix: Water
Sponsor Study/Protocol No:  NA
The samples listed below were removed from refrigerator No. 18
Time __ 091® Date_[2~17=7] mitials__ X2
CLIENT SAMPLE 1D EXYGEN ID NUMBER VOLUME (mL) | FORTIFICATION (g_g)____}
na 0106020 Control 400 -
na 0106020 Spk A 40.0 . 2.0
na 0106020 SpkB 40.0 ] 20.0
WWK-D-Bldg-1-Main 0112719 Spk C 40.0 20.0
WWK-G-Bldg-1-Main-2 0112720 Spk D 40.0 200
WWK-G-Well 332 0112721 SpkE 40.0 200
WWK-D-Bldg-231 0112722 Spk F 40.0 20.0
WWK-D-Bldg-1-Main 0112719 40.0 -
WWK-D-Bldp-1-Main 0112719 Dup 40.0 ) -
WWK-G-Bldg-1-Main-2 0112720 = 40.0 -
WWK-G-Bldg-1-Main-2 0112720 Dup 46.0 -
WWK-G-Well 332 0112721 40.0 -
WWK-G-Well 332 0112721 Dup 40.0 -
WWK-D-Bldg-231 0112722 40.0 -
WWK-D-Bldeg-231 0112722 Dup 40.0 -
WWK-K-FBLK-1 0112723 40.0 -
WWK-K-FBLK-2 0112724 40.0 -
Spiking Solution Used Volume Used for Spiking | Initial/Date
0106020 Spk A F070901-3 (10 ng/mL) 200 pL (200 pL micropipet) A j10/11/s
0106020 Spk B F070901-2 (100 ng/mL) 200 L (200 L micropipet) /
0112719 Spk C F070901-2 (100 ng/ml.) 200 pb, (200 pL micropipet) ]
0112720 Spk D FO70901-2 (100 ng/mL) 200 pL (200 L miicropipet) ]
0112721 Spk E F070901-2 (100 pp/mL) 200 pL {200 pL micropipet) /
0112722 Spk F F070901-2 (100 pgfmL) 200 pl. (200 pI micropipel) _ I
All samples were measured: . .
Time_ ¢ 15 7. Date (2~F1-~=] Initials )("-
After measuring samples were retumed to refrigerator No. &
Time__( 1Y Date !v—'_’_‘" Initials X2
Comments: 200 pL of 250 mg/mL sodium thivsuifats was added 10 all samples before spiking. Initials/Date: X2 1 Gl )

Analysis Semmary: Data Set: 10\‘! biA *  Ipitials/Date: % /1ol l&lo
Data Set: Initials/Date:
Data Set: - Initials/Date: /
Set extraction/analysis data verified by: _{ )i Date: /0/{ 2//
Tuly 26, 2001/6
RJZ032571
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E en 3058 Research Drive Phone: 314-272-1039
RESEARCH

State College, PA 16801 Fax: 814-231-1580

SAMPLE TRANSFER SHEET

Protocol Number: NA Exygen Study Number: 008-046

Exygen Sawple # Sponsor Sample ] Exygen Sample # Sponsor Sample #

N

0112719 +~ WWK—D—Bldg-I-Main“/ 0112729 | WWK-G-LPWD-Well-B—

0112720 ~~ | WWK-G-Bidg-1-Main 21 - .
0112721 v WWK-G-Well-332 v .- ‘ -
0112722 ~ | wwrDBlg231 ~ | - -
0112723 — | wwkksBLk1 ] - ' ' -
0112724 WWKKFBLK2 - -
i onizr2s | wwkpsig2s| - -

7t

’”

i

-

- 0112726 ~ WWK-D-Lubeck—Ofﬁcev/ - -

0112727 | WWK-G-LPWD-Well-F— 4 - ' -

- 0112728 | WWK-GLPWD-Well-A\ - -

Requested Location: Refrig 18

Parenl olisioy

Reguested By (Printed Name/Date)

Wi et}

§ demee it

Samples removed from: C-C Box# ] = ;7 | shetft C ]

. Samples removed from: ~ Box# — Shelfi#
Samples removed from: — Box# — Shelfi - —

- Samples removed from: — Box# ~—  Shelf# —
Samples moved to ( -/ g

i S s po-s5of

= . : Sample Custodian Initials/Date

Samples removed from ﬂ -17

. Samples returned to -6 :
. K o -26 -1
3 Sample Custodian Initials/Date
= . Comments:
T - July 12,2001/4
RJZ032573
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LC/MS/MS SYSTEM AND OPERATING CONDITIONS

Sponsor Protocol No; NA Exygen Study No: 008-046
- Instrument: Micromass Quattro Ultima (LC/MS/MS Unit #ﬁ) 7@ )fg H‘lD@‘U\
ELECTROSPRAY ION SOURCE:
- Capillary: 3.0 kV Hexapole2: 0V
Hexapole 1: 0V Source Block Temp.: 100°C
Aperture 1: 0V Desolvation Temp.: 300°C
- ANALYZER:
IMRes1:10.5V LMRes2: 130V
HMRes1:105V HMRes2: 130V
— IEnergy 1:1.0V TEnergy 2: 20V
Entrance: 2V Multiplier: 650-V
- Exit: 2V
- GAS FLOWS AND PRESSURE:

X Desolvation N, Flow Rate: ~650 L/hr
) . Nebuliser N; Flow Rate: ~150 L/hr
— Gas Cell Pressure: ~0.003 mbar

Computer: COMPAQ Professional Workstation AP200

Sofiware; Microsoft Windows NT: Version 4 Build 1381: Service Pack §
Micromass Limited: MassLynx 3.4 Build 004

HPLC Equipment: Hewlett Packard (HP) Series 1100

. HP Binary Pump HP Vacuum Degasser
HP Autosampler HP Column Oven
HPLC Column: Genesis C-8, 5 cmx 2.1 mm id. x4 u (Exygen ID: 35A)

- : (JONESCHROMATOGRAPHY: Part No. FK5962E)
@ Columa Temperature: 35°C

Mobile Phase (A) : 2 mM Ammonium Acetate in Type I Water
-~ Mobile Phase (B) : Methanol

N Time (min % A %B Flow Rate (mL/min)
0.0 60.0 40.0 03
- 04 60.0 40.0 03
1.0 10.0 96.0 03
7.0 10.0 90.0 03
. 1.5 0.0 1000 03
. 9.0 0.0 100.0 04
s 95 60.0 40.0 04
135 60.0 40.0 04
v 14.0 60.0 40.0 0.3
: ’ Total run time = 14 min :
Injected Yolume: 15 pL
- Ions monitored : R
Analyte Parention Daughterion Dwell(secs) Coll Energy (eV) Cone (V)
- PFOA 413 369 02 10 50
- Analyst: Karen Risha ,
H Exygen Research \D \Q)\D\.
3058 Research Drive, State College, PA 16801

¥ | Phone: (814) 272-1039 FAX: (814) 231-1580

All Handwritten Peak ID’s by; Kﬁ wlalel

U
o THE Nekr 3 S AP MASSLINE. PRINTEUTS FROM THE SUSTEM. INbCN BE UEED
To VER\FY VALUES LiSTED ol THIS RAGE. 147 1l03ol

RJZ032576
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Tuning Method Report

Page 1

o Mathod: C:\MASSLYNX\008-046 . PROVACQUDB\WATER

Printed: Fri Nov 09 09:37:01 2001 & \

witloy

- Y
o SOURCE ({ ESP- ) Set Rdbk Analyser Set  Rdbk
’ Capillary 3.00 -2.93 LM Res 1. 10.5
- Cone 50 =20 HM Res 1 10,5

Hexapole 1 0.0 IEnergy 1 1.0
- Aperture 1 0.0 Entrance -2 8

Hexapole 2 0.0 Collision 10 9
- Source Block Temp. 100 100 Exit 2 11

Desolvation Temp. 300 301 IM Res 2 13.0

HM Res 2 13.¢
IEnexrgy 2 2.0

- Multiplier 650 ~644
< Pressures Rdbk Gas Flows Rdbk
- Analyser Vacuum OFF Cone Gas 136.5

Gas Cell 2.6e-3 Desolvation 660.4

RJZ032577

EID185051



Scanning Method Report Page 1

Method: C:\MASSLYNX\008-046. PRONACQUDB\PFOR
Last Modified: Mon Oct 15 12:37:26 2001
Printed: Fri Nov 09 09:41:26 2001

- 00 nialol

. )

Solvent Delay ( mins ) : 1.00

- Function : 1 MRM of 1 Mass Pair { ESP- )
Inter Channel Delay { Secs ) * 0.03
Span { Daltons ) : 0.00
Start Time { Mins )} : 0.00

.’ End Time ( Mins ) : 8.00

Repeats : 1

- Channel Parent Daughter Duwell (Secs) Coll Energy {eV} Cone ( V)

1 413.00 365.00 0.20 10 50

~r

|

W

2

v

-2

RJZ032578
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Mathod Report pPage 1
— Mathod File: C:\MASSLYNX\008-046 .PRO\ACQUDB\water
Last Modified: Friday, November 09, 2001 039:38:47
Printed: Friday, November 09, 2001 09:42:01 HK\ \M\
1odlot
U
EP1100 LC Pump Initial Conditions
Solventa
- A% 60.0
B% 40.0
Ccx ) 0.0
D% 0.0
Flow {(ml/min) 0.300
Stop Time (mins) 14.0
Min Pressure (bar) 0
- Max Pressure (bar) 400
Oven Temperarure Left (°C) 35.0
. Oven Tewperature Right(°C) 35.0
- HP1100 LC Pump Gradient Timetable
. The gradient Timetable contains 9 entries‘which are :
- Time A% B% Cs D% Flow Pressure
g.00 60.0 40.0 0.0 0.0 0.300 400
Q.40 60.0 40.0 0.0 0.0 0.300 400
1.00 10.0 90.0 0.0 0.0 0.300 400
“7.00 10.0 50.0 0.0 0.0 0.300 400
- 7.50 0.0 100.0 0.0 0.0 0.300 400
9.00 6.0 100.0 0.0 0.0 0.400 400
9.50 60.0 40.0 0.0 c.0 0.400 400
13.50 60.0 40.0 0.0 0.0 0.400 400
14.00 60.0 40.0 0.0 0.0 0.300 400
) HP1100 LC Pump External Event Timetable
i The Timetable contains 4 entries which are :
) Time Column Switch Contactl Contact2 Contact3 Contact4
— Initial Off off Off Off Off
. 0.00 Off on Off Off Off
N 0.10 Off Off On Off Of£
: 8.00 Off Off OEf Off Off
HP1100 Autosampler Initial Comnditions
Draw Speed 2D00.0
- Bject Speed (pl/min) 200
X Draw Position (mm) 0.10
- Stop Time {mins) 14.00
Injection Volume(xl) 15.0
- Vial Number 6 -
4
&
RJZ032579

EID185053



P

Exygen,

. Precise Research.
- *.  Proven Results.

In order to verify mass resolution, a calibration check is performed on the mass
spectrometer using 2 Nal/Rb/Cs tuning solution. The tuning solution is infused
- onto the mass spec using an infusion pump set to a flow rate of 10 pL/min. An
MS scan from 80 to 1380 amn is perfomed on both MS1 and MS2. The
* calibration is considered acceptable if the following 11 peaks are found within
- + 0.2 amu of their known masses on both MS1 and MS2: 84.9,132.9,172.8,
322.1,472.6,622.5, 772.4, 922.3,1072.2, 1222.1 and 1372.0. If any of the
masses are outside the + 0.2 amu, then the instrument will be recalibrated and
another calibration. check performed.

The printouts from fii’t; calibration check can be found on the following 2 pages.

. I | Kgn\mlo\

i
£
s

Wi

A

w

»
3
8
3058 Research Drive
» State College, PA 16801, USA
3 T: 814.272.1039
] F: 814.231.1580
exyyn.com
RJZ032580
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Initial Calibration Curve

Exygea Study No.:  008-046
SctNo:  101701A
Extraction Date:  10/17/01
Anglyzedon:  10/19/01

“The first curve of the data set is used to determine performance. A linear regression (with no weighting) is performed using the first
six standards of the analytical nm. The coefficient of determination (R Squaze) must be 0.985 or greater. If the set fails to meet
this requiremeant, the run must be rjected and the samples reanalyzed.

Standard
R Concentration
Exypen ID {ng/L) Peak Area

XC101501-0 0 1552
XC101501-1 50 42219
XC101501-2 100 78392 Cocfficient of Determination:  0.99916321
XC101501-3 250 172691
XC101501-4 500 345627
XC101501-5 1000 652107
SUMMARY OUTPUT \4% \\\D‘\\O\
Regression Statistics -
Multiple R ‘0.99958152
R Square 0.99916321

Adjusted R Squa: 0.99895402
Standard Error  7974.56702

Observations 6
ANOVA

df SS M5 F Significance F
Regression 1 3.03736E+11 3.04E+11 4776.1882 2.6265E-07
Residual 4 254374876.7 63593719 *
Total 5 3.0399E+11

Coefficients Standard Error _t Stat Pvalie  Lower 95% U 95%. Lower 95.0% Upper 93.0%

Intel;cc_pl T 10229.6406 4406260677 2.321615 0.0805931 ~2004.12568 22463.4063 -2004.1257 22463.4068
X Variable 1 648.005346 9376437708 69.10997 2.627E-07 621972127 674.038564 621.972127 674038564

RJZ032583

EID185057



Quantify Calibration Report

: Page 1
Study No.: 008-046, Set No: 101701A, BExt. Data: 10/17/01, BAnalyst: K Risha

Calibration:  P:\Data\LCMSMS6\Masslynx\008-046.PRO\CurveDB\101701A [b‘ H [0 |
Tast modified: Fri Oct 19 16:30:35 2001
Printed: Fri Oct 19 16:33:11 2001

Compound 1 name: PFOA

- Coefficient of Determination: 0.998381 '

Calibration curve: 672,537 * x + 4973.25

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None , )
6.87e5 : . x

s
re
[

Response-

Vit

X T v ‘..,..,.,..,........‘...,,...,,ppt
2 0.0 200.0 400.0 600.0 800.0 1000.0
A BExygen Research

RJZ032584

EID185058



Quantify Sample Report Page 1
Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, BAnalyst: K Risha

Sample List:  P:\Data\L(MSMS6\Masslynx\008-046.PRO\SampleDB\101701a
fast modified: Fri Oct 19 16:25:32 2001 . :

Mathod: P:\Data\LoMSMS6\Masslynx\008-046. PRO\MethDB\101601 FPFOA
, Last modified: Fri Oct 19 16:19:26 2001 "
Job Code: Initials
) ) Date__1DIdI0] O
Printed: Fri Oct 13 16:33:13 2001 Run# JolgniA- 1ot Yo Q76 (K =13¢}
Name: 101701A-101
Taxt:
1: PFOA :
XC101501-0, 0 ppt Standard 19-0¢t-2001 07:30:00
. ’ ) LCI/MS/MS #6)
: 101701A-101 Sm (Mn, 2x2) MRM of 1 Channel ES-
) 100+ 413 > 369
3.56e4
.
& %_
R A A E i W E S i e o S e S s e I IS UL ISR WM KR ey 1ime
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00

[

o

4

Baidhes]

ki)

Exygen Research

RJZ032585

EID185059



Quantify Sample Report Page 2
Study No.: 008-046, Set No: 101701a, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS6\Masslynx\008-046. PRO\SanpleDB\101701a
Last modified: Fri Oct 19 16:25:32 2001 ‘

Method: P:\.Data\I.CMSMSG\Masslynx\ODG-DdS.PROWchDB\lOlSOl PFOA
- Last modified: Fri Oct 19 16:19:26 2001
X Job Code:
B Printed: _ Fri oct 19 16:33:13 2001

Name: 101701A~-102

Text:

1: PFOA '. . :
- XC101501-1, 50 ppt Standard 19-0ct-2001 07:45:3
- LC/MSIMS #
i 101701A-102 Sm (Mn, 2x2) MRM of 1 Channel ES-
& ) 542 413 > 369
- 00—1 3.20e5
d

- %

T abe T amo | 400 500 600 | 7.00 800

[T

o

1

oA

Fedvawnn il
i

Exygen Raseazrch

RJZ032586

EID185060



Quantify Sample Report - ) Page 3
Study No.: pO0B-046, Set No: 1017013, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS6\Masslynx\008-046. PRO\SampleDB\101701a
Last modified: Fri Oct 19 16:25:32 2001 -

i Method: P:\Data\LCMSMS6\Masslynx\008-04 6, PRO\MothDB\101601 PFOA
- TLast modified: Fri Oct 19 16:19:26 2001

Job Code:

Printed: Fri Oct 19 16:33:13 2001

Name: 101701A-103

. Text:

. 1: PFOA

~  [XCG101501-2, 100 ppt Standard _ _  ____ ___ ____.._.._.... -19:0ct-2001 08:01:17

- LC/MSIMS #6
101701A-103 Sm (Mn, 2x2) ' MRM of 1 Channel ES-

5114 413> 369

- 100? 597e5

R
0 ';"l""l""i""l""l""{¥"'i""l""I"“i""l‘"‘I""i'"'x""i"".Tﬁne
100 =~ 200 3.00 4.00 5.00 6.00 7.00 8.00
3
= Exygen Research
RJZ032587

EID185061
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Quantify Sample Report

Study No.: 008-046, Set No: 1D1701A, Ext. Date: 10/17/01, Analyst: K Risha

P:\Data\LCMSMSE\Masslynx\OOE—046.PRO\SampleDB\lOl?Ola
Fri Oct 19 16:25:32 2001

Sample List:
Last modified:

Method: P:\Data\ICMSMS6\Masslynx\008-046. PRO\MathDB\101601 PFOA
Last modified: Fri Oct 19 16:19:26 2001

Job Code:

Printed: Fri Oct 19 16:33:13 2001

Page 4

Name: 1017012-104

Text:
1: PFOA .
XC101501-3, 250 ppt Standard ’ 19-O¢t-2001 08:17:02
T T T s s s SR e LC/MSIMS #8]
‘1101701A-104 Sm (Mn, 2x2) MRM of 1 Channel ES-
100+ : 5.10 413> 369
1.34e6)
%
0+ T T - frer-r v PR 1 Ine
1.00 2.00 3.00 4.00 5.00 5.00 7.00 8.00
Exygen Research
RJZ032588

EID185062



Quantify Sample Raport X Page 5
Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: - P:\Data\LCMSMS 6\Mass1lynx\008-046. PRO\SampleDBE\101701a
Last modified: Fri Oct 19 16:25:32 2001

Method: P:\Data\LCMSM36\Masslynx\008-046. PRO\MethDB\101601 PFOA
= Last modified: Fri Oct 19 16:19:26 2001

Job Code:

Printed: Fri Oct 19 16:33:13 2001

Nama: 101701A-105

Text:

1: PFOA .
- XC101501-4, 500 ppt Standard ) 19-Oct-2001 08:32:38 .
- » . LC/MSIMS #6
. 1 101701A-105 Sm (Mn, 2x2) . ) MRM of 1 Channel ES-
) 1004 s.40 ’ 413 > 369
3 2.71eb
—— %_ ~

Ol T T T T T TR | IMe
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
3
3
1
4
i
E
] .
- Bxygen Reseaxch
RJZ2032589

EID185063



Quantify Sample Report Page 6
Study No.: 008-046, Set No: 101701A, Exkt. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS6\Masslynx\D08~046 . PRO\SampleDB\101701a
Last modified: Fri Oct 19 16:25:32 2001

Method: P:\Data\LCMSMS6\Masslynx\008-046. PRO\MethDBE\101601 PFOA
- Last modified: Fri Oct 19 15:19:26 2001

Job Code:

Printad: Fri Oct 19 16:33:13 2001

Name: 101701A~106

) Text:
) 1: PFOA .
XC1015015, 1000 ppt Standard_ . .___ . .. ._____. 19-Oct-2001 08:48:21
- LC/MSIMS #86
101701A-106 Sm (Mn, 2x2) MRM of 1 Channel ES-
1004 ) 5.09 413> 369
_ 5.09e6
- %
L A S I S MR BUARILE IS SUCALL UL IS e e Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
i .
- Exygen Research
RJZ032590

EID185064
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Quantify Sample Report
Study No.: 008-046, Sek No: 1017013, Ext. Date: 10/17/01, BAnalyst: K Risha

Sample List: p:\Data\LCMSMS6\Masslynx\008-046 PRO\SanpleDB\101701a
fast modified: Fri Oct 19 16:25:32 2001 )

Method: P:\Data\LCMEMS 6\Masslynx\008-04 6.PRO\MathDB\101601 PFOA
Last modified: Fri Oct 19 16:19:26 2001

Job Coda:

Printed: Fri Oct 19 16:33:13 2001

Page 7

Name: 101701A~107

Text:
1: PFOA
XC101501-6, 250 ppt Check Standard 19-Oct-2001 09:04:00]
' LC/MSIMS #5
101701A-107 Sm (Mn, 2x2) MRM of 1 Channel ES-
" 540 413 > 369
1004
1.19e6
%1
s, T v-.‘-..-,....,.‘.,,....f%...,....,....,....rrrfrT-...,,...|....l....,....,Tﬂne
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032591

EID185065
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Quantify Sample Report Page 8
Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, 2nalyst: K Risha

Sample List: P:\Data\LCMSMS6\Masslynx\008-046,PRO\SampleDB1101701a
Last modified: Fri Oct 19 16:25:32 2001 )

Method: P:\Data\LCMSMS6\Masslynx\008—-046. PRO\MathDB\101601 PFOA
. Last modified: Fri Oct 19 16:19:26- 2001

Job Code:

Printed: Fri oct 19 16:33:13 2001

Naxe: 101701A-108

Text:
- 1: PFOR .
[Methanol Wash . , 19-Oct-2001 09:19:43
. LC/MS/MS #6
1 1101701A-108 Sm (Mn, 2x2) MRM of 1 Channel ES-
= 1004 13 > 369,
- 2.35¢4
.3
%o
Do — Time
1.00 8.00

r

»

s

W rswil)

4

Exygen Research

RJZ032592

EID185066



Quantify Sample Report ] Page 9
Study No.: 008-046, Set Fo: 101701a, Bxt. Date: 10/17/01, BAnalyst: K Risha

Sanmple Tdst: P:\Data\LCMSMSG\Masslynx\OOS-046.PRO\SampleDB\lDl?Dla
Last modified: Fri Oct 19 16:25:32 2001

Method: P:\Data\LCMSMS6\Masslynx\008-046. PRO\MathDB\101601 PFOA
R Last modified: Fri Oct 19 16:19:26 2001
Job Code:

Printed: Fri Oct 19 16:33:13 2001

Name: 101701A-109

Text:
1: PFOA .
~ 0106020 Control 19-Oct-2001 09:35:25
— T T TmmTIsTmsmm ot oo TR LC/MSIMS #6
101701A-109 Sm (Mn, 2x2) MRM of 1 Channel ES-
- 100
%
6} R RREE s s S
. 1.00 200
- Exygen Research

RJZ032593

EID185067
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Ouantify Sample Report

Paga 10

Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LOMSMS6\Mass1lynx\008-046. PRO\SanpleDB\101701a
Last modified: Fri Oct 19 16:25:32 2001
Method: P:\Data\LMSMS6\Masslynx\008-046.PRO\MsthDB\101601 PFOA
Last modified: Fri Oct 19 16:19:26 2001

Job Code:

Printed: Fri Oct 19 16:33:13 2001

Name: 101701A-~110

Text:
1: PFOA :
0106020 Spk A, 50 ppt 19-0ct-2001 09:51:10
_ LCIMSIMS #6
101701A-110 Sm (Mn, 2x2) MRM of 1 Channel ES-
100- 5.10 413> 369
3.03e5
%
T LA AL B '(S"'l""l""lﬁ"'l"" R L E a s nana 1111
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ2032594

EID185068



Quantify Sample Report Page 11
Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, B2Analyst: K Risha

Sample List: P:\Data\LCMSMSS\Masslynx\D08—046.PRO\SampieDB\lOl?Ola
last modified: Fri Oct 19 16:25:32 2001

Method: P: \Data\LCMSMS6\Masslynx\008-046. PRO\MathDB\101601 PFOA
Iast modified: Fri Oct 19 16:189:26 2001

- Job Code:
Printed: Fri Oct 19 16:33:13 2001

Name: 101701A~111

Text:
i 1: PFOA
0106020 Spk B, 500 ppt ' 19-Oct-2001 10:06:57
L e e e LCIMSIMS #6
) 101701A-111 Sm (Mn, 2x2) _ MRM of 1 Channel ES-
: 2.25e6
- %o
: G T LI B T T | b B T 18] T T 3 Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
e 3
™
= . BExygen Research
RJZ032595

EID185069
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Quantify Sample Report
Study No.: 008-046, Set No: 101701A,

Sample List:
Last modified: Fri Oct 19 16:25:32 2001
Mathod: .
Last modifiad: Fri Oct 19 16:19:26 2001
Job Code:

Printed: Fri Oct 19 16:33:13 2001

Page 12

Ext. Date: 10/17/01, Analyst: K Risha
P:\Data\LCMSMS6\Masslynx\0068-046. PRO\SampleDB\101701a

P:\Data\LCMSMS 6 \Masslynx\008-046. FRO\MathDB\101601 PFOA

Name: 101701A~112

Text:
1: PFOA _
0112719 Spk C, 500 ppt, DF=2 19-O¢t-2001 10:22:37l
LC/MSIMS #6
101701A-112 Sm (Mn, 2x2) . MRM of 1 Channel ES-
100- 5.09 ' 413> 369
2.12e6
%
v e S Rl RAR S e R U S ML R A I AL USRI = Time
1.00 2.00 3. 4.00 7.00 8.00
Exygen Research
RJZ032596

EID185070



Quantify Sample Report Page 13
Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, Analyst: K Risha
Sample List: P:\Data\LCMSMS6\Masslynx\008-046.PRO\SampleDB\101701a
tast modified: Fri Oct 19 16:25:32 2001
Mathod: P:\Data\LCMSMS6\Masslynx\008-046 . PRO\MathDB\101601 PFOA
Last modified: Fri Oct 19 16:19:26 2001
Job Coda:
Printed: Fri Oct 19 16:33:13 2001
Nama: 101701A~113
Text.:
1: PFOA
0412719 Spk C, 500 ppt 19-Oct-2001 10:38:29
LCIMS/MS #6
101701A-113.Sm (Mn, 2x2) ) MRM of 1 Channel ES-
100+ . 540 413 >389
3.91e6
o
L) R E i T B R N M s S i LA L T T e e
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032597

EID185071



Ounantify Sanple Report Page 14
Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, 2nalyst: K Risha

Sample List: P:\Data\LCMSMSE\Masslynx\008-046 . PRO\SampleDB\101701a
Last modified: Fri Oct 19 16:25:32 2001 !

Mothod: P:\Data\LCMSMS6\MassLlynx\008-046. PRO\MethDB\101601 PFOA
last modified: Fxi Oct 19 16:19:26 2001
Job Code:

- Printed: Fri Oct 19 16:33:13 2001

Namae: 101701A~-114

- Text:
1l PFOA

- iXC101501-1, 50 ppt Standard 19-0Oct-2001 10:54:12
_ | LC/MS/MS #6
101701A-114 Sm (Mn, 2x2) . MRM of 1 Channel ES-
L 100- 5.09 413> 369
2.79e5

—_ %or]
L1 R RS B e e s e i S IR UL IS S I e 1 Ime

1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00

- Exygen Research

RJZ032598

EID185072
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Quantify Sample Report Paga 15
Study No.: 008-046, Set Mo: 101701A, Ext. Date: 10/17/01, Analyst: K Risha
Sample List: P: \Data\LCMSMS6\Masslynx\00B-046. PRO\SampleDB\lOl?Ola
Last modified: Fri Oct 19 16:25:32 2001
Method: P:\Data\LCMSMS 6\Masslynx\008-046. PRO\MathDB\101601 PFOA
f.ast modified: Fri Oct 19 16:19:26 2001
Job Code:
Printed: Fri Oct 19 16:33:13 2001
Name: 101701A-115
Text:
1: PFOA
0112720 Spk D, 500 ppt, DF=2 19-Oct-2001 11:09:54
. LC/MS/MS #6
101701A-115 Sm (Mn, 2x2) R MRM of 1 Channel ES-
100, 5.10 413> 369
2.26e6
%]
O-Hrrrry T | A S IR S ML L T T T T T Frrr ime
1.00 2.00 3.00 4 00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032599

EID185073



Quantify Sample Report Page 16
Study No.: 008-046, Set No: 1D1701a, Ext. Date: 10/17/01, BAnalyst: K Risha

Sample List: P:\Data\LCMSMS6\Masslynx\008-046. PRO\SampleDB\101701a
Last modified: Fri Oct 19 16:25:32 2001

Method: P:\Data\LCMSMS6\Mass1ynx\008-046.PRO\MethDB\101601 PFOA
Last .modified: Fri Oct 19 16:19:26 2001

- Job Code:
Printad; Fri Oct 19 16:33:13 2001

Name: 101701A-116

Text:
~ . 1: PFOA
- 0112720 Spk D, 500 ppt 19-Oct-2001 11:25:36
LC/MS/MS #
- 101701A-116 Sm (Mn, 2x2) MRM of 1 Channel £ES-
. 100+ 513 - 413> 369
4.38e6
. %]
G r""l"""r"l""‘l""l""I""!""l""l""i .l"'rl""\""I""l""lee
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
;
o Exygen Research
RJZ032600

EID185074



Quantify Sample Report Page 17
Study No.: 008~046, Set No: 101701a, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS6\Masslynx\008-046. PRO\SanpleDB\101701a
Last modified: Fri Oct 19 16:25:32 2001

Method: P:\Data\LCMSMSE\Masslynx\008-046. PRO\MethDB\101601 PFOA
Last modified: Fri Oct 19 16:19:26 2001

- Job Code:
Printed: Fri Oct 19 16:33:13 2001

Name: 101701A~117

Text:
- 1: PFOA

0112721 Spk E, 500 ppt, DF=2 19-0ct-2001 11:41:19
_ : ~ LGIMS/MS #5
s 101701A-117 Sm (Mn, 2)(2) . MRM of 1 Channel ES-
R 106+ 5.13 413 > 369

) 2.27e6
- Yo »
1 ""l""l""I""l""l""I'"')""l""i""rmTl""l“"I"“i""l""lTime
1.00 2.00 3.00 4.00 5.00 8.00 7.00 8.00
__E‘
3 .
- Exygen Research
RJZ032601

EID185075
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Quantify Sample Report Page 18
Study No.: 008-046, Set No: 101701A, Ext. Data: 10/17/01, 2Analyst: K Risha
Sample List: P:\Data\LCMSMS6\Masslynx\008-046, PRO\SampleDB\101701a
Last modified: Fri Oct 19 16:25:32 2001
Method: P:\Data\LCMSMS6\Masslynx\008-046. PRO\MathDB\101601 FEOA
Last modified: Fri Oct 19 16:19:26 2001
Job Code:
Printed: Fri Oct 19 16:33:13 2001
Name: 191701A—118
Text:
1: PFOA .
0112721 Spk E, 500 ppt 19-Oct-2001 11:57:04]
4 LC/MS/MS #6
101701A-118 Sm (Mn, 2x2) . MRM of 1 Channel ES-
100- 514 413 > 369
4.80e6
04
(O e S AR SN S LIS UL LU UE L UL e Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032602

EID185076



Quantify Sample Report Paga 19
Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, BAnalyst: K Risha

Sample List:  P:\Data\LCMSMS6\Masslynx\008-046.PRO\SampleDB\101701a
Last modified: Pri Oct 19 16:25:32 2001

Method: P:\Data\LCMSMS6\Masslynx\008-046. PRO\MathDB\101601 PFOA
Last modified: Fri Oct 19 16:19:26 2001

Job Coda:

Printed: Fri Oct 19 16:33:13 2001

Name: 101701a-119

Text:
i 1: PFOA
- 0112722 Spk F, 500 ppt, DF=2 ' 19-Oct-2001 12:12:54|
. L.CIMSI/MS #¥b|
’ 101701A~-119 Sm (Mn, 2x2) . . MRM of 1 Channel £5-
- 100~ 513 413 > 369
2.40eB
S %
G .-,....|...,,,,,.l....‘;.xr|.x.;|.;sx‘..-r|.:-’;,—1—:—1~rl--v;|-...|.,..|,...l..-.|_ﬁme
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
- Exygen Research
RJZO32603.

EID185077



Quantify Sampla Report ' Page 20
Study No.: 008046, Set No: 101701R, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS6\Masslynx\008-046. PRO\SampleDB\101701a
Last modified: Fri Oct 19 16:25:32 2001

Method: P:\Data\LCMSMS6\Masslynx\008-046. PRO\MathDB\101601 FFOA
Last modified: Fri Oct 19 16:19:26 2001 ,

== Job Coda:
Printed: Fri Oct 19 16:33:13 2001

Name: 101701A-120

Text:
- 1: PFOA
01142722 Spk F, 500 ppt - 19-Oct-2001 12:28:43)
) ‘ LC/MSIMS #6
101701A-120 Sm (Mn, 2x2) . MRM of 1 Channel ES-
100+ 5.14 413> 369} .
] 4.87e6
%_
¢ ""l""lr"'l"'-'l""I'."“""l""l"“l""\ Time
1,00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
- Exygen Research
RJZ032604

EID185078
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Quantify Sanple Report
Study No.: 008-046, Set No: 1017013,

Sample List:
Last modified: Fri Oct 18 15:25:32 2001
Mathod:
Last modified: Fri Oct 19 16:19:26 2001
Job Coda:

Printed: Fri Oct 19 16:33:13 2001

Ext. Data: 10/17/01,

' Page 21
Analyst: K Risha

P:\Data\LCMSMS 6\Masslynx\008-046.PRO\SanplaDB\101701a

P:\Data\LCMSMS6\Masslynx\008-046. PRO\MethDBE\101601 PFOA

Name: 101701A~121

Toxt:
1: PFOA
XC101501-2, 100 ppt Standard 19-Oct-2001 12:44:21
LC/MSIMS #6
101701A-121 Sm (Mn, 2x2) MRM of 1 Channel ES-
100+ 8.15 413> 369
5.96e5
%
Ly ,,ﬁ\ T Y ..._.,...,....,....,..,.,....,.r..,Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032605

RID185079
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Quantify Sanplae Report
Study No.: 009-046, Sat NMo: 101701A,

Sanple List:

Iast modified: Fri Oct 19 16:25:32 2001

Ext., Date: 10/17/01,

Page 22
Analyst: K Risha

P:\Data\LCMSMS6\Masslynx\008-04 6. PRO\SampleDB\101701a

. Mathod: P:\Data\LCMSMS6\Masslynx\008~046. PRO\MathDB\101601 PFOA
Last modified: Fri Oct 19 16:19:26 2001
Job Code:
Printed: Fri Oct 19 16:33:13 2001
Name: 101701A~122
Text:
1: PFOA
0112719 19-Oct-2001 13:00:00
. LC/MSIMS #6
101701A-122 Sm (Mn, 2x2) MRM of 1 Channel ES-
1004 5.15 413> 369
2.51e6
% )
L e T AL S S i i o e s LA WIS S A .,....,—.—-rrr...q.r..,n..,..r.,.,..,Time
1.00 2.00 3.00° 4.00 5.00 6.00 7.00 8.00
Exygen Research '
RJZOBZ 606

EID185080
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Quantify Sample Report v Page 23
Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS6\Masslynx\008-046 .PRO\SampleDB\101701a
Last modified: Fri Oct 19 16:25:32 2001

Method: P:\Data\LCMSMS 6\Magslynx\008-046. PRO\MethDB\101601 PFOA
Last modified: Fri Oct 19 16:19:26 2001

Job Code:

Printed: Fri Oct 19 16:33:13 2001

Name: 101701A-123

Text:
1: PFOA
0112719 Dup 19-Oct-2001 13:15:40
LCIMSIMS #6
101701A-123 Sm (Mn, 2x2) MRM of 1 Channel ES-
10 . 5.15 413> 369
D] 2.27e6)
- o]
O T e T e e UL B IS AL TR [ime
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exfgen Research
RJZ032607

EID185081
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Quantify Sample Report v Page 24
Study No.; 008-046, Set No: 101701A, Bxt, Date: 10/17/01, Analyat: K Risha

Sample List: P:\Data\LCMSMS6\Masslynx\008-046.PRO\SanpleDB\101701la
Last modified: FPri Oct 19 16:25:32 2001

Mathod: P:\Data\LCMSMS 6\Masslynx\008-0456. PRO\MethDB\IOISOI PFOA
Last modified: Fri Oct 19 16:19:26 2001
7 Job CodB:
Printed: Fri Oct 19 16:33:13 2001
.
Name: 101701A-124
Text:
1: PFOA v
0112720 19-Oct-2001 13:31:27
_ LC/MSIMS #6
3 101701A-124 Sm (Mn, 22) MRM of 1 Channel ES-
100- . 5.15 413 > 369
2.3%e6
7]
%]
4 g u-‘|-v-v|n-v;;-vx|---.‘;.”,w‘r,,..”p.--;.,-rr:—r—rr[;:-;|--»-,--.-“..-,--m,Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
<]
1
& .
£ Exygen Research
RJZ032608

EID185082
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i Quantify Sample Report - Page 25
1 Study No.: 008~-046, Set No: 101701A, Ext. Date: 10/17/01, Analyst: K Risha
Sample List:  P:\Data\LCMSMS6\Masslynx\008-046 .PRO\SampleDB\1017012a
. Tast modified: Fri Oct 19 16:25:32 2001
! Mathod: P:\Data\LCMSMS6\Masslynx\008-046 , PRO\MathDB\101601 FFOA
Last modified: Fri Oct 19 16:19:26 2001
Y- Job Coda:
Printed: Fri Oct 19 16:33:13 2001
Name: 101701A-125
Text:
"1™ 1; _proa
i 0112720 Dup 19-Oct-2001 13:47:10
L.C/MSI/MS #6
E 101701A-125 Sm (Mn, 2x2) : MRM of 1 Channel ES-
100+ : 5.15 413> 369
2.23eB
Y-
oL L oo o S I JLE L ot SIS I L e e vl 1112
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
#
§
3
- Exygen Research -
RJZ032609

EID185083
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Quantify Sample Report

Study No.: 008-046, Set No: 101701A,

Sanple List:

Ext. Date: 10/17/01,

Last modified: Fri Oct 19 16:25:32 2001

Mothod: P:\Data\LCMSMS6\Masalynx\
Last modified: Fri Oct 19 16:19:26 2001
Job Codes:

Printed: Fri Oct 19 16:33:13 2001

Page 26
2nalyst: K Risha

P:\Data\LCMSMSH\Masalynx\008-046. PRO\SampieDB\lOl?Ola

008-046. PRO\MathDB\101601 PFOA

Name: 101701A-126

Toxt:
1: PFOA
0112721 19-Oct-2001 14:03:05
LC/MS/MS #6
101701A-126 Sm (Mn, 2x2) , MRM of 1 Channel ES-
| 5.15 » 413> 369
00—] 2.45e8
%_
0 77“"]“"!“"l""l'"‘l""i"“l""l'"'l""l_'_'_r'l‘"'I""I""l""l"‘r|Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 B8.00
Exygen Research
RJZ032610

EID185084
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Quantify Sample Report Paga 27

Study No.: 008-046, Set Mo: 101701a, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS6\Masslynx\008-046.PRO\SanpleDB\101701a

Last modified: Fri Oct 19 16:25:32 2001

Mothod: P:\Data\LCMEME6\Masslynx\008~046.PRO\MathDB\101601 PFOA

Last modified: Fri Oct 19 16:19:26 2001

Job Code:

Printad: Fri Oct 19 16:33:13 2001

Name: 101701A-127

Taxt:

1: PFOA .

0112721 Dup 19-Oct-2001 14:18:49
LC/MS/MS 76

101701A-127 Sm (Mn, 2x2) MRM of 1 Channel ES-

100 : 5.16 413> 369

2.29¢8
o+
) Rh S GRS RAE i s s IS UL T '~;|"--; ST e reee [ime
1.00 2.00 3.00 4.00 5.00 6.90 7.00 8.00
Exygen Research

RJZ032611

EID185085



—} Quantify Sample Report ‘ Paga 28
H Study No.: 008-046, Sat No: 101701A, Ext. Date: 18/17/01, Analyst: K Risha

Sanple List: P:\Data\LCMSMS6\Masslynx\008-046.PRO\SanpleDB\101701a
Last modified: Fri Oct 19 16:25:32 2001

Mathod: P:\Data\LCMSMS6\Masslynx\008-046 . PRO\MathDB\101601 PFOA
Last modifiaed: Fzi Oct 19 16:19:26 2001

—r . Job Coda:

Printad: Fri Oct 19 16:33:13 2001
.
: Namae: 101701A-128.
Taxt: ’
"1~ 1: proa . .
: XC101501-3, 250 ppt Standard : 19-Oct-2001 14:34:39
. LC/MS/MS #6)
T 101701A-128 Sm (Mn, 2x2 MRM of 1 Channel ES-
3 100+ - 5.47 413 > 369
’ . 1.35e6
%_
: {‘L""l""l""i""l‘;"l""I""!""l""|""l"_"‘l“"I"".rr*"l'“'l""lTime
1.00 “2.00 3.00 4.00 5.00 6.00 7.00 .00
2
3
£ -
] Ex}}gen Research
RJZ032612

EID185086
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Quantify Sample Report ) Page 29
Study No.: 008-046, Set No: 101701A, Bxt. Date: 10/17/01, B5Analyst: K Risha

i

Sample List:  P:\Data\LCMSMS6\Masslynx\008-046.PRO\SampleDB\101701a
Last modifiad: Fri Oct 19 16:25:32 2001

! Method: P:\Data\LCMSMS6\Masslynx\008-046. PRO\MethDB\101601 PFOA
Last modified: Fri Oct 19 16:19:26 2001
Job Code:
Printed: Fri Oct 19 16:33:13 2001
Name: 101701A~129
Text:
] 1: PFOA -
0112722 19-Oct-2004 14:50:22,
- LC/MS/MS #6
’ 101701A-129 Sm (Mn, 2x2) MRM of 1 Channel ES-
100 ' 5.15 , 413 > 369
. 2.19¢6
"T
i
%
;3 0" T ¥ LA ) | ¥ ' L) L } ¥ "'l'rrﬁl""lTime
: 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
3.'1
&
"]
i
i Exygen Research
RJZ032613

EID185087
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Quantify Sample Report : Page 30
Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, BRnalyst: K Risha
Sample List: P:\Data\LCMSMS6\Mazslynx\008~046.PRO\SamplabB\101701a
Last modified: Fri Oct 19 16:25:32 2001 , :
Mathod: P:\Data\LCMSMS6\Masslynx\008-046.PRO\MathDB\101601 PFOA
Last modified: Fri Oct 19 16:19:26 2001
i Job Coda:
1
Printed: Fri Oct 19 16:33:13 2001
3
i »Name: 101701A~130
: Text:
1: PFOA
0112722 Dup 19-0ct-2001 15:06:07
. . LC/MS/MS #6
101701A-130 Sm (Mn, 2x2) MRM of 1 Channel ES-
100- ’ 5.15 413 > 369
2:25¢6
2
Yo
iy T ¥ T | AL I S A ) T | ime
1.00 2.00 3.00 4.00 5.00 6 7.00 8.00
s Exygen Research
RJZ032614

EID185088
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Quantify Sample Repoxt Page 31
Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, Analyst: K Risha
Sample List: P:\Data\LCMSMSS\Masslynx\DOB—OA6.PRO\SampleDB\lOl?Dla
Last modified: Fri Oct 19 16:25:32 2001 :
Method: P \Data\LCMSMSG\Masalynx\OOB-Ot} 6.PRO\MathDB\101601 PFOA
Tast modified: Fri Oct 19 16:19:26 2001
1 Job Coda: _
Priﬁted: Fri Oct 19 16:33:13 2001
) -
Mame: 101701A-131
Toxt:
1 1: PEOA
0112723 19-0ct-2001 15:21:47
. LC/MS/MS #6
1 101701A-131 Sm (Mn, 2x2) MRM of 1 Channel ES-
<3 100+ ) 413 > 369
2.32e4
3
£
i
e 5.18
1
o %-
-
!
¢ e e e LI I UMM IV AL ML AR A ; Time
1.00 2.00 3.00 4,00 5.00 6,00 7.00 8.00 -
i
<
i
& -
£7) Bxygen Research
RJZ032615

EID185089
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Quantify Sample Repoxrt Paga 32
Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, Analyst: K Risha
Sample Lisgt: P:\Data\LCMEMS6\Masslynx\008-046 . PRO\SampleDB\101701a
Last modified: Fri Oct 19 16:25:32 2001 .
Mathod: P: \Data\LCMSM36\Masslynx\008-046 . PRO\MethDB\101601 PFOA
Last modified: Fri Oct 19 16:19:26 2001
Job Codet
Printed: Fri Oct 19 16:33:13 2001
Nane: 101701A-132
Text:
1: PFOA
0112724 19-Oct-2001 15:37:29
LC/MS/MS #6
101701A-132 Sm (Mn, 2x2) MRM of 1 Channel ES-
100- 413 > 369
147ed
5.18
%l
L S v L e o B LIS RLALIL IS M s ML LIS SULILIL S AL I - Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exﬁgen Research
RJZ032616

EID185090
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Quantify Sample Report

Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, Analyst: K Risha
Sample List:  P:\Data\LCMSMS6\Masslynx\008-046.PRO\SanpleDB\101701a

Last modified: Fri Oct 19 16:25:32 2001

Method: P:\Data\LCMEMS6\Masalynx\008-046, PRO\MethDB\101601 PEOA
Last modified: Fri Oct 19 16:19:26 2001

Job Coda:

Printed: Fri Oct 19 16:33:13 2001

Page 33

Name: 101701A-133

Text:
1: PFOA
XC101501-4, 500 ppt Standard 19-Oct-2001 15:53:18]
LC/MSIMS #6
101701A-133 Sm {(Mn, 2x2) MRM of 1 Channel ES-
517 413> 369
100
2.81e6
%l
Ot R RERE B A RNl v i s e L UILS IR Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032617

EID185091



Quantify Sampla Report Page 34
Study No.: 008-046, Set No: 101701A, Ext. Date: 10/17/01, Analyst: K Risha

Sanmple List: P:\Data\LCMSMS6\Masslynx\008-046. PRO\SampleDB\101701a
last modified: Fri Oct 19 16:25:32 2001

Mathod: P:\Data\LCMSMS6\Masaslynx\008-046. PRO\MathDB\101601 PFOA
Laskt modified: Fri Qct 19 16:19:26 2001
1 Job Code:
Printed: Fri Oct 19 16:33:13 2001
-1
: Nama: 101701A-134
Text:
7 1: PFOA
XC101501-5, 1000 ppt Standard 19-0¢t-2001 16:09:06l
; . LC/MSIMS #6
] 101701A-134 Sm (Mn, 2x2) MRM of 1 Channel ES-
. “ 1 100- 5.18 413 > 369
5.40e6
3
- ]
L B %_
1
'} Hrr e T T e e T T T T T T T T T Time-
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
]
=
o1
il
g
e
a} Exygen Research
RJZ032618

EID185092



RAW DATA REPORT
-3 .
Sponsor Study No: NA Limit of Quantitation: 50 ng/L. Set No: 101701B
Exygen Study No: 008-046 Injection Volurne: 5aL Analyst: Karen Risha
Analyte: APFO Matrix: Water Instument Type:  LC/MS/MS Unit# 7
! Tons Monitored: 413 > 369 Sample Volume; 40.0ml Extraction Date: 10/17/01
Site: NA Final Vohmne: 5.0mL Analyzed on: 1018701
1
: Amount
Std. PFOA  APFO PFOA
. Exygen Sponsor Sample Run Conc. Dilution Peak Foond Found Added  Recovery
D D Code No. (gl) Factor  Area (g}  (ngh) (ngl) (%)
XC101501-0 - CcS 101701B201 0 - ND - - - -
XC101501-1 R CS 101701B202 50 - 269 - - - .
i XC101501-2 - CS 101701B-203 100 - 485 - - - .
XC101501-3 - CS  101701B-204 250 - 9753 - - - -
XC101501-4 - €S 10170iB-205 500 - 20662 - - - -
XC101501-5 - CS 101701B206 1000 - 40877 - - - -
—3 XC101501-6 - CK  101701B267 250 - 9594 - - - -
£ Methanol Wash - ¢ 01701B208 - . ND - - - -
0106020 Control NA C  101701B209 - 1 ND ND ND - -
] 0106020 Spk A MA ILCS 101701B218 - } 1896 25 442 50 85
i} 0106020 Spk B NA LC8 101701B211 - I 19553 506 526 500 101
0112725 Spk € WWK-D-Bldg-293 LF  101701B213 - 1 35585 926 964 500 104
. 0112726 SpkD  WWK-D-Lubeck-Office  LF  101701B214 - 2 20859 1080 1120 500 97
XC101501-1 - CS  101701B216 50 - 212 - - - -
0112727 SpkE  WWK-G-LPWD-WeltF  LF  101701B218 - 1 27533 15 744 500 88
- 0112728SpkF  WWK-GLPWD-WellA LF  101701B219 - 2 21348 1110 1150 500 37
E 0112729 5pk G~ WWK-G-LPWD-WellB  LF  101701B222 - 1 37615 979 1020 S0 84
XC101501-2 - ¢S WIB223 100 - 3363 - - - -
0112725 WWK-D-Bldg-293 S 101701B-224 - I 15758 406 423 - -
- 0112725 Dup WWK-D-Bldg-293 S 101701B225 - 1 14514 375 390 - -
’*‘ " onI27I6 WWK:D-Lubeck-Office  §  101701B-226 - 1 zmom 597 621 - -
# 0112726Dup.  WWK-D-Lubeck-Office S 101701B227 - 1 22433 581 605 - -
0112727 WWK-G-LEWD-WellF S 101701B-228 - 1 10823 277 288 - -
3 0112127Dop  WWK-G-LPWD-WellF S 101701B-229 - 1 9954 154 264 - -
i XC101501-3 - €S 101701B-230 250 - 8481 - - - -
i 0112728 WWK-GLPWD-WellA 1017018231 - 1 26028 675 703 - -
- 0112728Dnp  WWK-GLPWD-WellA  $ 10I701B-232 - 1 25325 657 684 . -
e 0112729 WWK-GLPWD-WellB S 101701B-233 - 1 21537 558 581 - -
& 0112729Dup  WWK-GLPWD-WellB 3 101701B234 - 1 2007 546 568 . -
XC101501-4 T CS  101701B-235 500 - 18440 - - . -
1 " XC101501-5 - CS 101701B-236 1000 - 36595 - - - -
’ PFOA Found (ng/L) = (peak area - intercept) / sope x DF » Standard Curve - Lincar (1/x weighted)
Recovery (%)= _[PFOA found (ng/L)-PFOA found in control (ng/L)} x 100 Intercept = 276,530 '
-1 amount PFOA added (ng/L) Slope = 38.1239
. Coef, Of Det, = 0,992303
APFO Found (ng/L) = PFOA found (ng/L) X (MW APFO (431)/ MW PFOA (414))
! ".CS = Calibration standard LF =Lab forifiedsample . - CK =Check Standard
C = Conirol sample FF = Ficld fortified sample ND = Not detected -
S =Sample LCS = Laboratory Control Spike 'NQ = Not quantifiable
i
Avg Resp. of the 250 ppt Standards (arca); 9117
a Response of the Check Standard (area): 9594 Spreadsheet prepared bﬁ_}%ﬁl_ﬂlﬂ[(}_‘
I Percent Differcnce (%): -5.2 ]
© % difference acceptable if within £15%
=)
RJZ032619

EID185093
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3058 Research Drive
State College, PA 16801

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

Internal Chain of Custody/Fortification Sheet
Exygen Study Nurmber: 008-D46

Sponsor Study/Protocol No:  NA

The samples listed below were removed from refrigerator No.

18

Matrix: Water

Initials ZZ/

Time __\& t» Date_ t6-11-2|
CLIENT SAMPLE ID EXYGEN ID NUMBER VOLUME (mL) | FORTIFICATION (ng)
na 0106020 Control 400 -
na 0106020 Spk A 400 20
na 0106020 Spk B 40.0 200
WWK-D-Bldg-293 0112725 Spk C 40.0 20.0
“WWK-D-Lubeck-Office 0112726 Spk D 40.0 _ 20.0
WWK-G-LPWD-Well-F 0112727 SpkE 40.0 200
WWK-G-LPWD-Well-A 0112728 SpkF 40.0 200
WWK-G-LPWD-Well-B 0112729 Spk G 40.0 20.0
WWK-D-Bldp-293 0112725 40.0 -
WWK-D-Bldg-293 0112725 Dup 40.0 -
WWK-D-Lubeck-Office 0112726 40.0 -
WWK-D-Lubeck-Office 0112726 Dup 409 l
WWK-G-LPWD-Well-F 0112727 40.0 -
WWK-G-LPWD-Well-F 0112727 Dup 0.0 -
WWK-G-LPWD-Well-A 0112728 0.0 .
WWK-G-LPWD-Well-A 0112728 Dup 40.0 -
WWK-G-LPWD-Well-B 0112729 40.0 -
WWK-G-LPWD-Well-B 0112729 Dup 40.0 S .
Spiking Solution Used Volume Used for Spiking InitiaVDate
0106020 Spk A F070901-3 (10 ng/mL) 200 oL 200 uL, micropipety | ZA  11ofi1fel
0106020 Spk B F070901-2 (100 ngfmL) 200 il (200 pl. micropipet) \ s
0112725 Spk C . F070901-2 (100 ng/mL) 200 L (200 L micropiper) /
0112726 Spk D F070901-2 (100 ngfmL) 200 pL (200 pL micropipet) /
0112727 Spk E F070901-2 (100 ng/mL) 200 pL (200 pL. micropipet) /
0112728 Spk F F070901-2 (100 ng/mL) 200 uL (200 uL miccopipet) !
0112729 Spk G F070901-2 (100 ng/mL) 200 pL (200 pl. micropipety | ¥ [
All samples were measured: S
Time_1% 42 Date_Lo= 1721 mitals__A%
;ﬁzr m:a‘:tgi;g samples were gz;:nidpto:e‘fr;gira:or No. - >

Comments: 300 pL of 250 mg/mL sodium thiosulfate was added to all samples before spiking. Initials/Date: fie l i

Analysis Summary: DataSet: D1 7701 B
Data Set: —
Data Set: -

Set extraction/analysis data verified by: ()

[)

Initials/Date; / k)l l@!o‘

Initials/Date: } -
Initials/Date: /]~

Date: [d? pl

July 26, 20016

RJZ032620

EID185094
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L.C/MS/MS SYSTEM AND OPERATING CONDITIONS

Sponsor Protocol No: NA Exvygen Study No: 008-046
Instrument: Micromass Quattro Ultima (LC/MS/MS Unit #7)
ELECTROSPRAY ION SOURCE:
Capillary: 3.0kV Hexapole 2: 0V
Hexapole 1: 0V Source Block Temp.: 100°C
Aperture 1: 0V Desolvation Temp.: 300°C
ANALYZER: :
LMRes 1: 105V LMRes2:13.0V
HMRes 1: 105V HMRes2: 13.0V
[Energy 1: 1.0V IEnergy 2:20V
Entrance: -2V Multiplier: 700V
Exit2V
GAS FLOWS AND PRESSURE:

Desolvation N, Flow Rate: ~650 L/hr
Nebuliser N; Flow Rate: ~150 L/br

Gas Cell Pressure: ~0.003 mbar
Computer: COMPAQ Professional Workstation AP200
Software: Microsoft Windows NT: Version 4 Build 1381: Service Pack §

Micromass Limited: MassLynx 3.4 Build 004
- HPLC Equipment: Hewlett Packard (HP) Series 1100

HP Quat Pump HP Vacuum Degasser
HP Autosampler HP Column Oven
HPLC Column: Genesis C-8, 5 cm x 2.1 mm id. x 4 p (Exygen ID: 37A)

(JONESCHROMATOGRAPHY: Part No. FK5962E)
Column Temperature: 35°C
Mobile Phase (A) 2 mM Ammonium Acetate in Type 1 Water
Mobile Phase (B) : Methanol

Time (min) %A %B Flow Rate (mL/min)
0.0 60.0 40.0 0.3
04 60.0 40.0 03
1.0 10.0 90.0 03
7.0 10.0 90.0 03
7.5 0.0 100.0 0.3
9.0 0.0 1000 0.4
9.5 60.0 40.0 0.4
13.5 60.0 40.0 0.4
14.0 60.0 400 03
Total run time = 14 mm
Injected Volume: 15 pL '
Ions monitored :.
. Analyte Parention Daughterion Dwell (secs) . Coll Energy (V) Cone (V)
PFOA A1y 369 - 0.2 10 50
Analyst: Karen Risha

Exygen Research 0“6\0{
3058 Research Drive, State College, PA 16801 @g.,l
Phone: (814) 272-1039 FAX: (814)231-1580

All Handwritten Peak ID’s by: Q)Q [b‘ mD !

NOTE: THE NEXT 3 PAGES ApE. WASSLYNY. PRINTOUTS £ STEMA
BE L5 TO VERV, VALUES LISTED 00 THIS SQ&AETW}%@QM (o;f%d“

RJZ032624
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Scanning Msthod Report

Page 1

Mathod: C: \MASSLYNX\008~046. PRO\ACQUDB\PFOA

Last Modified: Mon Oct 15 12:37:26 2001

Printed: Fri Nov 09 09:41:26 2001 1

- KL wtloalot
U A}

Solvent Delay { mins ) 3 1.00

Function : 1 MM of 1 Mass Pair ( ESP- )}

Inter Channal Delay { Secs } : 0.03

Span { Daltons } : 0.00

Start Time ( Mins ) : 0.00

End Time ( Mins ) = 8.00

Repeats : 1

Channel Parent Daughter Dwell {Secs) Coll Energy {(eV} Cone { V)
1 413.00 369.00 D.20 10 50

EID185099
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3 Method Report Page 1

Method File: C1\MASSLYNX\008-046.PRO\ACQUDB\watar
L Last Modifisd: . Friday, November 03, 2001 09:38:47
s i Printed: ) Friday, November 03, 3001 09:42:01
i '
(o Kl jod]o
i HP1100 LC Pump Initial Conditions U
. Solvents
: Ax .60.0
i B% 40.0
: Cx : 0.0
- D% 0.0
{ Flow (ml/min) 0.300
| Stop Time (mins) 14.0
Min Preasure (bar) 0
. Max Pressure (bar) 400
Oven Temperature Left (°C) 35.0
Oven Temperature Right({°C) 35.0

HP1100 LC Pump Gradient Timetable

The gradient Timetable contains 9 entries which are :

-

Time A% B% C% D% Flow Pressure
i a.00 60.0 40.0 0.0 0.0 0.300 400
{ 0.40 80.0 40.0 0.0 0.0 0.300 400
1.00 10.0 90.0 0.0 0.0 0.300 400
7.00 10.0 90.0 0.0 0.0 0.300 400
J 7.50 0.0 100.0 0.0 0.0 0.300 400
i 9.00 0.0 100.0 0.0 6.0 0.400 400
D.50 60.0 40.0 0.0 0.0 0.400 400
13.50 60.0 40.0 0.0 0.0 0.400 400
N 14.00 60.0 40.0 0.0 0.0 0.300 400
i
|
HP1100 LC Pump External Event Timetable
_I The Timetable contains 4 entries which are :
! Time Column Switch Contactl Contact2 Contact3 Contact4
Initial Off Off Off Of£ Of £
l g.00 Off On Off OfE Ooff
i 0.10 Off Off On off Off
8.00 Off Off Off Off Off
: HP1100 Autosampler Initial Conditioms
Dr:‘aw Speed 200.0
i Bject Speed (pl/min) 200
) Draw Position {mm) §.10
: Stop Time (mins) . 14.00
Injection Volume{pl) 15.0
vial Number 6
:
RJZ032626
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In order to verify mass resolution, a calibration check is performed on the mass

spectrometer using a Nal/Rb/Cs tuning solution. The tuning solution is infused

onto the mass spec using an infusion pump set to a flow rate of 10 pL/min. An

1 MS scan from 80 to 1380 amu is perfomed on both MS1 and MS2. The
calibration is considered acceptable if the following 11 peaks are found within
+ 0.2 amn of their known masses on both MS1 and MS2: 84.9, 132.9, 172.3,

| 322.7,472.6,622.5,772.4, 922.3, 1072.2, 1222.1 and 1372.0. If any of the
' masses are outside the + 0.2 amu, then the instrument will be recalibrated and
another calibration.check performed.

The printouts from the calibration check can be found on the following 2 pages.

‘ | ' \{g\\\(ﬂ\o\

1
|
l
3058 Research Drive
. State College, PA 16801, USA
l T; 814.272,1039
F: 814.231.1580
exygen.com

RJZ032627
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Initial Calibration Curve

ExygeaStudyNo:  008-046

SetNo; 1017018

Extraction Date: ~ 10/17/01

L Anmlyzedon: 10718001

The first curve of the data set is used to determine performance. A linear regression {with no weighting) is performed using the first
six standards of the analytical run. The cocfficient of determination (R Squarc) mnst be 0.985 or greater. If the set fails to meet
this requirement, the ;un must be rejected and the samples reanalyzed.

Standard

8 Concentration

Exygen ID (ng/L) Peak Area -

XC10t501-0 0 0
N XC101501-1 50 2269

XC101501-2 100 44385 Coefficient of Determination: 0.99963071

XC101501-3 250 9753

XC101501-4 500 20662
! XC101501-5 1000 40877
i SUMMARY OUTPUT
1 " Regression Statistics & \\ [)0\\0\
; Multiple R 0.99981534 :

R Square 0.99963071

Adjusted R Squar 0.99953839
] Standard Error  333.267525
6

] Observations

: ANOVA

i df 35 MS F Stgnificance F
Regression 1 1202591346 1.2E+09 10827.597 5.1147E-08
Residual 4 4442689724 111067.2
Total 5 1203035615

Coefficients Standard Ervor  tStat _ P-value __Lower 95% Upper 95% Lower 95.0% Upper 95.0%
: Intercept 957073733  184.143363 0.519744 0.6306791 -415.557624 606.972371 -415.55762 606.97237}
i X Variable 1 40.7736083 0.391853524 104.0557 S.115E-08 30.6866462 41.8625703 39.6866462 41.8625703

RJZ032630
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Quantify Calibration Ropo:t. Page 1

(/ » r Study No.: 008-046, Set No: 101701B, Ext. pate: 10/17/01, Analyst: K Risha
- Calibration: P:\Data\LCMSMS’I\Masslynx\DOB-OIG.PRO\CurveDB\1017OIB %ID"‘”O]
1 Tast modified: Fri Oct 19 07:08:10 2001
Printed: Fri Oct 19 07:15:14 2001
I Compound 1 name: PFOA

Coefficient of Determination: 0.992303

. Calibration curve: 38.1239 * x + 276.530

L. Response type: External Std, Area

h Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

4.0% 4 x

———t

JRE—

! Response-

oo ' o000 4000 6000 | 8000 1000.0

Exygen Ragearch

RJZ032631

EID185105
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Quantify Sample Report Paga 1
Study No.: 008-046, Set No: 101701B, Ext. Data: 10/17/01, Analyst: K Risha

-

Sample List: P:\Data\LCMSMB7\Masslynx\008-046. PRO\SampleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001

-

Mathod: . P:\Data\LCMSMS7\Masslynx\008-046 . PRO\MethDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001
Job Code: Initinls &é’

| Date
Printed: Fri Oct 19 07:15:16 2001 m;ﬁﬁ%fm

J Name: 101701B-201

Text:
;. 1: PFOA
XC101501-0, 0 ppt standard 18-Oct-2001 08:52:47
O } LG/MSIMS #7,
i " 1101701B-201 Sm (Mn, 2x2) MRM of 1 Channel ES-
100 5.10 7.87413 > 369
l 1.96e3
l .
6.91
l % 555561 897 831
4.78
! 1.47 151 2.04 4.6T.
1 .
S AL T B R LI S St ey o e AL ML AL ey 1IMe
2.00 3.00 4.00 5.00 6.00 7.00 8.00

Exygen Research

RJZ032632

EID185106
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Qﬁantify Sample Report
Study No.: 008-046, Sat No: 1017018, Ext. Date: 10/17/01, Apalyst: K Risha

Sample List: P:\Data\LCMSMS7\Maanlynx\008-046.PRD\SampleDB\lOl'IOlb
Last modified: Fri Oct 19 07:07:33 2001

Mathod: P:\Data\LCMSMS7\Masslynx\008-046. PRO\MothDB\101601 FEOA
Last modified: Wed Oct 17 07:42:45 2001

Job Coda:

Printed: Fri Oct 19 07:15:16 2001

Paga 2

Name: 101701B-202

Text:
1: PFOA .
XC101501-1, 50 ppt standard 18-0ct-2001 09:09:23
LC/MSIMS #7
1017018-202 Sm (Mn, 2x2) MRM of 1 Channel ES-
100+ 5.08 413 > 369
4 20e4
%

" 8.00

Exygen Resaarch

RJZ032633

EID185107
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Quantify Sampla Repoxrt Page 3
Study No.: 008-046, Set No: 101701B, Ext. Data: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS7\Masslynx\008~046.PRO\SamplaDB\101701b
! Last modified: Fri Oct 19 07:07:33 2001

Mathod: P: \Data\LCMSMS7\Masslynx\008-046 . PRO\MethDB\101601 PFOA
Lagt modified: Wed Oct 17 07:42:45 2001
Job Coda:
1
Printed: Fzi Oct 19 07:15:16 2001

I Namae: 101701B-203

Taxt:

1: PFOA
! XC101501-2, 100 ppt standard ) 18-Oct-2001 09:26:05
) LC/MSIMS #7]
- 101701B-203 Sm (Mn, 2x2) MRM of 1 Channel ES-
i 100~ 5.10 413> 369

8.23e4
P
‘ %
i
4
| 0t e e e AL S AR e s T Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00

}
]
1
l
|
|

Exyéan Rasearch

RJZ032634

EID185108



. Quantify Sample Report i Page 4
! Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, A2Analyst: K Risha

Sample List: P:\Data\LCMSMS7\Masslynx\008-046.PRO\SanpleDB\101701b
Iast modified: Fri Oct 19 07:07:33 2001

Mathod: P:\Data\LCMSMS7\Masslynx\008-046. PRO\MethDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001
Job Code:
i
Printed: Fri Oct 19 07:15:16 2001

] Name: 101701B-204

R Taxt:
1: PFOA :
b XC101501-3, 250 ppt standard - 18-0ct-2001 09:42:43
LC/MS/MS #7]
101701B-204 Sm (Mn, 2x2) MRM of 1 Channel ES-
bl 5.10 413 > 369
100,
) ] 1.81e5
b
t %-
i
' L e T I A LRt AL L WAL A RS | "'1"-'1'-"1-”';’-'--p----:Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00
i
1
Exygen Research
RJZ032635

EID185109
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Cuantify Sample Report

Page 5

Study No.: 008-046, Sat No: 1017018, Ext. Date: 10/17/01, 2Analyst: K Risha

Sample List:  P:\Data\LCMSMS7\Masslynx\008-046.PRO\SampleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001
Mathod: P:\Data\LCMSMS7\Masslynx\008-046. PRO\MathDB\101601 PFOA
Last modified: Wad Oct 17 07:42:45 2001

Job Code:

Printed: Fri Oct 19 07:15:16 2001

Nama: 101701B-205

Taxt:
1: PFOA
XC101501-4, 500 ppt standard 18-Oct-2001 09:59:21|
LC/MSIMS #7
101701B-205 Sm {Mn, 2x2) MRM of 1 Channel ES-
100+ 510 413> 369
3.76e5
%-
L S B N L N B A W LY L A AL P Time
2.00 3.00 4.00 5.00 7.00 8.00
Exygon Rasearch
RJZ032636

EID185110



s
1

i

]
H

Quantify Sample Report

Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01,

Page 6

Analyst: K Risha

Sample List: P:\Data\LCMSMS7\Masslynx\008-046. PRO\SamplaDB\101701b

Last modified: Fri Oct 19 07:07:33 2001

Mathod: P:\Data\LCMSMST\Masslynx\008-046 . PRO\MathDB\ 101601 PFOA

Last modified: Wed Oct 17 07:42:45 2001
Job Code:

Printed: Fri Oct 19 07:15:16 2001

Rame: 101701B-206

Toxt:
1: PFOA
XC101501-5, 1000 ppt standard 18-Oct-2001 10:15:58
T T s T e LC/MS/MS #7
101701B-206 Sm (Mn, 2x2) MRM of 1 Channel ES-
100+ 5.09 413> 369
7.35e5
o/,
0L I T I e S e S T T T 1 Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032637

BEID185111



Ounantify Sample Report
Study No.: 008~

Sample List:
Last modified:
Mothod:

Last modified:

Page 7
046, Set No: 101701B, BExt. Date: 10/17/01, BRnalyst: K Risha
P:\Data\LCMSMS7\Masslynx\008-046.PRO\SanpleDB\101701b

Fri Oct 19 07:07:33 2001

P:\Data\LCMSMS7\Masalynx\008-046.PRO\MathDB\101601 DPFOA

Wed Oct 17 07:42:45 2001

Job Code:
Printed: Fri Oct 19 07:15:16 2001
Name: 101701B-207
Text:
1: PFOA
XC101501-6, 250 ppt check standard 18-Oct-2001 10:32:34
: LCI/MSIMS #7]
101701B-207 Sm (Mn, 22) MRM of 1 Channel ES-
100+ 5.10 413> 369
1.74e5
%
0 ™7 L | BLAALNCE SRR BUALRLACAN SLRURLLA BRI | S e S LA w ey e w1111
2.00 3. . 5.00 6.00 7.00 8.00
Exygen Research
RJZ032638

EID185112



Onantify Sample Report ’ Page 8
Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P: \Data\LCMSMS7\Masslynx\008-046. PRO\SanpleDB\101701b
s Last modified: Fri Oct 19 07:07:33 2001

Method: P:\Data\LCMSMS7\Masslynx\008-046 . PRO\MethDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001
Job Code:

i

Printed: Fri Oct 19 07:15:16 2001
i

' Name: 101701B-208

Text:
1: PFOA
' Methanot Wash : 18-Oct-2001 10:49:1
LCIMSIMS #7]
101701B-208 Sm (Mn, 2x2) MRM of 1 Channel ES-
" 767 413 > 369
100,
2.17e3
5.10 76411779
r 7.4 it 7.95
7.16 I
2 . 7.06
b o7 i i
%o 501 5.34 5.88 6.66 3.1
! 40 1558} 652
i 150 4 g4 3.44 4.55 |
135, o, 234 31832938145 |
O e S MARASILAE SLELIA S NE LIS B AL SR O rerrr Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032639

EID185113



Quantify Sample Report Page 9
L Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCHMSMS7\Masslynx\008-046.PRO\SanpleDB\101701b
last modifiaed: Fri Oct 19 07:07:33 2001

Mathod: P:\Data\LCMSM37\Masslynx\008-046. PRO\MathDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001
Job Coda:
L Printed: " Fri Oct 19 07:15:16 2001
i Name: 101701B-205
Taxt:
1: PFOA
t 0106020 Control 18-Oct-2001 11:05:47
LC/MSIMS #7
101701B-209 Sm (Mn, 22) \& Mi_}l;ﬂooﬂ Channel ES-
I. . 413 > 369
100 7.7
509 1.77e3
) |
1 gt ol
6.98 :

-+ Time
8.00
|
Exygen Research
- RJZ032640

EID185114



Quantify Sample Report

Study No.: 008-046,. Set No; 101701B, BExt. Date: 10/17/01,

Page 10

Analyst: K Risha

Sample List: P:\Data\ICMSMS7\Masslynx\008-046.PRO\SampleDB\101701b

Last modified: Fri Oct 19 07:07:33 2001

Mathod: P:\Data\LCMSMS7\Masslynx\008-046. PRO\MethDB\101601 PFOA

Last modified: Wed Oct 17 07:42:45 2001
Job Code:

Printed: Fri Oct 19 07:15:16 2001

Nama: 101701B-210

Text:
1: PFOA .
‘l0106020 Spk A, 50 ppt 18-Oct-2001 11:22:24
LC/MSIMS #7]
101701B-210 Sm (Mn, 2x2) MRM of 1 Channel ES-
100+ .10 413> 369
3.21e4
%..
B e N e O S e K N S i i e e Jiine
2.00 3.00 4.00 5.00 7.00 8.00
Exygen Research
RJZ032641

EID185115



Quantify Samplae Report Page 11
Study No.: 008-046, Set No; 1017018, Ext. Date: 10/17/01, BAnalyst: K Risha

Sample List: P:\Data\I.CMSMS7\Masslynx\008—046.PRO\SamplaDB\iOl’lOlb
Last modified: Fri Oct 19 07:07:33 2001

Mathod: P:\Data\LCMSMS7\Masslynx\008-045.éRO\MethDB\lOlSOl PFOA
Last modified: Wed Oct 17 07:42:45 2001
Job Code:

Printed: Fri Oct 19 07:15:16 2001

Name: 101701B-211

Text:
1: PFOA
0106020 Spk B, 500 ppt 18-Oct-2001 11:39:0%
LC/MSIMS #7
1017018-211.Sm (Mn, 2x2) MRM of 1 Channel ES-
100+ 541 413> 369
3.49e5
L%
s T T T T T Trr T T T — Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032642

EID185116



Quantify Sample Report

Page 12

Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, BAnalyst: K Risha

Sampla List: P:\Data\LCMSMS7\Masalynx\008~046.PRO\SampleDB\lOl70lb

Last modified: Fri Oct 19 07:07:33 2001

Method: P:\Data\LCMSMS7\Masslynx\008-046. PRO\MethDB\101601 PFOA

tast modified: Wed Oct 17 07:42:45 2001
Job Code:

Printed: Fri Oct 19 07:15:16 2001

Name: 101701B-212

Teoxt:
1: PEOA
0112725 Spk C, 500 ppt, DF=2 18-Oct-2001 11:55:3
' LCIMSIMS #7
101701B-212 Sm (Mn, 22) MRM of 1 Channel ES-
1004 5.11 413> 369
2.88e5
DA_
e I e L LI N AcE S R e TN
2.00 "3.00 4.00 5.00 6.00 7.00 8.00
Exygen Raesearch
RJ%932643

EID185117



Quantify Sample Report Page 13
Study No.: D08-046, Set No: 101701B, Ext. Data: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS7\Masslynx\008—O46,PRO\SampleDB\lOl?Olb
Last modified: Fri Oct 19 07:07:33 2001

Mathod: P:\Data\LOMSMS7\Masslynx\008-046. PRO\MathDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001

Job Coda:

Printed: Fri Oct 19 07:15:16 2001

Name: 101701B-213

Texi:
1: PFOA
0112725 Spk C, 500 ppt 18-Oct-2001 12:12:15
) LC/MSIMS #7
1017018-213 Sm (Mn, 2x2) MRM of 1 Channel ES-
100_‘ 541 413 > 369
} 6.07e5
!
%
O—rry L A Y | LM ISACINAS SRALAR IS IR A l""!"'l""'[""l-nme
200 3.00 4.00 5.00 600 - 7.00 8.00
b
Exygen Research
RJZ032644

EID185118



Quantify Sample Raport Paga 14
Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMST\Masslynx\008-046 . PRO\ SanpleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001

Method: P:\Data\LCMSMS?\Masslynx\OOS-046.PRO\MBthDB\lOlGOl PFOA
Last modified: Wed Oct 17 07:42:45 2001

Job Codea:

Printed: Fri Oct 19 07:15:16 2001

Nama: 101701B-214

Taxt:
1: PFOA
0112726 Spk D, 500 ppt, DF=2 18-Oct-2001 12:28:51
, LC/MSIMS #
101701B-214 Sm (Mn, 2x2) MRM of 1 Channel ES-
1004 5.1 413> 369
3.18eb
%._
0 T 3 T ey A Sl YA Gt A M n B L N  Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Rasearch
RJZ032645

EID185119



Quantify Sample Report Page 15
Study No.: 00B-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha
Sample List: P \Data\LCMSMS7\Masslynx\008~046, PRO\SanpleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001 R
Mothod: P:\Data\LCMSMS7\Masslynx\008-046. PRO\MethDB\101601 PFOA
Tast modified: Wed Oct 17 07:42:45 2001
Job Codse:
Printed: Fri Oct 19 07:15:16 2001
Nama: 101701B-215
Text:
1: PFOA i
0112726 Spk D, 500 ppt 18-Oct-2001 12:45:31
e S et RS s e s o e LCIMSAAS 47
101701B-215 Sm (Mn, 2x2) MRM of 1 Channel ES-
100 511 413> 369
7.41e5
o/
¢ I e o T MAAALIC AN T a iy w AR R e ARMALIE B s w +rrr Time
200 - 3.00 4,00 5.00 6.00 7.00 8.00
Exyéen Research
RJIZ032646

EID185120



Quantify Sample Report ) Page 16
Study No.: 008-046, Set No: 101701B, BExt. Date: 10/17/01, Analyst: K Risha

Sample Idist: P:\Data\LCMSMS7\Masslynx\008-046. PRO\SampleDB\101701b
Lask modified: Fri Oct 19 07:07:33 2001

Method: P:\Data\LOM5MS 7 \Masslynx\008-046. PRO\MathDB\101601 PFOA
Tast modified: Wed Oct 17 07:42:45 2001

Job Coda:

Printed: Fri Oct 19 07:15:16 2001

Nama: 101701B-216

Taxt:
1: PFOA .
XC101501-1, 50 ppt standard 18-Oct-2001 13:02:14
LC/MSIMS #7
101701B-216 Sm (Mn, 2x2) MRM of 1 Channel ES- |
510 413 > 369
100,
3.93e4‘
i
! .
% i
L RGN i s ane o s e e e e o il B B St AL | e o B na ,_Time‘
2,00 3.00 4.00 5.00 6.00 7.00 8.00 j
Exygen Raséarch
RJZ032647

EID185121



Quantify Sample Reporxt . Page 17
Study No.: 008-046, Saet No: 101701B, Ext. Data: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS7\Masslynx\008-046. PRO\SanpleDB\101701b
Last modifiod: Fri Oct 19 07:07:33 2001

Mathod: P:\Data\LOMSMS7\Masslynx\008~046. PRO\MothDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001

Job Code:

Printed: Fri Oct 19 07:15:16 2001

Name: 101701B-217

Text:
1: PFOA
0112727 Spk E, 500 ppt, DF=2 18-Oct-2001 13:18:59
- LCIMS/MS #71
1017018-217 Sm (Mn, 2x2) . MRM of 1 Channel ES-
100- 5.10 413 > 369,
2.16e5
%o
DT e S I Ly L s WL LI T AL ST SUILILR N reprrr Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Rasearch
RJZ032648

EID185122



Quantify Sample Report Page 18
Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha

Sample Liat: P:\Data\LQdSMS?\Masslynx\ooe-Ms.pno\SampleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001

Mothod: P:\Data\LCMSMS57\Masslynx\008-046 . PRO\MethDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001

Job Coda:

Printed: Fri Oct 19 07:15:16 2001

Name: 101701B-218

Toxt:
13 PFOA
0112727 Spk E, 500 ppt : 18-0ct-2001 13:35:43
LC/MSIMS #7
101701B-218 Sm (Mn, 2x2) MRM of 1 Channel ES-
100+ 5.10 413> 369
] 4.66e5
%o
Oty e R e B S At & DAL e S LSS W Ty ey Time
2.00 3.00 4.00 5.00 6.00 . 7.00 800
Exygen Rasearch

RJZ032649

EID185123



Quantify Sample Report Page 19
Study No.: 008-046, Set No: 101701R, Ext. Data: 10/17/01, Analyst: K Risha
Sample List: P:\Data\LCMSMS7\Masslynx\008-046. PRO\SampleDB\101701b
fast modified: Fri Oct 19 07:07:33 2001
Method: P:\Data\LCMSMS?\Masslynx\OO8-046.PRO\MchDB\lOlGOl PFOA.
Last modified: Wed Oct 17 07:42:45 2001 .
Job Code:
‘Printed: Fri Oct 19 07:15:16 2001
Name: 101701B~219
Text:
1: PFOA
0112728 Spk F, 500 ppt, DF=2 18-Oct-2001 13:52:27]
LC/MS/MS #7
101701B-219:Sm (Mn, 2x2) MRM of 1 Channel ES-
1004 5.10 413> 369
3.15¢5
%]
o2 e SR N ; i IRt LI I ST SRS AL 1 Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Rassarch
RJZ032650

EID185124



Quantify Sample Repoxt Page 20
study No.: 008-046, Set No: 101701B, Ext. Data: 10/17/01, HAnalyst: K Risha

Sample List: P:\Data\LCMSMS 7 \Masslynx\008-046. PRO\SampleDB\101701b
Last modified: Fri Oct 15 07:07:33 2001

Mathod: P:\Data\LeMSMS7\Masslynx\008-046. PRO\HMathDE\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001

Job Code:

Printaed: Fri Oct 19 07:15:16 2001

Name: 101701B-220

Taxt:
; 1: PFOA

0142728 Spk F, 500 ppt 18-Oc¢t-2001 14:09:15
LC/MSIMS #7
101701B-220 Sm (Mn, 2x2) MRM of 1 Channel ES-
-1007 510 413> 369
7.18e5

%..
[ ey T RS s T TiE A S e e e e ot S BN ST ~=— Time

2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Resea.rch.
RJZ032651

EID185125



Quantify Sanple Report Page 21
Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha

Sample List:  P:\Data\LCMSMS7\Masslynx\008-046.PRO\SampleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001

Mathod: P2 \Data\LCMSMS?\Masslynx\OOB—O:lG. PRO\MeathDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001

Job Code:

Printed: Fri Oct 19 07:15:16 2001

Name: 101701B-221

Paxt:
1: PFOA
0112729 Spk G, 500 ppt, DF=2 18-Oct-2001 14:25:54)
LC/MS/MS #T7!
1017018-221 Sm (Mn, 2x2) MRM of 1 Channel ES-
100+ ' 5.09 413> 369
. 2.54e5
%%
0 T T v T | SRR I '_l"'lr"l""[""i""l"‘l"‘lTime
2.00 3.00 4,00 5.00 6.00 7.00 8.00
Exygen Raesearch
RJZ032652

EID185126



Quantify Sanple Report Page 22
study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS7\Masslynx\008-046.PRO\SanpleDB\101701b
Last modified: Fri Oct 18 07:07:33 2001

Method: P:\Data\LCMSMS7\Masslynx\008-046. PRO\MethDB\101601 PFOA
Last modifiad: Wed Oct 17 07:42:45 2001

Job Coda:

Printed: Fri Oct 19 07:15:16 2001

Name: 101701B-222

Taxt:
1: PFOA
0112729 Spk G, 500 ppt 18-0c¢t-2001 14:42:32
, ‘LCIMS/IMS #7.
101701B-222 Sm (Mn, 2x2) MRM of 1 Channel ES-
1004 5.09 , 413> 369
6.32e5
" g
1
00— T o o e @ e A s X 11
2.00 3.00 4.00 5.00 6.00 7.00 8.00 :
Exygen Research
RJZ032653

EID185127



Quantify Sample Report
study No.: 008-046, Set No:

Sample List:

1017018, Ext. Date: 10/17/01, Analyst: K Risha

fast modified: Fri Oct 19 07:07:33 2001

Mathod:

Last modified: Wed Oct 17 07:42:45 2001

Page 23

P:\Data\LCMSMS7\Masslynx\008‘046.PRO\SampleDB\lOl?Olb

P:\Data\LCMSMS7\Masslynx\008-046.PRO\MethDB\101601. PFOA

Job Code:
Printad: Fri Oct 19 07:15:16 2001
Name: 101701B-223
Text:
1: PFOA
XC101501-2, 100 ppt standard. 18-Oct-2001 14:59:13
LC/NMISIMS #7
101701B-223 Sm (Mn, 2x2} MRM of 1 Channel ES-
100+ 509 413> 369
6.95e4
L%
0t T L T T T T URAAILE NI M T =7 Time
2.00 3.00 4.00 6.00 7.00 8.00
Exygen Research
RJZ032654

EID185128



Quantify Sample Report Page 24
Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LMSMS7\Masslynx\008-046. PRO\SanpleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001

Method: P: \Data\LCMSMS 7 \Masglynx\008-046. PRO\MethDB\ 101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001
Job Coda:

 Printed: Fri Oct 19 07:15:16 2001

Name: 101701B-224

Text:
1: PFOA
0112725 18-Oc¢t-2001 15:15:48
- LC/MS/MS #71
101701B-224 Sm (Mn, 2x2) MRM of 1 Channel £S-
100+ 5.09 413> 369
2.62e5
%’ %
Oy v T -y fime
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Rasaearch
RJZ032655

EID185129



Quantify Sample Report : Paga 25
Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha
Sample List: P: \Data\LCMSMST\Masslynx\008-046. PRO\SampleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001
Mathod: P: \Data\LCMSHMS7\Masslynx\008-046 . PRO\MathDB\ 101601 PFOA
fast modified: Wed Oct 17 07:42:45 2001
Job Code:
Printed: Fri Oct 19 07:15:16 2001
Name: 101701B-225
Taxt:
1: PFOA
0112725 Dup 18-Oct-2001 15:32:2
LCIMS/MS #7]
1017018-225 Sm (Mn, 2x2) " MRM of 1 Channel ES-
100+ 511 413> 369
. 2.38e5
%
Ot A O T o S i LA S L BTG ..,....,...‘,,...,,..,...,Time
2.00 3.00 4,00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032656

EID185130



Quantify Sample Report

Paga 26
Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha
sample List: P:\Data\LCMSMST\Masslynx\008~046. PRO\SanpleDB\101701b
T.ast modified: Fri Oct 19 07:07:33 2001
Method: P:\Data\LCMSMS7\Masslynx\008-046. PRO\MethDB\101601 PFOA
Last modifiad: Wed Oct 17 07:42:45 2001 :
Job Codea:
Printed: Fri Oct 19 07:15:16 2001
Nama: 101701B-226
Text:
1l: PFOA
10112726 18-Oct-2001 15:49:11
LC/MSIMS #7
101701B-226 Sm (Mn, 2x2) ) . MRM of 1 Channel ES-
100 5.08 413> 369
3.65e5
O
0L T O BRI L T - .‘,r.,;...,,....,....,..,_,,..,,...,Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Raesearch
RJZ032657

EID185131



Quantify Sample Report Page 27
Study ¥No.: 008+-046, Sat No: 101701B, Ext. Data: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS7\Masslynx\008-046. PRO\SampleDB\101701b
fast modified: Fri Oct 19 07:07:33 2001

Method: P: \Data\LCMSMS7\Mas slynx\008-046. PRO\MathDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001

Job Coda:

Printed: Fri Ockt 19 07:15:16 2001

Namae: 101701B-227

Text:
1: PFOA .
0112726 Dup 18-Oct-2001 16:05:55)
LC/MSIMS #T
101701B-227 Sm (Mn, 2x2) : MRM of 1 Channel ES-
1004 5.08 413> 369
3575
%-
0L T T T L A s l...r,.,..,....,r..."ﬁme
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032658

EID185132



Quantify Sample Report Page 28
Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, BAnalyst: K Risha

Sanmpla List: P:\Data\LCMSMS7 \Masslynx\008-046. PRO\SampleDB\101701b
Last modifiaed: Fri Oct 19 07:07:33 2001

Mathod: P:\Data\LOGSMS’I\Masslynx\OOB-DIIS.PRO\MQ(‘.hDB\lOlGGl PEFOA
Last modified: Wed Oct 17 07:42:45 2001

Job Coda:

Printaed: Fri Oct 19 07:15:16 2001

Wame: 101701B-228

Toxt:
A 1: PFOA . :
0112727 ) 18-Oct-2001 16:22:38
- LCIMS/MS #7~
101701B-228 Sm {Mn, 2x2) . MRM of 1 Channel ES- ,
100 5.08 413> 369;
1.7485;
i
i
I
I
o,
:
S T e e am s o e e e s | ﬁv.,..,.,.,..,....,.,..,..‘.,Timei
200 3.00 4.00 5.00 6.00 7.00 8.00 X
Exygen Research
RJZ032659

EID185133



guantify Sample Report Paga 29
Study Mo.: 008-046, Set Ne: 101701B, Ext. Data: 10/17/01, BAnalyst: K Risha

Sample List: P:\Data\LCMSMB7\Masslynx\009—046-PRO\SampleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001

Mothod: P:\Data\LCMSMS7\Masslynx\008-046 . PRO\MathDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001
Job Code:

Printeds Fri Oct 19 07:15:16 2001

Name: 101701B-229

Toxt:
1: PFOA
0112727 Dup 18-Oct-2001 16:39:20|
' LC/MSIMS #71
1017018-229 Sm (Mn, 2x2) ' MRM of 1 Channel ES-
100+ 5.04 413 > 369|
1.57¢5)
|
!
%- :
* !
!
'
i
]
0 e S S L B wa + T A B v ke o 1 y Time 1
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Rasearch
RJZ032660

EID185134



Quantify Sample Report Page 30
Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha

Sample List: P:\Data\LCMSMS7\Masslynx\008-046.PRO\SampleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001

Mathed: P:\Data\LCMBMS?\Mhsslynx\OOS-OA6.PRO\MathDB\lOlGOl PEOA
Last modified: Wed Oct 17 07:42:45 2001
Job Code:

Printad: Fri Oct 19 07:15:16 2001

Name: 101701B-230

Text:
1; PFOA
XC101501-3, 250 ppt standard 18-Oct-2001 16:56:01|
LCIMSIMS #7]
101701B-230'Sm (Mn, 2x2) : MRM of 1 Channel ES-
1.48e5
%._
33 S ——— T T TR T T T T P Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032661

EID185135



Quantify Sample Raepoxt

: Paga 31
Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha
Sample List: P:\Data\LCMSMS 7\Magslynx\008-045. PRO\SampleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001
Mathod: P:\Data\LCMSMS7\Magslynx\008-046.PRO\MothDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001
Job Code:
Printad: Fri Oct 19 07:15:16 2001
Nama: 101701B-231
Taxt:
1: PFOA
0112728 18-Oct-2001 17:12:36
- LC/IMS/MS #7
101701B-231 Sm (Mn, 2x2) : ; MRM of 1 Channel ES-
100- 5.08 413> 369
4.07e5
0/,
0 Ty i e o SASLALALIN L ELNCILS NI o S pe SIS ey Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032662

EID185136



Quantify Sample Report Paga 32
Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha
Sample Liat: P:\Data\LCMSMS7\Mass1ynx\008-046 . PRO\SamplsDB\101701b
fast modified: Fri Oct 19 07:07:33 2001
Method: P:\Data\LCMSMS7\Masslynx\008-046.PRO\MethDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001
Job Code:
Printed: Fri Oct 19 07:15:16 2001
Name: 101701B-232
Taxt:
1: PEOA : .
0112728 Dup 18-Oct-2001 17:29:1
LCIMS/NIS #7]
101701B-232 Sm (Mn, 2x2) ’ MRM of 1 Channel ES-
100+ 507 413> 369
4.02e5
%]
0 —y e Ty - .,...,...,,..,,..‘....,....,Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032663

EID185137



Quantify Sample Report : Page 33
Study Mo,: 008-046, Set No: 101701B, Ext. Data: 10/17/01, Analyst: K Risha
Sample List: P:\Data\LCMSMS7\Masslynx\008-046. PRO\SanpleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001
Method: P:\Data\LCMSMS7\Masslynx\008-046. PRO\MathDB\101601 PFOA
Last modified: Wed Oct 17 07:42:45 2001
Job Code:
Printed: Fri Oct 19 07:15:156 2001
Name: 101701B-233
Text:
1: PFOA
0112729 18-Oct-2001 17:45:53
] LC/MSIMS #7
1017018-233 Sm (Mn, 2x2) ) MRM of 1 Channel ES-
100, 5.7 413> 369
3.33e5
v
O R aLan I T e o e e o S S A N T T T ‘o ,,..',..,.  Time
- 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032664
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Quantify Sanple Report

Sample List: P:\Data\LCMSMS7\Masslynx\008-046.FRO\SampleDB\101701b
Last modified: Fri Oct 19 07:07:33 2001

Method: P:\Data\LCMSMST7\Masslynx\008-046.PRO\HMathDB\101601 PFOA
Laat modified: Wed Oct 17 07:42:45 2001

Job Coda:

Printed: Fri Oct 19 07:15:16 2001

Page 34

Study No.: 008-0486, Sat No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha

Nama: 101701B-234

Teoxt:
: PFOA
0112729 Dup 18-Oct-2001 18:02:34)
LC/MSIMS #7]
1017018-234 Sm (Mn, 2x2) . ’ MRM of 1 Channel ES-
100 5.08 413 > 369
3.36e5]
%
[T Mty e e | Ty ,,.l...,.....‘....,....,,...,Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032665
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Quantify Sample Raport

Page 35

Study No.: 008-045, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha

Sampls List: P:\Data\LCMSMS7\Masslynx\008-046.PRO\SanpleDB\101701b

Last modified: Fri Ockt 19 07:07:33 2001

Mathod: ’ P:\Data\LCMSMS7\Masslynx\008-046. PRO\MethDB\101601 PFOA

Last modified: Wed Oct 17 07:42:45 2001
Job Code:

Printed: Fri Oct 19 07:15:16 2001

Name: 101701B-~235

Text:
1: PFOA
XC101501-4, 500 ppt standard 418-Oct-2001 18:19:15
LC/IMSIMS #7
1017018-235 Sm (Mn, 2x2) MRM of 1 Channel ES-
100- 5.08 413> 369
321e5
%
Ot T T T T T B e e T TiNe
2.00 3.00 4.00 5.00 6.00 7.00 B.00
Exygen Research
RJZ032666
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Quantify Sample Report
Study No.: 008-046, Set No: 101701B, Ext. Date: 10/17/01, Analyst: K Risha

Sample List:
Last modified:
Mathod:

Last modified:
Job Coda:

Printed:

P:\Data\LCMSMST\Masslynx\008-046.PRO\SamplaDB\101701b
Fri Oct 19 07:07:33 2001
P:\Data\LCMSMS7\Masslynx\008-046. PRO\MathDB\101601 PFOA
Hed Oct 17 07:42:45 2001

Fri Oct 19 07:15:16 2001

Page 36

Name: 101701B~236

Toxt:
1: PFOA
XC101501-5, 1000 ppt standard 18-Oct-2001 18:35:54)
- LC/MSIMS #71
101701B-236 Sm (Mn, 22) MRM of 1 Channel ES-
1007 5.07 413> 369
1 6.37e5
%_
0-r S S — I———— e
2.00 3.00 4.00 5.00 6.00 7.00 8.00
Exygen Research
RJZ032667

EID185141



EID185142

RJZ2032668



P

" E

3

RESEARCH
Precise Research.
Proven Results.

The following"'p?ges are exact copies of information for the standards used in this study.

Pentadecafluoroottanoic acid (Inventory #: 01-008-75), obtained from Aldrich (lot #
083 16D0) was used to make a stock solution (ID # S070901-1) which in turn, was used
to make intermediate-solutions (ID#’s F070901-1, F070901-2 and FO70901-3). These
intermediate solutions ‘are used to prepare extracted calibration standards, laboratory

control samples, and matrix spike samples.

Pentadecafluorooctanoic acid (Inventory #:01-008-052), obtained from Fluorochem USA
(lot # U14D) was used to make a stock solution (ID # $101501-1) which in turn, was
used to make intermediate solutions (ID#’s F101501-1 and F101501-2). These
intermediate solutions are used to prepare the check standard, which is designed as an
independent source verification of the calibration standards.

The information on the following pages provides the exact sources, lot numbers, shipping
information, expiration dates and storage conditions of the neat standards. Also included
are the preparation of stock standard and fortification solution forms. These pages show

the exact details of the preparation of each of the stock and fortification solutions, as well

as their expiration dates and storage conditions.
%\\lﬁ lot

58 Research Drive
State College, PA 16801, USA
T: 814.272.1039
F: 814.231.1580
exygen.com

RJZ032669

EID185143



o

mﬁaﬂme Analuytical Laboratories, Inc.
\ 3048 Research Dive State College, PA 16801
® Phone: (814} 231-80:_{2 Fax: {B14) 231-1253 or {814) 231-9580

ANALYTICAL TEST, CONTROL AND REFERENCE STANDARDS
RECEIPT & INVENTORY LOG

Substance: FLUOROOCTANDIC AC Page

Centre Analytical Inventory Number: __01- 00B—~ 5

0]
Amount Received (g): 5% Gross Weight Received (g): 343159 34.59¢u2
Date Received: _07{0510 Condition Upon Receipt: Frozen-Refrig erated.

Received From: _MMEM___ " Lot/Batch No.: 08316ho
Date Last " Expiration Date % Purity Initials/Date
. Characterized
WA _otleke . 96 Muhsh
2.
Py , —_—

Storage Location; _, FREEZER BA STAMMPN (ABINET 43

Logged In By: ll) Date: 07[05 lDI
Gross Wt. )
Date Initial Amount After- Balance Purpose/CAL Initials
Gross Wt. | Withdrawn | Withdrawal 1D Study Number
(q) (@ ()]
otlalr | 34.59582 | pop42 | 34.579% b 008~ 04k 7
Comments: (WEkHT M2 perne oot e Wotksloy - [} Log continued next page
*THIS IS AN EXACT COPY OF
THE ORIGINAL DOCUMENT.®
BY. pate !
[J Rémoved from Inventory (initialsDate)
[J Returned to Sponsor (Initials/Date)
8 February 2001/4

RJZ032670

EID185144
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3058 Research Drive

Phone: 844-272-1039
State College, PA 16801

Fax: 814-231-1580

Exygen,

ANALYTICAL TEST, CONTROL AND REFERENCE STANDARDS
RECEIPT & INVENTORY LOG

PERELOGBDOCTANDIC,
Substance: PENTANCAFLUOROOCTANONC ACIN oR Aeidh (PFOAY

01-~008 -2

Amount Received (g):_~ 5 Gross Weight Received (g): _1S. 1911

Page _‘__

Exygen Inventory Number:

! Date Heceived: )Q] E} D} Condition Upon Receipt: Frozen-Refri!erateg.
Received From: FLUARD(HEM USA . LovBatch No.: _ W14 D ‘
l Date Last Expiration-Date % Purity . initials/Date
Characterized ..
l © 1. _ouvewl whzle2 11 Ké v li2lot
2..
3, ) '
l Storage Location:_STANBARS CABINETY A2. (REE: 19
Logged In By: @/{)}UALMMJ , Date: lﬂhllbl
]
' Standard Custodian Review:, kf/ﬁ\&d i D’ el Date: __I0/I5/0}
' : ] 1 GrossWt.
) Date Initial Amount | = After Balance | Purpose/Exygen | Initials
; Gross Wt. | Withdrawn | Withdrawal D Study Number
1 )] () S (+) _
plset | 15.82014 | 0.01031 \5.80300 16 0o8-odh [
| Wdfol | (5, 6t | —— — o | Tovelned (€6
} M -l -
!
i ~ Comments: 0 Lc}g continued next page

"THIS IS AN EXACT COPY OF
THE OBIGINAL DOCUMENT."

. BY pare_{1]ne}o
. [ Removed from Inventory {Inttials/Date)
‘ 1 Returned to Sponsor (tnhisis/Date)
l 16 August 2001/5
RJZ032674

EID185147



\ Centre Analutical Laboratories, Inc.
® 3048 Research Diive State College, PA 16801

Phone: {814) 231-8032 Facsimile: (814) 231-1253

Page

. PREPARATION OF STOCK STANDARD SOLUTION

Protocol Number: CAL Study Number: _ 00B-0%b-

_ ApFed(prop) € W ultslon
: Compound: PEMTADECA FLUWORDOCTANOWL ACID Lot Number: __0821hbo

‘Source: MBRCH  Purity:__9b % Date Last Characterized: ___NA
i ' Date Standard Received: __ 01l05[o] - Storage Location: STANMARD (ARINET #3

| .
{ Compound Expiration Date: _njhﬂﬂ-__._ CAL Inventory #. _ 0]~ 00B~715

A calibration check must have been conducted with the balance on the day of sample weighing.

Balance Calibration Stack Solution
akalor o
} Balance Number; 16 Net Wi of Substance: _0. 01042, ¢
! » : -
: Logbook page for Wit. Adjusted for Purity: _6.01000 ¢
; calibration data: '
|
I Solvent:__ METHANOL Final Volume: 100 mL
i
Manufacturer:_EMSOENCE * Concentration: oo pg/mL
l Lot Number;___41p25 ’
i ' .
; Stoek Solution Stock Sclution ID: S.07p901- {
Expiration Date?: bﬂm 107_ Stock Soln ID#: SMMDDYY-1,2,3 etc.

* Assignaone yc'a} expiration date for all stock solutions unless otherwise indicated by sbonsor.

Storage Conditions for Solution:

Fregzer Number: ~_ Refrigerator Number: 5 Room Temperature: _— ‘
Indicate which of the above is applicable, and location.

REMARKS:
Signature: ) Date: o7/ ol
- Navember 6, 1996/3
“THIS IS AN EXAGT COPY OF
THE ORIGINAL DOCUMENT.®
RY pare_lloplol
RJZ032677
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\ Centre Analytical Laboratories, Inc.
® 3048 Research Drive State College, PA 16801

Phone: (814) 231-8032 Facsimile: {(814) 231-1253

Page
PREPARATION OF FORTIFICATION' STANDARD SOLUTIONS

Protocol Number: - CAL Stmudy Number: __ 008 -o4b

Date Prepared: __07 loafol Expiration Date*: 02|69 oz

*Assign a one year expiration date for all dilutions unless otherwise indicated bv sponsor.

Separaze sheets should be used for, - fortification standords and calibration standar'd:.

Dilutionof | . T Tagd | Aliquot-| Diluedto | Soivent | Final Final
sohuion | Compound { Cone. | volume volume | (orsolvent conc. solution
D# {codeno) | (pe/ml) {mL) (mL) | number) {pg/mL) 1D # **
Sotodol-1 | pprER| 10 .o ] 100 | Moy | t.o |Foiodol-l
Folodol-| \ 1.D 10.0 100 0.\ | Fo1ogol-2
folojor-2| W b1 10.0 100 ¥ 0.01 | F0T0901-3
— — ~ — C o~ = - F -
- - - - = - — F —
- — - - - - ~ T _
—_ - - - - - - ¥ —-
— - - -~ — -~ — F —

If2 or more standard solutions are combined to make n mixed standard solution,
mdu:nte with a bracket of the solutions used.

Solvent 1: U’_\ETH&UDL Manufacturer: EMSOEN LotNo: __4}p265

Solvent_Z: - Manufacturer: ~ Lot No.: -

Solvent 3: _ Manufacturer: - Lot No.:

** This must be a unique number. Use this system: Fortification Soln [D #: FMMDDYY-1,2.3, etc.

Storage Conditions for Solution:

' Freezer Number: _— Refrigerator Number: 13 Room Temperature:
Indicate which of the above is applicable, and location.

REMARKS: 0@} 0'5\0\

Signature: CV}UM.?QMD Date: - 07lalo1

February 1995/2

“THIS IS AN EXACT COPY OF
THE ORIGINAL DOCUMENT.*

0810
BY £ oare I}

RJZ032678
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E en" 3058 ResearchDrive  Phone: 814-272-1039
RESEARCH State College, PA 16801 Fax: 814-231-1580

Page |
PREPARATION OF STOCK STANDARD SOLUTION

. Protocol Number: NA Exygen Study Number: _00§)- o4b
' ' @¥Rudsiol
Compound: PAAECARLUOR 00CTNbIC. A (PRRR) Lot Number: s WY b
- . Source: FUGRCHNEM, _ Purity:_ 41 % Dato Last Characterized: _NA
L Date Standard Received: __ 10|20\ - Storage Location: SN, CAB.H2.
Compound Expiration Date: \O! \7—| D2, Exygen Inventory #: _0\~ OB~ 09
l ) A calibration check must have been conducted with the balance on the day. of sample weighing,
Balance Calibration Stock Solution
| , ) . B
! Balance Number: b Net Wt. of Material: _0,6103] ¢
Logbook page for 'Wt. Adjusted for Purity: _0,01000
l calibration data:___
L
| Solvent: METHANOL Final Volume: b0 . mL,

l Mamufacturer;_ EM SQOENCE Concentration: 100 pg/mL
’ Lot Number;__ 41202~

wlslot
Stock Solution @\%{ | Stock Solution ID: 10|50} —~ |
b&i @02

i Expiration Date*: Stock Seln ID # SMMDDYY-1,2,3,ete.
* Assign a one year expiration date for all stock solutions unless otherwise indicated by sponsor.

Storage Conditions for Sohution:

'; - Freezer Number: _— Réﬁigerétor Number: 12 Room Temperature: -
Indicate which of the above is applicable, and location.

REMARKS:

Signature: ”/{]UMMW Date: ‘Ol 5\0'
(A [

Tuly 18, 2001/4

“THIS IS AN EXACT COPY OF
THE ORIGINAL DOCUMENT."

2\’ _ naTeEd D010

RJZ032679
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I E el“m 3058 Research Drive Phone: 814-272-1039
RESEARCH State College, PA 16801 Fax: 814-231-1580

Page
’ - PREPARATION OF FORTIFICATION STANDARD SOLUTIONS

Protocol Number: NA Exygen Study Number: __ 008-04k
Date Prepared: __IbJ\S 1o Expiration Date*: othisloa.
' *Assipn a one year expiration date for all ditutions unless otherwise indicated by sponser.

Separate sheets should be used for - fortification standards and colibration standards.

Dilution of Initial Aliquot | Dilutedto Solvent Final Final
| solution Compounnd Cong. volume volume (or solvent conc. solution
! D4 codenc) | (ugml) | (ml) i) | mumbe) | (el D#*
Soigor~1 | PFoA 10D 1.0 loo | WebH 1.0 | Fpisor—1|
[ Posoi- 1] PEoA_ | Lo | 1.0 | 106 | Meoti | 0.\ [FloiSol-2.
. N n — — — —~ ~ F ~
- - — —~ —_— -~ -— F —
i -~ - —_ |} = . - — F —
— — p— — — ——— a— F ——
| e - IS Nt
-~ — — — — — - F —

1£2 or more standard sohrtions are combined to make 3 mixed standard solution,
| indicate the solutions nsed with a bracket.

Solvent 1: NETHANOL Manufact\uer:_a\l_ég@g LotNo.: __4l202-

l Solvent 2: Manufacturer: - LotNo.: -~

—

| Solvent 3: — Manufacturer: " LotNo:

** This must be a unique number. Use this system: Fortification Soln ID #: FMMDDYY-1,2,3, etc.

: ) Storage Conditions for Solution:

] Freezer Number: __— __ Refrigerator Number: % Room Temperature: _
Indicate which of the above is applicable, and location. - :

- REMARKS: -

Signature: A/gmm& Date: 0[S 101
(W [ Tuly 16, 200173
"THIS IS AN EXACT COPY OF
THE ORIGINAL DOCUMENT.*

BY%DATE 0
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