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1 dntoduition

Resulis are reported for the analysis of pafluorocctanoic ackd (PFOA) I human serum samples
received at Exygen from Dr. Marsha Bailey at Occupational and Evironmental Health. The
Exygen project number assigned to the samples is P59,

A tolal of twelve sampies were received at Exygen in 5 mbL screw-cap vials labeled with
parmanant marker. A copy of all sampila iof-in information 18 presented in Attachreant A

The twelve samples were received on 07/2304. The samples were shipped frozan on dry ice
vig FedEx. The samplas were stored frozen from ¥me of receipt unti analysis. :

3.1 Sa;nple Preparation

The sampies were extractad @nd analyzad according 1o the durrent revision of method ExM-006-
211. Fity microltars of sample was used for the extraction procedurs. Using the Multiprobe
apparatus, 500 pl of acatonitria was addad 1o tha sample and then passed through a protein
precipitation colurmm.

32 Sample Analysis by LO/MS and LOMS/MS

in High Pressure Liquid Ghromatography (HPLC), an allquot of axtract is injected and passed
through a Squid-phase chromatographic coiumn. Basad on the affinlly of the analyts for the
stationary phase in the column refative o the lquid moblie phase, the analyta is retained for a
charactaristic amount of tme. Following HPLC separetion, mass spactrometry provides a
tapid and accuwrsin means for analyzing & wide range of organic compounds. Molecules are
lonized, fragmentad, snd detactsd. The lons characiaristic of the compounds are cbserved
and quantitated against exiracted stancards.

An HP1100 systam interfaced to & PE Sclex AP! 4000 systern was used to analyzas the sample
oxtracts. A gradient elution through a Jones Civomatography Genesis C-8
§0 x 2.1 mm x 4um column was usad for separation.

The foBowing gradiant was performed:
Mobille Phase (A): 2mM Ammoniurn Acetats in Type | Water
Mobids Phase (B): Methanot!
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Thea following paramaters were usad for operation of tha maas specirometer

Porarmater

forization Mode %@y
. Polarty 4135360 (PFOA), 415370 (PC-PFOA)
350°C
7.0 Umin

4.1 Caiibratlon

A 6point calbraion curve was analzed throughout the analtical sequence for tha
fluorocompounds. The calbration pobits were prepared at 0.5, 1, 5.10.20.50nglml.for
PFOA. The instrumaent refponsae versus tha was ploitad for each point.
inear regression with 1/ weighting, #a siope, yIntercept and coefiicient of determination {
were detesmined. A calibration curve is acceptabla ¥ * » 0.985.,

_,,mem,mmummm .

42 Surrogaics
Sumogats spikes were nota partol this analysis,

4.3 Laboratory Control Spikes
mmmthwmmwmamm
of the analyies to control human serum. Laboratory control splkes ane used to assess mathbd
accuracy. The laborsiory confrol spkes must show recoverias betwesn 80-120% for levels at
fhe LOG and 85-115% for levels greater than the LOQ or the data Is refectad. For the resufts
Wmhspﬂmm%hm&:&_w

4.4 Matrix Spikes
Two matrix splias in the analytical set were prepared by adding a known concentration of the
target analyte to separate human serum samples. Matrix spikes are used to assese method
accuracy in the matrix. The matrix spikes should show recoveries between 85-115%. Forthe
results reportad here, the matrix spikes were within tha acceptable rangé.
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4.5 Sample Related Comments
Three samplas in the analytical set were axtracted and analyzed in duplicate. Duplicats
sample resutts are reported ajong with the sampla resulls in Atiachment 8.

& DataSammacy

Plaase see Attachment B for a datailed isting of the analytical results. Results are reportedin -
parts per billlon (rgyml) for the analytes on an as-recalived basis.

& BatatSemple Batontlor

Samples are disposed of one month after the report is Issued unless otherwise specified. Al
alactronic data is archived on retrievable media and hard copy repoits are stored in data
five

folders maintained by Exygen. Hardcopy data is stored for a minimum of years.
Occupationsl and Emdronmental Health wi2 be notified 30 days prior to the disposal of
hardcopy data.

74 Attachment A: Chain of Custody
72 Attachment 8: Analytical Resulte
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3058 Research Drive Phone: 814-272-1039
State College, PA 16801 Fax: 814-231-158Q

E
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) Login Group: L0003000 |

Login # 3110 ' ‘ Conform COC Sample: True
Project POO00S53 Conform COC: True
Conform Sample: True

Company Name: DuPont de Nemours & Cg, Inc. Conform Request: True

Submitted By:  Charles R. Powley )

Login Typa: immaediate Receipt of Samples

Stanted: T

Date Start 07/2312004

Due Date; 080672004

Received Date:  07/23/2004

Received By: Ammerman, Mark

Spread Sample:

}ixygen SDPL:  Deckar, Emily

Projact Title/Type: Analysas for PFOA in Human Serum Samples by LC/MS/MS / ROUTINE

Login Notes:

Conform Notes:

Packages / Containers
PKOOOIT2 R34 338:30PM FEDEX Dry Ice RECEIVED
Package & Contonts Uncompromisad 8458 8093 4889 8.0 Ammaertnan, Mark
szal_w_! Gross Weisht  pH  ConfainecTvpe Emnmm Mg, Lot Mfa. D
4.00g : § m serum tube

coomzn 4.40¢g 3 mi ssrom tube NONE

Cod40820 4.709 5 mi serum tube NONE

0040831 4.809 5 m! ssrum tubs NONE

C0040834 4.80g 5 mi secum ube NONE

Coos0838 4.30¢g 5 i sarum fube NONE

0040832 A80g. .5 m sorum Wbe. NONE

CO04084 46809 4 md serum tube NONE

Con40843 5009 S mi sarum tube NONE

€0040B44 4809 $ mi serum tube’ NONE

CO040848 530¢ § mi senun tube NONE

CO040848 400¢ S mi serum tube NONE
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LODO3000-0004

L0003000-0007

L0a03000-0010
LOOCI000-001 1

LOG03000-0012

7123/04
Login.rpt

C0040828

CO040829

0040331

Cop«40834

Co040838

C0040833

CO040841

C0040843

UQUID
LiQuio
uQuin
ucuin
LQuUIo
Louio
LiQuio
Uguip
LQUD
uauio
S LIQuD

"UauID

Human Sscum

Human Sseur .

Human Serurt

Human Serum

Human Serum .

Human Serum
Human Serum
Human Serum
Humsn Scrum
Human Serum

Human Secum

CONFIDENTIAL
INFORMATION

REDACTED

Repont Version: Jul 14 2004 11:35AM

Page20f2

0772272004

0712212004
07122/2004
0712212004
0712212004
0712212004
Q712212004
0712212004
0772212004
0772212004
0712272004

D12212004

Instance: .

Dato Received  Dyte Dua
071732008 08I0ET2004
OTRI2004  08106/2004
OT2V2004  DAORI2004
077232004 O8/0A/2004
07232004 DRIGI2004
072W2004  0R06/2004
0732004  OAMDE004
OTN004 0042004

" Or7ZN2004  08/06/2004
07232004 08I06/2004
07232004 08X0612004
077232004 08/06/2004
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€IY CHAIN OF CUSTODY

RESEARCH Exygen Research Sample Receiving » 3048 Research Drive » State College, PA 16801
T 814.231.8032 - www.exygenresearch.com FAX:814.231.1580

COLLECTION SITE INFORMATION | STAFF INVOLVED IN SAMPLE SHIPMENT

= C:lect.‘on Site (name &add)f

4 e O

Phone; “(Ot) = 757 -0 3 s
Fax: _ WS~ 757 -ODlaR Pemtad Nare) g
Email: \ /e
Tgratics TBals/ Date
IMPORTANT, Each person who enters information on this form must add thelr name, signature, initials, and date
a.bcve. Lineoutunused prompts. Specify AM or PM for ime entries. Include month, day fordms. Contents of

sop:'eone other than the gackager, attest to the venﬁcat:on by initialing and datin
prompt (') document reason for any between the time the serum preparaﬁon Is comp ted
the ime padcagg by adding a footnote to the bottom of the page,

. S -1 Blood Sample Co h.uxu) S\.n.m Sample Prep. Completed §
S“‘“’Pk Id;m:hmhon - Ll Date &T:me .+ Date &Time o

CONFIDENTIAL INFORMATION-

REDACTED

Receiviey CoolerContentsVedﬁed
%WWWFORM&:WW g ! d _TL—,T '7!'29_’0‘{

mmmmmmwwmmmw Cooler 1D #:

Relinquished by

4
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RESEARCH

; Summary of Resdus Found (ng/mL) for PFOA
In Human Serum Samples

D (pphb}
103

12
85.0
CONFIDENTIAL INFORMATION 87
61.3

REDACTED ' 904
564
50.8
40,1
128
512
83.1
ke 4
78.5
42.8
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Exygen

RESEARCH
Precise Research,
%, Proven Results
Summary of Recovaries (%} for PFOA
in Human Serum Samplas
. Sponsor PFOA Amount Fortifled Hecovary
N ID {ppb) (ppb} (%)
5.10 5.0 _ 102
v ORMATION 182 10 167
CONFIDENTIAL INF 1040 1000 103
REDACTED 1090 1000 ]
. 4530 5000 80
AVERAGE: 100
"\ : STD DEV: 8.4
5 % ASD: 64
Summary ofl{FDA {ng/ml}
" in Human Serum Control Samplss
S
. hY
iD (ng/tal)
. wontrol A 3 5.47
.x\.
-.__'\_
\\.‘
n,
\__"
\
\. .
\\‘A
'\
'\
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