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May 20, 2005

VIA E-MAIL AND FEDERAL EXPRESS

Dr. Sue Shallal

U.S. Environmental Protection Agency
EPA Science Advisory Board Staff (1400F)
1200 Pennsylvania Avenue, N.W.

Washington, DC 20460

CLEVELAND, OH!O OFFICE
3500 BP TOWER
200 PUBLIC SQUARE
CLEVELAND, OHIO 44114-2302
216-241-2838
FAX: 216-241-3707

COLUMBLUS, OHIO OFFICE
21 EAST STATE STREET
COLUMBUS, OHIO 43215-4221
614-221-2838
FAX:614-221-2007

Re:  Science Advisory Board Perfluorooctanoic Acid Risk Assessment (PFOA)
Review Panel: Supplemental Information

Dear Dr. Shallal:

In earlier oral and written comments submitted to the referenced panel, we provided
information relating to levels of PFOA found in serum samples from non-occupationally exposed
"general population" residents who had consumed PFOA-contaminated drinking water near
certain PFOA processing and disposal facilities owned and operated by DuPont in West
Virginia. That information revealed PFOA serum levels in residents who had consumed PFOA-
contaminated drinking water that are as high as, and in some situations, even higher than the
level of PFOA found in the serum of some of the workers at DuPont’s West Virginia plant, and
substantially higher than the level of PFOA reported by others to be the "average” or "median"
level of PFOA in the blood of the "general population.”

We have now obtained additional information regarding the level of PFOA found in the
serum of individuals who have consumed PFOA-contaminated drinking water near PFOA
processing and disposal facilities operated and/or used by 3M in Minnesota. The new data also
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reveal elevated levels of PFOA in the serum of individuals who have consumed PFOA-
contaminated drinking water. The new data are enclosed for review and consideration by the

Panel.
o |
Robert A. Bilott
RAB/mdm
Enclosure

cc: Dr. Charles M. Auer (w/o encl.)
Dr. Jennifer Seed (w/o encl.)
R. Edison Hill, Esq. (w/o encl.)
Larry A. Winter, Esq. (w/o encl.)
Gerald J. Rapien, Esq. (w/o encl.)
Rhon E. Jones, Esq. (w/o encl.)
J. Mark Englehart, Esq. (w/o encl.)
David B. Byme III, Esq. (w/0 encl.)
Gale D. Pearson, Esq. (w/o encl.)
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May 12, 2005

FEDERAL EXPRESS

Dr. Charles M. Auer Mary Ellen Weber

USEPA USEPA

1201 Constitution Avenue, N.W. 1201 Constitution Avenue, N.W.
Room 3166A Room 5124A

Washington, DC 20004 Washington, DC 20004
Jennifer Seed Mary Dominiak

USEPA USEPA

1201 Constitution Avenue, N.W. 1201 Constitution Avenue, N.W.
Room 6334A Room 44108

Washington, DC 20004 Washington, DC 20004

James Kelly, M.S.

Health Assessor

Site Assessment and Consultation Unit
Environmental Health Division
Minnesota Department of Health

121 E. 7th Place. Suite 360

St. Paul, MN 55164

Re: Perfluorochemical Residential Exposure Data For Washington County. Minnesota

Ladies and Gentlemen:

We serve as counsel for Plaintiffs in a lawsuit that is currently pending against the 3M
Company in State Court in Minnesota involving claims arising from exposures to
perfluorochemicals released by or otherwise attributable to 3M. The lawsuit is styled, Palmer, et.
al. v. 3M Company (Minn. Dist. Ct. Court File No. C2-04-6309). 3M owns and operates a
manufacturing facility in Cottage Grove where various perfluorochemicals, including PFOS and
PFOA, were manufactured, released, and disposed for several decades. In the context of
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Plaintiffs’ investigation of their claims, Plaintiffs’ counsel arranged for sampling of private water
wells and soil in the vicinity of 3M's Cottage Grove operations, along with blood sampling of
individuals residing in areas that may have been impacted from perfluorochemical wastes
attributable to 3M's Cottage Grove operations. In recognition of the potential threat to human
health and the environment revealed by this data, and in response to USEPA's prior public
requests for perfluorochemical monitoring data, we are providing copies of this initial round of
data to you for inclusion in USEPA’s Administrative Record 226 and OPPT-2003-0012.

The PFOS and PFOA resuits for the serum, whole blood, water, and soil samples
collected and analyzed to date on behalf of Plaintiffs are summarized below. Please note that all
results were provided by Axys Analytical Services LTD in Canada and were obtained, arranged
for, and paid for without any involvement by 3M.

I. PFOA/PFOS SERUM/WHOLE BLOOD DATA

The following charts present summaries of the PFOA and PFOS serum and whole blood
data collected from residents of Washington County, Minnesota. Please note that whole blood
results were obtained for only 2 of the individuals tested (as indicated in the chart). We have
grouped the available serum and whole blood data by drinking water source.

The first chart (Chart A) summarizes the blood data obtained from individuals consuming
drinking water provided by the City of Oakdale, Minnesota, where recent testing has confirmed
PFOS in 2 of the City's water supply wells in levels exceeding the State of Minnesota’s
recommended Health Based Value of 1 part per billion (1 ppb), and levels of PFOA just below
I ppb. (See AR-226-1929, 1933, and 1935) 3M has reported detecting PFOS in tap samples

collected from a 3M/Dyneon facility in Oakdale as high as 0.9 ppb and PFOA as high as 0.8 ppb.
(See AR-226-1934) ,

The second chart (Chart B), summarizes blood data obtained from individuals whose
drinking water is provided by either the City of Lake Elmo, Minnesota, the City of Cottage
Grove. Minnesota. or the City of Hastings, Minnesota, where it has been reported that the levels
of both PFOS and PFOA in those municipalities’ water supplies are either not-detectable or
below quantification levels. (See AR-226-1929, 1931, and 1932. See also Exhibit A) In regard
to Hastings water, 3M has reported having detected PFOA in a municipal water supply well

W0438333.1
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above the detection limit of 0.025 ppb but below the laboratory quantification limit of 0.05 ppb.
(See AR-226-1929 and 1931)

The third chart (Chart C), summarizes data obtained from individuals consuming
drinking water from private wells, the vast majority of which have not yet been analyzed for
perfluorochemicals. To the extent information is available regarding the level of
pertluorochemicals actually detected in the specific private well providing water to the
individuals whose blood was sampled, that information is provided in Chart C. Maps showing
the general residential location of those whose blood was sampled are attached at Exhibit B.

The lab results for each of the serum and whole blood results are attached at Exhibit C.
For privacy reasons, the names, addresses, and specific ages of each of those sampled are not
provided with this submission. Also enclosed at Exhibit A are copies of materials, including
materials distributed by the Minnesota Department of Health ("MDH"), discussing the levels of
perfluorochemicals recently detected by MDH in the City of Oakdale municipal water supply and
private Lake Elmo area wells, including detections of PFOS in both private and public water
supply wells in levels exceeding the State’s current recommended Health Based Value of 1 ppb
for PFOS in water. We understand that MDH already is arranging for users of some of the
contaminated private wells to begin receiving bottled water and water treatment. (See Exhibit A)

CHART A - OAKDALE CITY WATER CUSTOMERS

YEARS ON

SEX AGE PFOA (ppb) PFOS (ppb) WATER

M 41-50 121.0 109.0 N/A

F 51-60 117.0 91.8 >30

M >70 823 118.0 N/A

M >70 78.6 112.0 >30

F 41-50 77.5 78.4 N/A

F 51-60 74.9 61.1 20-30

W0438333.1
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51-60
41-50
61-70
18-30
51-60
51-60
41-50
51-60
18-30
51-60
<18

61-70
18-30

N/A=data not available
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PFOA (ppb)

69.3
59.9
58.7
583
57.8
44.6
44.1
39.8
38.8
37.1
33.2
32.1
245
23.1
222
19.1
6.96
6.09

PFOS (ppb)

102.0
71.0
61.7
68.1
70.4
60.4
55.2
46.5
47.6

595
57.6
37.2
29.2
46.1
429
22.6
17.7

YEARS ON
WATER

>30
N/A
<10
20-30
20-30
10-20
<10
20-30
20-30
>30
10-20
10-20
10-20
20-30
20-30
10-20
>30
10-20
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CITY WATER CUSTOMERS

AGE PFOA (ppb) PFOS (ppb)
51-60 423 49.5

N/A 6.9 19.6

31-40 6.78 (4.22%) 10.5 (7.95%)
31-40 6.13 13.5

>70 4.34 14.0

51-60 4.10 17.3

51-60 3.89 212

N/A 3.36 21.4

51-60 2.21 7.88

* = whole blood analysis

*ok

former 3M employee

N/A=data not available

CHART B - LAKE ELMO/COTTAGE GROVE/ HASTINGS

YEARS ON
WATER

<10
N/A
10-20
>30
>30
10-20
10-20
N/A
>30

CHART C - WASHINGTON COUNTY PRIVATE WELL USERS

l. Lake Elmo Area Private Wells

<
~
—
&.
()
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PFOA

PFOS
(ppb)

19.7

YEARS

ON PFOA IN PFOS IN
WATER WATER WATER
20-30 N/A N/A
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PFOA PFOS

SEX AGE (ppb) (ppb)
F 51-60 24.0 17.0
M N/A 16.4 22.1
F 41-50 15.7 9.27
F >70 14.3 8.90
M 61-70 12.1 9.78
M 18-30 7.56 17.3
M 61-70 6.95 43.1
M 51-60 6.78 21.0
M 61-70 6.1 43.7
M 51-60 5.35 204
F 41-50 3.14 11.2
F 61-70 2.4 12.0
N/A=data not available

2. Cottage Grove/Hastings Area Private Wells

PFOA PFOS

SEX AGE  (pph) (ppb).
M** >70 19.7 108.0

W0438333.1

YEARS
ON PFOAIN  PFOS IN
WATER _ WATER  WATER
>30 N/A N/A

N/A N/A N/A
10-20 N/A N/A

>30 N/A N/A

>30 N/A N/A
20-30 N/A N/A
20-30 N/A N/A
20-30 N/A N/A

>30 N/A N/A

N/A N/A N/A

N/A N/A N/A

>30 N/A N/A
YEARS PFOAIN  PFOS IN
ON WATER  WATER
WATER (ppb) (ppb)
20-30 N/A N/A
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AGE

31-40
61-70
51-60
>70
41-50
41-50
<18
N/A
41-50
<18

41-50

PFOA
(ppb).

17.1
7.38
9.12
6.42
4.97
4.68
3.87
3.54 (2.98%)
3.39
2.83
2.01

*=whole blood analysis
**=former 3M employee
N/A=data not available

ND=not detected

PFOS
(ppb)

16.9
325
42.8
325
16.3
12.0
15.8
8.51 (8.3%)
14.9
14.8
224

YEARS
ON
WATER

<10
>30
20-30
>30
20-30
<10
<10
N/A
>30
<10
<10

PFOA IN PFOS IN
WATER WATER
(ppb) (ppb)
0.02 ND

N/A N/A

N/A N/A

N/A N/A
0.003 ND

N/A N/A

N/A N/A

N/A N/A

N/A N/A

N/A N/A
0.004 ND

II. PRIVATE WATER WELL DATA

Attached at Exhibit D are the private water well water results obtained to date. For
privacy reasons, the specific addresses and names of the owners of the wells tested have been
redacted. A map showing generally where the wells are located is attached at Exhibit E.

W0438333.1
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III. PRIVATE PROPERTY SOIL RESULTS

Attached at Exhibit F are the private property soil results obtained to date. For privacy
reasons, the specific addresses and names of the owners of the properties tested have been
redacted. A map showing generally where the soil results were obtained is attached at Exhibit G.

Very truly yours,

W hrw A L0 D ol Ai ol
Robert A. Bilott

RAB/mdm

Attachments

cc: Gale D. Pearson, Esq. (w/ attachments)
Stephen J. Randall, Esq. (w/ attachments)
Rhon E. Jones, Esq. (w/ attachments)
J. Mark Englehart, Esq. (w/ attachments)
David B. Byme III, Esq. (w/ attachments)
R. Edison Hill, Esq. (w/ attachments)
Larry A. Winter, Esq. (w/ attachments)
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Nms @ Minnesota Pollution Control Agency
gl

www.pca.state.mn.us
R E L E A s E Toll-free and TDD 1 (800) 657-3864

Saint Paul @ Brainerd ® Detroit Lakes ® Duluth @ Mankato e Marshall ® Rochester ® Willmar

FOR RELEASE: May 9, 2005 MPCA Media Contact: Michael Rafferty, (651) 297-8294
MDH Media Contact: Tannie Eshenaur, (651) 215-0916

MPCA Technical Contact: Ingrid Verhagen, (651) 296-7266

MDH Technical Contact: Jim Kelly, (651) 215-0913

GROUND-WATER INVESTIGATION CONTINUES TO FIND PFCS AT LOW LEVELS IN
LAKE ELMO PRIVATE WELLS AS FOUR TEST ABOVE HEALTH-BASED CRITERIA

St. Paul, Minn. — The ground-water investigation continues for perfluorochemicals (PFCs) as four private
wells in Lake Elmo test above the Minnesota Department of Health’s (MDH’s) criteria for long-term safe

use.

PFCs were detected in 41 of 110 wells sampled in April. Thirty-seven wells tested below the health-based
criteria established by the MDH and 69 showed no presence of the chemicals. Residents of the four homes
with PFCs above the health-based criteria have been advised to discontinue use of the water and are being

supplied with bottled water by the Minnesota Pollution Control Agency (MPCA).

The MPCA suspects that the Washington County Landfill is a source for PFCs. The agency will take the

necessary response actions since this landfill is in the Closed Landfill Program.

In March, the MPCA and the MDH tested for PFCs in 38 private wells and found eight wells contaminated

above the health-based criteria in the western Lake Elmo area. The other wells showed low levels or no

detection of PFCs.

The MPCA will provide all 12 homes above the PFC health-based criteria with a granular activated carbon

filter to reduce the contaminant levels. The other wells with PFC levels below the MDH criteria will be

monitored on a regular basis.

(more)

@ Printed on recycled paper with at least 30 percent fibers from paper recycled by consumers.

EXHIBIT A



Ground-water investigation continues for perfluorochemical, cont. Page 2

A total of 173 private wells have been sampled in Lake Elmo as part of this investigation, with 63 wells
showing low levels of PFCs. Previous sampling has shown the presence of PFCs in the Oakdale municipal

water supply as well as one private well in Oakdale below the health-based criteria.

The MDH and the MPCA staff are closely examining the sample results to determine if a pattern exists based
on well locations and depth. The full impact of the PFC contamination is not yet clear and additional well

sampling in the area will be completed later this month.

Reporter’s Note:
A map showing the areas where private wells have been sampled can be found at the following link:

www.health.state.mn .us/divs/eh/hazardous/sites/washington/lakeelmo/wellmap.pdf .

Background:
Perfluorooctane sulfonate (PFOS) and perfluorooctanic acid (PFOA) are in a family of manmade chemicals,
PFCs, which have been used for decades to make products that resist heat, oil, stains, grease and water.

Common uses include nonstick cookware, stain-resistant carpets and fabrics, components of fire-fighting

foam and other industrial applications.

Minnesota is one of the few states in the country where these chemicals were made. The 3M Company made
PECs at its Cottage Grove facility beginning in the 1940s and phased out the production of PFOS and PFOA
by 2002. Wastes from the production process were placed in several local disposal sites, including

Washington County Landfill and the 3M Oakdale Dump.

PFCs are very stable chemicals that do not change or break down in the environment. Therefore, they may

build up in soil, sediment or in other places. Some studies indicated PFCs easily enter ground water and

move long distances.

While there is only limited information about human health effects, animal studies indicate high concentrations of

PFCs harm the liver and other organs. Developmental problems have been seen in the offspring of pregnant rats
exposed to PFCs.

i
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MINNESOTA

DEPARTMENT oF HEALTH

Oakdale Wells FAQ’s (frequently asked questions) January 24, 2005
QUESTIONS ABOUT THE OAKDALE PUBLIC WATER SUPPLY

Which wells have PFOS and PFOA? How much?

Samples were collected from the active city wells, numbered 1, 2, 3, 5, 7, and 8 in late
December 2004 under the oversight of City of Oakdale and MDH staff. Well #3, located
north of MN Highway 5, showed no detection of PFOS or PFOA. Wells #1 and #2,
located at the southern edge of the city, had the lowest concentrations of PFOS and
PFOA, less than 0.1 parts per billion (ppb). Wells #5, #7, and #8 had higher
concentrations, up to 0.97 ppb PFOS and 0.86 ppb PFOA. Well #9, located near well #5
was not sampled at that time due to a mechanical problem. Future sampling efforts will
include well #9, and may include other public and private wells in the area as well.

b

The concentrations detected are below the MDH Health Based Values (HBVs) for PFOS
and PFOA of 1 ppb and 7 ppb, respectively. MDH considers the HBV to be protective
for all users of the water.

What is the concentration of PFOS and PFOA in the water at my
home/apartment/workplace?

Because of the constant mixing that occurs in the system, we expect that the
concentration of PFOS and PFOA at any particular location in the city should be
somewhere between the lowest and highest levels detected in the individual wells.
Given that the well with the highest concentration of PFOS and PFOA are below the
HBYV, no users should be receiving water that has PFOS or PFOA at concentrations
above the HBV. The chemicals will not “build up” in the storage tanks or system.

How was the problem of PFCs in the Oakdale wells discovered?

MDH often consults and advises MPCA in the investigation of Superfund sites
throughout Minnesota. MDH specifically evaluates the impacts the site may have on
people living nearby and advises on ways that exposures to people can be prevented or
reduced. In the course of routine evaluation of the 3M Cottage Grove plant, PFCs were
discovered in the groundwater beneath the plant.

This led to further investigation of sites where production wastes containing PFCs were
disposed, such as the Washington County Landfill, and the Abresch site in Oakdale.
PECs were subsequently detected in the groundwater at these two sites, which led to the

sampling of the Oakdale city wells. The actual source of the PFCs in the Oakdale wells
is not known.

Is there a test to see if I have been exposed?

PFOS (and to a lesser extent PFOA) have been detected in the blood of people living in
the United States and other countries. 3M has been monitoring these chemicals in the
blood of Cottage Grove plant employees since the 1970’s. Concentrations of PFOS and
PFOA in the blood of the general population are many times less than that of the 3M



News Release

January 235, 2005 MDH Communications Office
(651)215-1303

Jim Kelly
Environmental Health
(651) 215-0913

Perfluorochemicals detected at trace levels in Oakdale municipal wells

Recent tests on five city wells have found water contaminated with two pertluorochemicals, the
Minnesota Department of Health (MDH) announced today.

Concentrations of perfluorooctanoic acid (PFOA) and perfluorooctane sulfonate (PFOS) in five city
wells are below MDH’s Health Based Values, levels of chemicals that are considered safe for human
consumption over a lifetime. The HBV for PFOA is 7 parts per billion (ppb) and the HBV for PFOS is
1 ppb.

The City of Oakdale and the MDH will continue to monitor the situation.

Perfluorochemicals (PFCs) are a family of manmade chemicals that have been used for decades to make
products that resist heat, oil, stains, grease and water. Common uses include nonstick cookware, stain-
resistant carpets and fabrics, as components of fire-fighting foam, and other industrial applications.

Letters have been sent to consumers with more detailed information. Staff from the City of Oakdale,
MDH, the Minnesota Pollution Control Agency, 3M, and Washington County are working together to
address the contamination in the area.

More information is available on the MDH Website at www health.state.mn.us

-MDH-

MDH Communications Office « 85 East Seventh Place « Suite 400 » St. Paul, MN 55101 (651)215-1300
MDH news releases can be found at http://www.health.slale.mn.us/news/ncws.html



MINNESOTA

DEPARTMENT 0f HEALTH

January 21. 20035
Dear Oakdale Water System Customer:

The purpose of this letter is to let you know about recent water testing results from wells supplying the Oakdale public
water system. In late December 2004, the City of Oakdale, working with 3M, the Minnesota Department of Health
(MDH), and other agencies collected water samples from these wells to look for perfluorochemicals (PFCs).

PFCs are an emerging worldwide environmental issue. Only recently have laboratories developed methods to detect small
amounts of them in water. Because of recent detection in groundwater at the nearby disposal sites, the City, in
consultation with MDH and the MPCA, decided it was prudent to test water from the City wells for PFOS and PFOA.

These wells are routinely tested for water quality, and no other industrial compounds have ever been detected in the city
wells.

The results indicate low levels, on average less than one part per billion (ppb), of PFOS and PFOA were present in five
city wells. The average levels of PEOS and PFOA in the wells were below Health-Based- Values (HBVs) recommended
by MDH (1 ppb and 7 ppb, respectively). The HBVs were developed in 2002 using the best available health studies.
Exposure to compounds at concentrations below their HBVs is not considered to pose a health risk, even over a lifetime.
Exposure is not limited to drinking water containing these compounds, as they are present elsewhere in the environment,

Animal tests have shown that €xposure to very high levels of PFOS and PFOA (with concentrations orders of magnitude
higher than found in the city wells) can be toxic to the liver and other organs, and may cause developmental effects.

While animal studies suggest that exposure to very high levels of PFOA may promote certain types of cancer, it is not
thought to cause cancer in humans.

In the meantime. if you have any questions, you may contact us as follows: James Kelly of MDH at (651) 215-0913, or
Brian Bachmeier, Oakdale Public Works Director at (651) 730-2730.

Sincerely, '
3. A R Cratg A. wWaldron
., ‘on\r!.-
Patricia A. Bloomgren Craig A. Waldron
Director, Environmental Health Division City Administrator

Minnesota Department of Health : City of Oakdale
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AXYS METHOD MLA-031 Rev 01 CLIENT {D:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 02-Feb-2005

Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7602-8R i
Matrix: SERUM Sample Size: 2.00 mbL
Sample Receipt Date: 03-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 16-Feb-2005 Instrument ID: LC-MS/MS
Analysis Date: 17-Feb-2005 Time: 21:34:20 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_027548
Injection Volume (pL): 30.0 Blank Data Filename: PFS5G_027540
Dilution Factor: N/A Cal. Ver. Data Filename: PFS5G_027S37
Concentration Units : ng/mbL
COMPOUND LAB CONC DETECTION RETENTION

FLAG® FOUND LIMIT TIME
PFBA U 1.88
PFPeA 8] 1.31
PFHxA U 0.293
PFHpA 0.344 0.0777 324
PFOA 174 0.101 4.86
PFNA 2.9% 0.0085 5.38
PFDA 1.21 0.0049 5.76
PFURA 0.415 0.0099 6.06
PFDoA 0.152 0.0087 6.38
PFTA u 0.0061
PFBS U 0.123
PFHxS 6.15 0.0340 5.28
PFOS 16.9 0.0844 5.98
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION

FLAG' CONC. FOUND TIME

(ng) (ng)
C13-PFOA 12.0 10.4 87.0 4.86
C13-PFDA 12.0 8.75 729 572
(1) U = not detected
(2) R (%) = Percent recovery
W . . 11-05-2005
15105PFD1_1.xls, $10 Approved by: ————— QA/QC Chemist dd-mm-yyyy

g0 AXYS ANALYTKCAL SERVICES LT r0.BOX 2219, 2045 MILLS RD. WEST, SIDNEY, 8., CANABA V8L 358 TEL (250) 855-5800 FAX (250) 655-5811

EXHIBIT C



AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 03-Feb-2005 18:00

Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample iD: L7609-5R i
Matrix: SERUM Sample Size: 2.00 mb
Sample Receipt Date: 08-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 16-Feb-2005 Instrument ID: LC-MS/MS
Analysis Date: 17-Feb-2005 Time: 17:01:37 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_027s27
Injection Volume (pL): 30.0 Blank Data Filename: PFS5G_027S40
Dilution Factor: N/A Cal. Ver. Data Filename: PFS5G_027S20
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION RETENTION

FLAG' FOUND LIMIT TIME
PFBA U 3.09
PFPeA U 1.16
PFHxA u 0.458
PFHpA 0.097 0.0352 3.17
PFOA 9.12 0.0510 4.84
PFNA 2.06 0.0084 5.38
PFDA 0.724 0.0117 5.76
PFUNA 0.245 0.0031 6.07
PFDoA U 0.0379
PFTA U 0.0041
PFBS V3 0.164
PFHxS 2.56 0.0071 5.28
PFOS 428 0.116 5.99
LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION

FLAG* CONC. FOUND TIME

{(ng) (ng)
C13-PFOA 120 10.1 838 4.82
C13-PFDA 12.0 9.50 79.2 5.76
(1) U = not detected
{2) R (%) = Percent recovery
%«a . R 11-05-2005
15105PFD1_1.xs, $15 Approved by: — — QA/QC Chemist dd-mm-yyyy

g0 AXYS ANALYTHCAL SERVICES UTLD po. 80% 2219, 2045 MILLS RD. WEST, SIDNEY, 8.0 (ANATA VL 358 TEL (250) 6555800 FAX (250) 555811



AXYS METHOD MLA-031 Rev 04
PFOS_S1_D8 Form 1A/2
PERFLUQRINATED SURFACTANT ANALYSIS REPORT

Sample Collaction: 23-Mar-2005 17:52
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Samplo I1D: L7714-3R
Matrix: SERUM Sample Size; 1.00 ml
Sample Recalpt date: 28-Mar-2005 Initlal Callbration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrument ID: LC-MSMS
Analysls Date: 22-Apr-2006 Time: 6:36:38 LC Cotumn ID; €18, Zorbax XDB
Extract Volume {mL.); 2 Sample Datafila: PFS5G_0585070
Injection Voluma (uL); 300 Blank Data Fllaname: PFS5G_{583026
Diiutlon Factor: N/A Muttiple Cal. data Fllenames: PFS5G,_0585050
PFS5G_0585062
Concantration Units : ngfmlL PFS5G_0585080
PFS5G_0585081

COMPOUND LAB CONC DETECTION RETENTION

FLAG" FOUND LIMIT TIME
PFPeA 0.110 0.0980 201
PFHxA U 00632
PFHpA u 00278
PFOA 283 0.0239 534
PFNA 0.716 0.0117 573
PFDA 0235 00117 6.06
PFURA 0.059 0.0079 640
PFDoA 0014 00174 6.72
PFBS u 0 0581
PFHxS 477 0.0307 550
PFOS 148 0.0867 622
LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION

FLAG* CONC. FOUND TIME

(ng) (ng)

13C-PFOA 120 101 842 534
13C-PFDA 120 120 100 606

(1) U= not detecled
(2) R (%) = Percent recovery

%4’ - 10-D5-2005
15625PFD2_2 xs. S17 Appraved by: - é:-—-—’ QAJ/QC Chemist dd-mm-yyyy

9)}[(0 AXYS ANALYTICAL SERVICES LTI o 2219. 2045 MILLS RD WEST, SIDHEY, B € . CAHADA VAL 358 TEL {250) £55-5800 FAX (250) 8555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 23-Mar-2005 17:50
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Samplo ID: L7714-5R (A)
Matrix: SERUM Sample Slhre: 100 mL
Sampls Recelpt date: 29-Mar-2005 Initial Calibration Dats; BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrument ID: LC-MSMS
Analysls Date: 22.Apr-2005 Time: 6:46:31 LC Column ID: C18. Zorbax XDB
Extract Volumse (mL): 2 Sample Dataflle: PFS5G_0585071
Infaction Volums (pL): 300 Blank Data Filename; PFS5G_0588026
Dilutlon Factor: N/A Multlple Cal, data Fllenames: PFS5G_0585050
PFS5G_0585062
Concentration Units ; ng/ml. PFS5G_0585080
PFS5G_0585081

COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LIMIT TIME
PFPoA 0086 0.265 191
PFHxA u 0.0336
PFHpA 0.073 0.0904 397
PFOA 387 00183 538
PFNA 1.10 00181 577
PFDA 0342 0.0074 610
PFUnA 01514 00105 644
PFDoA 0033 00033 681
PFBS U 0.0500
PFHxS 707 0.0542 5§54
PFOS 16.8 0250 6.25
LABELED COMPOUND LAB SPIKE CONC. R (%)* RETENTION

FLAG * CONC. FOUND TIME

{ng) {ng)

13C-PFOA 120 10.5 872 5.38
13CPFDA 120 102 852 €10

(1) U = not detecled
{2) R (%) = Percent recovery

10-05-2005
15625FFD2_2 uis, S18 Approved by: _,/«A.‘g..:? QAJ/QC Chemist

dd-mnt-yyyy

0))[(0 AXYS ANALYTICAL SERVICES LTTED 70, BOX 7215, 2045 RILLS RD. WEST, SIDNEY, 8 €, CANADA VBL 358 TEL (250) 4555800 FAX (250) 55 5811




AXYS METHOD MULA-031 Rev 01

PFOS_S1_D8 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT {DUPLICATE)
Sample Collection; 23-Mar-2005 17:50
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID; WG15625-104
{DUP L7714-5R (A))
Matrix: SERUM Sample Slze: 1.00 mb
Sample Receipt date: 29-Mar-2005 Initlal Callbration Date: BRACKETING CAL
Extractlon Date: 21-Apr-2005 Instrument [D: LC-MSMS
Anatysls Date: 22-Apr-2005 Time: 7:02:23 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Dataflle: PFS5G_0585072
Injection Volume {uL): 300 Blank Data Fllename: PFS5G_05685026
Dilutlon Factor; N/A Multlple Cal, data Fllenames: PFS5G_058S050
PFS5G_0565062
Concentratlon Unlts : ng/mb PFS5G_0585080
PFS5G_0585081
COMPOUND LAB CONC DETECTION RETENTION
FLAG* FOUND LIMIT TIME
PFPeA 0074 0109 204
PFHxA Uy 0.0279
PFHpA 0.109 0.0853 378
PFOA 346 0.0280 5.34
PFNA 111 00185 573
PFDA 0356 0.0207 606
PFURA 0.116 00054 638
PFDoA 0021 00171 672
PFBS U 0.0556
PFHxS 734 0122 550
PFOS 148 0.144 6.22
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION
FLAG* CONC. FOUND TIME
{ng) {ng)
13C-PFOA 120 .97 83.1 534
13C-PFDA 120 107 894 6.06

(1) U = not delected
(2) R (%) = Percent recovery

- 10-05-2005
15625PFD2_2 ¥is. S19 Approved by: «%:"Q QA/QC Chemist dd-mm-yyyy

Q)I[(@ AXYS ANALYTICAL SERVICES LTTED 70 50X 2219. 2045 WIS RD. WEST. SIDHEY, B C . CANADA VBL 358 TEL (250) 6555600 FAX (250) 6555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1._D8B Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 23-Mar-2005 17.55
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID; L7714-1R
Matrix: SERUM Sample Slza: 100 mi.
Samplo Recaipt date: 20-Mar-2005 fnitial Calibration Date: BRACKETING CAL
Extractlon Date: 21-Apr-2005 Instrumant ID: LC-MS/MS
Analysls Date: 22-Apr-2005 Time: 6:23:45 LC Column 1D: 18, Zorbax XDB
Extract Voluma {mL}): 2 Sample Dataflie: PFS5G_0585069
Injection Volume (uL): 300 Blank Data Fllename: PFS5G_0585026
Difutlon Factor: NIA Multiple Cal. data Filsnames: PFS5G_0585050
PFS§G_0585062
Concentration Units : ng/mL PFS5G,_058S080
PFS5G_0585081

COMPOUND LAB CONC DETECTION RETENTION

FLAG" FOUND LIMIT TIME
PFPoA 0.102 0.162 208
PFHxA u 0.0324
PFHpA U 0.0624
PFOA 3.39 0.0367 538
PENA 0807 00244 573
PFDA 0.269 0.0083 610
PFUnA 0159 0.0037 640
PFDoA 0030 00082 6.76
PFBS U 0130
PFHxS 207 00508 552
PFOS 149 00927 622
LABELED COMPOUND LAB SPIKE CONC. R (%)° RETENTION

FLAG* CONC. FOUND TIME

{ng) {ng)

13C-PFOA 120 873 811 5§36
13C-PFDA 120 138 115 610

{1) U = not detected
{2} R (%) = Percent recovery

10-05-2008
15625PFD2_2 da. 516 Approved by, M - QAIQC Chemist

= dd-mm-yyyy

9l AxYvs ANALYTICAL SERVICES LTD 0 i 2219, 2045 RILLS RD WEST, SIDREY, B (.. CAHADA VBL 358 TEL (250) £55 5600 FAX (25D) 4555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collaction: 15-Mar-2005 12:05
Lab Nama: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L76854R
Matrix: SERUM Sample Slze: 1.00 ml
Sample Recalpt date; 17-Mar-2005 Inltlal Callbration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrumant ID: LC-MSMS
Analysls Date: 22-Apr-2005 Time: 5:45:06 L.C Column 1D; C18, Zorbax XDB
Extract Volume {mL): 2 Sampla Datafile: PFSSG_0585086
Injection Velumae (pL): 300 Blank Data Fllename: PF55G_0585026
Dllution Factor: N/A Multiplo Cal. data Filenames: PFS5G_0585050
PFS5G_058S062
Concentration Units : ng/imL PFS5G_0585080
PFS5G_0585081

COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LimiT TIME
PFPeA 0088 0.185 204
PFHxA U 00529
PFHpA U 0.106
PFOA 240 00408 5.34
PFNA 0633 00274 573
PFDA 0298 00153 6.06
PFUnA 0.118 00094 6.38
FFDoA 0033 0.0044 676
PFBS u 00783
PFHxS 2.34 0.0919 549
PFOS 120 0157 622

\

LABELED COMPOUND LAB SPIKE CONC, R (%)? RETENTION

FLAG* CONC. FOUND TIME

{ng) {ng)

13C-PFOA 120 1.0 Bis5 534
13CPFDA 120 122 101 6.06

(1) U = not detecled
(2} R (%) = Percent recovery

10-05-2005
15625PFD2_2 os. 513 Approved by: M = QA/QC Chemist dd-mm-yyyy

0)][(0 AXYS ANALYTICAL SERWVICES LTID ro b0X 2219, 2045 HILS 80 WEST, SIDREY. B C. CAHADA VBL 358 TEL (250) 655-5800 FAX (250) 4555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 15-Mar-2005 12:10
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7685-2R
Matrix: SERUM Sample Size: 1.00 mL
Sample Recelpt data: 17-Mar-2005 Inttlal Calibration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrument ID: LC-MSAVS
Analysis Dates: 22-Apr-2005 Time; 5:32:08 LC Column ID: C18, Zorbax XDB
Extract Volums (mL): 2 Sample Datatile: PFS5G_0585085
Infection Volume (ul): 300 Blank Data Filenams: PFS5G_0585026
Dllution Factor: N/A Multlple Cal. data Fllenames: PFS5G_0585050
PFS5G_0585062
Concentration Units : ngimL PFS5G_0585080
PFS5G_0585081

COMPQOUND LAB CONC DETECTION RETENTION

FLAG * FGUND LiMiT TIME
PFPeA 0.057 0217 2.04
PFHxA u 0.0741
PFHpA 0.179 0.0385 384
PFOA 610 0 0486 536
PFNA 1.18 0.0214 573
PFDA Q501 0.0088 B 06
PFUnA 0.150 0.0219 638
PFDoA 0047 0.0024 6.76
PFBS U 0.0882
PFHxS 228 0.245 549
PFOS 437 0410 622
LABELED COMPOUND LAB SPIKE CONC. R {%)? RETENTION

FLAG* CONC. FOUND TIME

(ng) {rg}

13C-PFOA 120 8.09 67.4 536
13C-PFDA 120 9.60 800 6 06

(1) U = not detected
(2) R {%)= Percent recovery

é 2 § . . 10-05-2005
15625PFD2_2 ¥5. 512 Appraved by; 2 QAJQC Chemist dd-mim-yyyy

o Axvys ANALYTICAL SERVICES LTD FQ BOX 2219. 2045 MILLS RD. WEST, SIDKEY. & C. CANADA V8L 358 TEL (250) 655-5800 FAX (250) 655 5811




AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 15-Feb-2005 13:40

Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7620-5
Matrix: SERUM Sample Size: 2.00 mbL
Sample Receipt Date: 18-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 18-Feb-2005 Instrument 1D: LC-MS/MS
Analysis Date: 18-Feb-2005 Time: 22:31:49 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_028S27
Injection Volume (pL): 30.0 Blank Data Filename: PFS5G_028S17
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_028S14
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION RETENTION

FLAG® FOUND LIMIT TIME
PFBA U 1.49
PFPeA U 0.777
PFHxA U 0.0791
PFHpA 0.243 0.0179 3.37
PFOA 6.78 0.261 4.88
PFNA 0.978 0.0031 5.38
PFDA 0.228 0.0021 572
PFURA 0.067 0.0029 6.03
PFDOA V) 0.0170
PFTA U 0.0041
PFBS U 0.0197
PFHxS 5.27 0.0050 528
PFOS 10.5 0.0586 5.96
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION

FLAG* CONC. FOUND TIME

(ng) {ng)
C13-PFOA 120 10.2 85.3 4.88
C13-PFDA 120 9.71 80.9 572
(1) U = not detected
{2) R (%) = Percent recovery
/%w o - ) 11-05-2005
15032PFD1_2.xIs, S4 Approved by: e QA/QC Chemist dd-mm-yyyy

G0 AXYS ANALYTICAL SERVICES LTI Pe 80X 2219, 2045 HILLS RD. WEST. SITNEY, 8.0, (ANADA ¥8| 358 TEL (250) 655-5800 FAX (250) 6553811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume (mL):
Injection Volume (pL):
Dilution Factor:

Concentration Units :

COMPOUND

PFBA
PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFURA
PFDoA
PFTA
PFBS
PFHxS
PFOS

LABELED COMPOUND

C13-PFOA
C13-PFDA

(1) U = not detected

{2) R (%) = Percent recovery

15105PFD1_1.xis, S6

CLIENT ID:

Sample Collection: 01-Feb-2005 10:00
4191 Lab Sample ID: L7602-4R i
SERUM Sampile Size: 2.00 mL
02-Feb-2005 Initial Calibration Date: 17-Feb-2005
16-Feb-2005 Instrument ID: LC-MS/MS
17-Feb-2005 Time: 20:42:48 LC Column ID: C18, Zorbax XDB
2 Sample Datafile: PFS5G_027544
300 Blank Data Filename: PFS5G_027540
N/A Cal. Ver. Data Filename: PFS5G_027S37
ng/mL
LAB CONC DETECTION RETENTION
FLAG FOUND LIMIT TIME
U 250
u 0.730
U 0.306
u 0.0252
2.01 0.0256 4.84
0.578 0.0057 5.38
0.135 0.0060 5.72
0.032 0.0022 6.04
U 0.0213
u 0.0035
U 0.0350
4.36 0.0257 5.28
22.4 0.0709 5.98
LAB SPIKE CONC. R (%) RETENTION
FLAG* CONC. FOUND TIME
{ng) {ng)
12.0 10.0 835 4.84
120 8.28 69.0 5.72
W . . 11.05-2005
Approved by: el A QA/QC Chemist dd-mm-yyyy

00 AXYS ANALYTICAL SERVICES LT #0.20X 2219, 2045 KILLS R0. WEST, SIDNEY, B.C., CANADA VBL 358 TEL (250} 6555800 FAX (250} 6555811



AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 05-Feb-2005 09:02
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7609-9R i
Matrix: SERUM Sample Size: 2.00 mL
Sample Receipt Date: 10-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 16-Feb-2005 Instrument I1D: LC-MS/MS
Analysis Date: 17-Feb-2005 Time: 17:40:35 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_027530
Injection Volume (pL): 30.0 Blank Data Filename: PFS5G_027540
Dilution Factor: N/A Cal. Ver. Data Filename: PFS5G_027S20
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION RETENTION
FLAG' FOUND LIMIT TIME
PFBA V] 2.15
PFPeA U 0.800
PFHxA U 0.536
PFHpA 0.111 0.0765 3.10
PFOA 6.13 0.0488 4.80
PFNA 1.04 0.0095 6.38
PFDA 0.244 0.0047 5.76
PFUnA 0.061 0.0014 6.06
PFDoA u 0.0053
PFTA U 0.0046
PFBS U 0.221
PFHxS 1.68 0.0151 528
PFOS 135 0.0874 5.99
LABELED COMPOUND LAB SPIKE CONC. R (%)2 RETENTION
FLAG® CONC. FOUND TIME
(ng} (ng}
C13-PFOA 12.0 9.88 823 4.80
C13-PFDA 12.0 10.0 83.7 5.76

(1) U = not detected
(2) R (%)= Percent recovery

%/ . ) 11-05-2005
15105PFD1_1.xis, $18 Approved by: é_,, QA/QC Chemist dd-mm-yyyy

g6 AXYS ANALYTICAL SERNVICES LTI k0. 60x 2219, 2045 MIULS RD. WEST, SIONEY, 5.0, (AADA V6L 358 TEL (250) 6555800 FAX (250) 655-581"



AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 05-Feb-2005 09:05

Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample 1D: L7609-2R i
Matrix: SERUM Sample Size: 2.00 mL
Sample Receipt Date: 08-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 16-Feb-2005 Instrument ID: LC-MS/MS
Analysis Date: 17-Feb-2005 Time: 16:09:38 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_027S823
Injection Volume (uL): 30.0 Blank Data Filenama: PFS5G_027S40
Dilution Factor: N/A Cal. Ver. Data Filename: PFSSG_027520
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION RETENTION

FLAG® FOUND LIMIT TIME
PFBA u 1.66
PFPeA u 1.19
PFHxA U 0.339
PFHpA 0.099 0.0588 3.08
PFOA 4.34 0.0439 4.68
PFNA 0.588 0.0108 5.35
PFDA 0.163 0.0167 5.72
PFUNnA 0.141 0.0028 6.04
PFDoA U 0.0290
PFTA U 0.0083
PFBS U 0.0341
PFHxS 2.66 0.0180 §5.22
PFOS 14.0 0.119 596
LABELED COMPOUND LAB SPIKE CONC. R («/,)2 RETENTION

FLAG* CONC. FOUND TIME

(ng) (ng)
C13-PFOA 12.0 10.7 89.1 4.68
C13-PFDA 12.0 7.50 625 572
(1) U = not detected
(2} R (%) = Percent recovery
%4,( - ) 11-05-2005
15105PFD1_t.xs, $11 Approved by: -~ D —— QA/QC Chemist do-mm-yyyy

gl AXYS ANALYTICAL SERVICES LT £ 80X 7219, 2045 KILLS RD. WEST, SIBNEY, 8., CANADA V8L 358 TEL (250} 655-5800 FAX (250) 6555811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Recelpt Date:

Extraction Date:
Analysis Date:

Extract Volume (mL):

Injection Volume (pL):

Dilution Factor:

Concentration Units :

COMPOUND

PFBA
PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFUnA
PFDoA
PFTA
PFBS
PFHxS
PFOS

LABELED COMPOUND

C13-PFOA
C13-PFDA

(1) U = not detected

4191
SERUM
10-Feb-2005
16-Feb-2005
17-Feb-2005 Time: 17:27:36
2
30.0
N/A
ng/mL
LAB CONC
FLAG* FOUND
U
u
u
0.264
457
0.706
0.229
0.115
U
U
V]
540
19.7
LAB SPIKE
FLAG* CONC.
{ng)
12.0
12.0

(2} R (%) = Percent recovery

15105PFD1_1.xis, S17

Approved by:

_%/ -~

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:

Lab Sample ID: ,
Sample Size:

Initial Calibration Date:
Instrument ID:

LC Column ID:

Sample Datafile:

Blank Data Filename:

Cal. Ver. Data Filename:

CLIENT ID;

08-Feb-2005 07:55

L7609-8R i

2.00 mL
17-Feb-2005
LC-MS/MS

C18, Zorbax XDB
PFS5G_027529
PFS5G_027540

PFS5G_027S520

DETECTION RETENTION
LIMIT TIME
3.08
0.768
0.460
0.0360 3.19
0.251 4.86
0.0125 5.38
0.0256 5.76
0.0033 6.07
0.0190
0.0144
0.0363
0.0065 5.28
0.0663 599
CONC. R (%)2 RETENTION
FOUND TIME
(ng)
10.5 87.1 4.86
9.98 83.2 5.76
11-05-2005
QA/QC Chemist dd-mm-yyyy

0}:{(@ AXYS ANALYTIKCAL SERVICES LTI PO Box 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA V8L 358 TEL (250} 655-5800 FAX (250) 855-581)



AXYS METHOD MLA-031 Rav 01
PFOS_S1_08 Form A2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collectlon: 01-Mar-2005 15:45
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sampls iD: L7652.7R2
Matrix: SERUM Sample Size: 100 mbL
Sample Racelpt date: 03-Mar-2005 Initial Callbration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrument ID: LC-MSMS
Anaslysis Date: 21-Apr-2005 Time: 22:46:26 1C Column (D: C18, Zotbax XDB
Extract Volume {mL}: 2 Sample Dataflie: PFS5G_0585034
Injection Volume {uL): 300 Blank Data Filaname: PFS5G_0585026
Bllutlon Factor: N/A Multiple Cal. data Fllenames:  PFS5G_0585029
PFS5G_0585038

Concentration Units : ng/mi PFS5G_0585050
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LIMIT TIME
PFPeA U D207
PFHxA 0084 0.0818 253
PFHpA 0618 0.0627 3.88
PFOA 332 00408 5.32
PFNA 0978 001814 5.69
PFDA 0358 00250 6.08
PFUnA 0-166 00121 638
PFDoA 0038 00140 6.72
PFBS u 0185
PFHxS 103 0.0140 552
PFOS 585 0.131 622
LABELED COMPOUND LAB SPIKE CONC. R {%)° RETENTION

FLAG* CONC. FOUNRD TIME

{ng) {ng)
13C-PFOA 120 101 84.0 532
13C-PFDA 12.0 136 113 6.06
(1) U = not detected
(2) R (%) = Percent recovery
% . , - 5-2005
15625PFD1_2 xis. 56 Approved by e QA/QC Chemilst —

dd-mm-yyyy

de AXYS ANALYTICAL SERVICES LTD 0 i 2219, 2045 RILLS R0. WEST, SIONEY, B.C . CANADA VBL 35B TE1 (250 655-5800 FAX (25D) 6555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 01-Mar-2005 15:45
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4181 Lab Sample ID: L7652-8R2
Matrix: SERUM Sample Slze: 100 mb
Sample Recelpt date: 03-Mar-2005 Inltial Calibration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrument [D: LCMS/MS
Analys!s Date: 21-Apr-2005 Time: 22:59:19 LC Column ID: C18. Zorhax XDB
Extract Volume {mL}): 2 Sampla Datafilo: PFS5G_0585035
Injection Voluma (pL): 300 Blank Data Fllename: PF85G_0588025
Dilutian Factor: N/A Multiple Cal, data Fllenaines:  PFS5G_0585029
PFS5G_0585038

Concentration Units : ng/mlL. PFS5G_0585050
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LIMIT TIME
FFPeA U 0.150
PFHxA U 0.0411
PFHpA 0.822 0.0549 387
PFOA 181 0.0402 532
PFNA 0850 0.0157 5.69
PFDA 0243 00108 6.02
PFURA 0075 00094 6.36
PFDoA 0.025 0.0095 6.72
FFBS U 0.0840
PFHxS 718 0.0834 549
PFQS 429 0.0497 618
LABELED COMPOUND LAB SPIKE CONC, R (%)? RETENTION

FLAG' CONC. FOUND TIME

{ng) {ng)
13C-PFOA 120 113 94.3 532
13C-PFDA 120 13.1 109 6.06
(1) U = not detected
(2) R (%)= Percent recovery
- 10-05-2005
15625PFD1_2 s, ST Approved by: . ;%é_“& QA/QC Chemist

dg-mm-yyyy

80 AXYS ANALYTICAL SERVICES LT PO 80X 2219, 2045 KIS R WEST. SIONEY, .0 CANADA VBL 358 TEL (250) 6555800 FAX (250) 8555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1AJ2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 01-Mar-2005 15:45
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7652-10R2
Matrix: SERUM Sample Size: 100 mb
Sample Recelpt date: 03-Mar-2005 Initlal Callbration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrument 1D: LC-MS/MS
Analysis Date: 22-Apr-2005 Tima: 0:07:21 LC Column iD: C18, Zorbax XDB
Extract Volumea (mL): 2 Sample Datallle: PFS5G_0585040
Injection Velume {pL): 300 Btank Data Fllename: PFS5G_0585026
Dilutlon Factor: N/IA Multiple Cal. data Filenamss:  PFS5G_058S028
PFS5G_0585038
Concentration Units : ng/mlL PFS5G_0585050
f

CCMPOUND LAB CONC DETECTION RETENTION

FLAG"' FOUND LIMIT TIME
PFPeA U 0.287
PFHxA u 00785
PFHpA 0356 0.0646 3.83
PFOA 46 0.0515 549
PFNA 136 00107 589
PFDA 0521 0.0390 622
PFURA u 0891
PFDoA 0.045 0.0048 680
PFBS U 0249
PFHxS 812 00475 566
PFOS 604 0.195 6.36
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION

FLAG* CONC. FOUND TIME

{ng) (ng)
13C-PFOA 12.0 133 111 549
13C-PFDA 120 129 108 622
(1) U =not detected
(2) R (%) = Percent recovery
-05.2005

15825PFD1_2 ds. S8 Appraved by: % < = QAJ/QC Chemist e

dd-mm-yyyy

Ot AXYS ANALYTICAL SERVICES LT 20 10X 1219, 2045 KIS RD. WEST, SIREY, 5.C. GWADA Y81 353 THL (250) 55-5800 FAX {250) 455 561)




AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2 Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT
Sample Collection:

Lab Name: AXYS ANALYTICAL SERVICES

CLIENT ID:

12-Feb-2005 10:15

Contract No.: 4191 Lab Sample ID: L7620-2 i (A)

Matrix: SERUM Sample Size: 2.00 mL

Sample Receipt Date: 15-Feb-2005 fnitial Catibration Date: 17-Feb-2005

Extraction Date: 16-Feb-2005 Instrument ID: LC-MSMS

Analysis Date: 17-Feb-2005 Time: 18:19:41 LC Column ID: C18, Zorbax XDB

Extract Volume {mL): 2 Sample Datafile: PFS5G_027S33

Injection Volume {pL): 30.0 Blank Data Filename: PFS5G_027S40

Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_027S20

Concentration Units : ng/mt.

COMPOUND LAB CONC DETECTION RETENTION
FLAG* FOUND LIMiT TIME

PFBA U 2.18

PFPeA u 0.916

PFHxA u 0.413

PFHpA 0.282 0.0365 3.17

PFOA 231 0.151 4.84

PFNA 0.913 0.0093 5.38

PFDA 0.288 0.0078 5.76

PFUnA 0.081 0.0033 6.07

PFDoA U 0.0260

PFTA u 0.0035

PFBS u 0.0987

PFHxS 7.72 0.0080 5.28

PFOS 17.0 0.117 5.99

LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION
FLAG' CONC. FOUND TIME

(ng} (ng)

C13-PFOA 12.0 9.73 81.0 4.84

C13-PFDA 12.0 10.2 85.2 5.76

{1) U = not detected

{2) R (%) = Percent recovery

15105PFD1_1.xls. $21 Approved by: %’E’S‘—’// QA/QC Chemist

11-05-2005
ad-mm-yyyy

€0 AXYS ANALYTICAL SERVICES LTD o oy 2219, 2045 MILLS RD. WEST, SIDNEY, 8., CANADA V8L 358 TEL (250) 655-5800 FAX (250) 855-5811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:

Lab Name: AXYS ANALYTICAL SERVICES

CLIENT ID:

12-Feb-2005 10:15

Contract No.: 4191 Lab Sample ID: WG15105-105 i
Matrix: SERUM Sample Size: 2.00 mL
Sample Receipt Date: 15-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 16-Feb-2005 Instrument 1D LC-MS/MS
Analysis Date: 17-Feb-2005 Time: 18:32:40 LC Column ID: C18, Zorbax XDB
Extract Volume {mL): 2 Sample Datafile: PFS5G_027S34
Injection Volume {pL): 30.0 Blank Data Filename: PFS5G_027S40
Dilution Factor: N/A Cal. Ver. Data Filename: PFS5G_027S20
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION RETENTION
FLAG® FOUND LIMIT TIME
PFBA U 2.81
PFPeA u 1.41
PFHxA u 0.336
PFHpA 0.304 0.0289 319
PFOA 240 0.111 4.84
PFNA 0.965 0.0076 5.38
PFDA 0.310 0.0024 5.76
PFUnA 0.104 0.0203 6.06
PFDoA u 0.0240
PFTA U 0.0033
PFBS U 0.214
PFHxS 8.18 0.0155 528
PFOS 171 0.287 599
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION
FLAG* CONC. FOUND TIME
(ng) (ng)
C13-PFOA 12.0 8.19 68.3 4.84
C13-PFDA 120 7.73 64.4 5.76
(1) U = not detected
(2) R (%) = Percent recovery
/%"C = i
1510SPFD1_1.xls, 522 Approved by: ~— QA/QC Chemist

11-05-2005
dd-mm-yyyy

g0 AXYS ANALYTIKCAL SERVICES LT #0.80 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA V8L 358 TEL (250) 655-5800 FAX (250) 655-58)1



AXYS METHOD MLA-031 Rev 01
PFOS_S1_DB Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

dd-mm-yyyy

Sample Collection: 01-Mar-2005 14:00
Lab Name: AXYS ANALYTICAL SERVICES ’
Contract No.: 4191 Lab Sample ID: L7652-9R2
Matrix: SERUM Sample Size: 1.00 mb
Sampla Recolpt date: 03-Mar-2005 Initial Calibratlon Date: BRACKETING CAL.
Extraction Date: 21-Apr-2005 Instrument ID: LC-MS/MS
Analysis Date: 21-Apr-2005 Timae: 23:17:46 LC Column (D: C18, Zorbax XDB
Extract Volume {mlL}): 2 Sample Datafllo: PFS5G_0585036
Injection Volume (pL): 300 Blank Data Fllename: PFS5G_0585026
Ollutlon Factor: N/A Mutltiple Cal. data Fllonames:  PFS5G_0585028
PFS5G_0585038

Concentratlon Unlts : ng/mL PFS5G_0585050
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LIMIT TIME
PFPeA U 0.148
PFHxA 0100 00783 264
PFHpA 247 0.0404 410
PFOA 58.7 0.0433 541
PFNA 0849 00089 577
PFDA 0294 0.0248 610
PFUnA 0120 0.0086 6.40
PFDoA 0043 00063 676
PFBS 0.267 0203 304
PFHxS 101 0.0199 558
PFOS 617 0.192 6.25
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION

FLAG* CONC. FOUND TIME

(ng) {ng)
13C-PFOA 12.0 113 841 5.40
13C-PFDA 120 125 104 6.10
(1} U =not detected
{2) R (%)= Percenl recovery
15825PFD1_2 s, S8 Approved by: ,/;L L - QAJQC Chemlst 5052008

8 AXYS ANALYTICAL SERVICES LT £0 1012219, 2045 Wil &0, WEST, SIDHEY, 8 € . CAHADA VBL 35B TEL (250) 655-5800 FAX (250) 8555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D2 Form 1AJ2
PERFLUORINATED SURFACTANT ANALYSIS REPORT
Sample Collection:

Lab Name: AXYS ANALYTICAL SERVICES

CLIENT ID:

02-Feb-2005 11:15

Contract No.: 4191 Lab Sample ID: L7602-7R i
Matrix: SERUM Sample Size: 2.00 mL
Sample Receipt Date: 03-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 16-Feb-2005 Instrument I1D: LC-MS/MS
Analysis Date: 17-Feb-2005 Time: 21:21:22 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_027S47
Injection Volume (pL): 30.0 Blank Data Filename: PFS5G_027S40
Ditution Factor: N/A Cal. Ver. Data Filename:  PFS5G_027S37
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION RETENTION

FLAG' FOUND LIMIT TIME
PFBA V) 2.00
PFPeA u 0.968
PFHxA U 0.439
PFHpA 0.179 0.0422 kW3l
PFOA 4.97 0.0657 4.84
PFNA 0.934 0.0081 5.38
PFDA 0.285 0.0047 576
PFUnA 0.217 0.0029 6.06
PFDoA U 0.0270
PFTA V) 0.0047
PFBS U 1.1
PFHxS 219 0.0141 5.28
PFOS 16.3 0.0757 5.99
LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION

FLAG* CONC. FOUND TIME

(ng) (ng)
C13-PFOA 12.0 10.3 85.8 4.84
C13-PFDA 120 10.2 85.0 5.76
(1) U = not detected
(2) R (%) = Percent recovery
‘/’444_ e - i 11052005
15105PFD1_1.xIs, $9 Approved by: = QA/QC Chemist dd-mm-yyyy

0)][(9 AXYS ANALYTICAL SERVICKES LT pC 80X 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., (ANADA V81 358 TE (250) 4555800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rav 01
PFOS_S1_D8 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collectlon: 30-Mar-2005 03:25
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.; 4191 Lab Sampla ID; L7714-18R
Matrix: SERUM Sample Size: 100 mk.
Sample Receipt date: 01-Apr-2005 Inklal Callbration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrument [D: LC-MS/MS
Analysts Date; 22-Apr-2005 Time: 7:53.54 LC Column ID: C18, Zorbax X0B
Extract Volume (mL): 2 Sample Datafila: PFS5G_0585076
Injection Voluma (pL): 300 Blank Data Fllenama: PFS5G_0585026
Dilutlon Factor: N/A Multiplo Cal. data Fllenames: PFS5G_058S5050
PFS5G_0585062
Concentration Units : ng/mL PFS5G_0585080
PFS5G_0585081

COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LIMIT TIME
PFPeA 0119 0.192 204
PFHxA 3] 0.0758
PFHpA 0,155 0.0379 3.97
PFOA 7.38 0.0378 538
PFNA 0758 0.0268 573
PFDA 0221 0.0161 6.10
PFUnA 0.104 00124 6.40
PFDoA 0.024 0.0147 6.76
PFBS U 0.0733
PFHxS 252 0.0283 5.54
PFOS 328 0.314 622
LABELED COMPOUND LAB SPIKE CONC, R (%)? RETENTION

FLAG * CONC. FOUND TIME

{ng) (ng)

13C-PFOA 120 958 798 5.38
13C-PFDA 120 937 781 610

(1) U =not detecled
(2) R (%) = Percent recovery

10-05-2005
15625PFD2_2 xs $23 Approved by \/t%"g - QA/QC Ghemst

dd-mm-yyyy

oo axvs ANALYTICAL SERVICES LT ro 5052219, 2045 MILLS RD. WEST, SIDNEY, B.C, TANADA V6L 358 TEL (250) §55 SB0Q FAX {250) 6555611




AXYS METHOD MLA-031 Rav 01
PFOS_S1_DB Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collaction; 30-Mar-2005 09:30
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.; 4151 Lab Sample ID: L7714-28R
Matrix: SERUM Sample Size: 100 mb
Sampla Recelpt date: 01-Apr-2005 Inltlal Calibratlon Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrement ID: LC-MS/MS
Analysis Date: 22-Apr-2005 Timeo; B:19:39 LC Column ID: C18, Zorbax XDB
Extract Volume {(ml.): 2 Sample Datafllo: PFS5G_0585078
Injection Volums {pL): 300 Blank Data Filename: PFS5G_0585026
Dllution Factor: N/A Multiple Cal. data Filonamas: PFS5G_0585050
PFS5G_0585062
Concentratlon Units ¢ ng/mL PFS5G_0585080
PFS5G_0585081

COMPOUND tAB CONC DETECTION RETENTION

FLAG* FOUND LuMIT TIME
PFPeA u 0.125
PFHXA U 0.0348
PFHpA 0053 0.0487 38
PFOA 642 0.0388 540
PFNA 1.02 00186 577
PFDA 0297 00109 610
PFURA 0206 00143 640
PFDoA 0039 00278 6.76
PFBS u 0.0965
PFHxS 478 0.0429 554
PFOS 325 0465 622
LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION

FLAG CONC. FOUND TIME

(ng) (ng)
13C-PFOA 120 975 81.2 540
13C-PFDA 120 S &9 799 610
(1) U = no!detected
{2) R (%) = Percent recovery
. 10-05-2005
15625PFD2_2 ds. 525 Approved by: \/%!—"& QA/QC Chemist dd-mm-yyyy

0))[(0 AXYS ANALYTICAL SERVICES LTI ro 80X 7219, 2045 KIS 70 WESY, SIDNEY. B C. CARADA VGL 358 TEL (250) 655-5600 EAX (25D) 8555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8

Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.: 4191
Matrix: 2

Sample Recelpt date: 29-Mar-2005
Extraction Date; 21-Apr-2005
Analysis Date: 22-Apr-2005
Extract Volums {(ml): 2

Injsction Volume (pL): 300
Dllutlon Factor: N/A

Concontration Units : ng/mL

COMPOUND

PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFUnA
PFDoA
PFBS
PFHxS
PFOS

LABELED COMPOUND

13C-PFOA
13C-PFDA

(1) U = not delected
(2} R (%) = Percent recovery

15625PFD2_2 ¥s $20 Approved by,

Time: 7:15:16
LAB CONC
FLAG* FOUND
0.102
u
u
19.7
275
0582
0.204
0.086
U
19.9
108
LAB SPIKE
FLAG* CONC.
(ng)
120
12.0

Sample Collaction:

Lab Sample ID:

Sample Size:

Inltial Calibration Date:

Instrumant ID;
LC Column ID:
Sample Datafile:

Blank Data Filoname:

26-Mar-2005 10:20

L7714-7R

100 mL
BRACKETING CAL
LC-MSMS

C18, Zotbax XDB
PFS5G_0585073

PFS5G_0585026

Multlple Cal. data Filenames: PFS5G_0585050

PES5G_058S062
PFS5G_0585080
PFS5G_0585081

DETECTION RETENTION
LT TIME
0.0873 204
0138
00287
0.0213 536
00127 573
0.0156 6.06
00100 6.38
0.0113 672
0 0862
00142 552
0.190 6.22
CONC. R (%) RETENTION
FOUND TIME

(ng)
1.0 820 5.36
119 89§ 6506

X - 10-05-2005
. AQ’Q QA/QG Chemist

dd-mm-yyyy

0))[(0 AXYS ANALYTICAL SERNVICES LTI r0 80X 2219, 2045 #1IS /D WEST, SIDHEY. B €. CAHADA V8L 358 TEL (250) £55-5800 FAX (250) 655 5811




AXYS METHOD MLA-031 Rev 01
PFOS_S1,_D8 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Callection;

Lab Nama: AXYS ANALYTICAL SERVICES

Contract No.: 4191 tab Sample ID;
Matrix: SERUM Sampla Sixe:
Sample Racelpt date: 02-Mar-2005 initial Calibration Date:
Extraction Date: 21-Apr-2005 Instrumant (D:
Analyslis Date: 21-Apr-2005 Time: 22:07:20 LC Column iD:
Extract Volumae (mb): 2 Sample Dataflle;
Injectlon Volume (pL): 300 Blank Data Fllanama;
Dilution Factor: N/A Muttiple Cal. data Filenames:
Concentration Unilts : ng/mL
COMPOUND LAB CONC DETECTION
FLAG* FOUND LIMIT
PFPeA U 0215
PFHxA U 00750
PFHpA u 0.0435
PFOA 410 00647
PFNA o977 0.0382
PFDA 0.455 00268
PFURA 0351 0.0043
PFDoA 0.066 0.0147
PFBS U 00775
PFHxS 287 0.0251
PFOS 173 0.108
LABELED COMPOUND LAB SPIKE CONC. R (%)
FLAG* CONC. FOUND
(ng) {ng)
13CPFOA 120 108 800
13CPFDA 12.0 951 79.3

{1) U =not detecled
{2) R (%) = Percent recovery

15625PFD1_2 s, S3 Approved by /‘%@;—T/ QA/QC Chemist

26-Feb-2005 10:05

L7652-1R2

1.00 mL
BRACKETING CAL
LC-MS/MS

C18. Zorbax XDB
PFS5G_0585031
PFS5G_0585026
PFS5G_0585029

PFS$5G_0585038
PFS5G_058S050

RETENTION
TIME

5.32
573
6.06
640
6.72

5.49
6.22

RETENTION
TIME

§32
608

10-05-2005
dd-mm-yyyy

g AXYS ANALYT 1CAL SERVICES LTI 0 50X 2219, 2045 AILLS RD. WEST SIHEY, 8 C, CAHADA V8L 358 TEL {250) 655-5800 FAX (250) 6555811




AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 03-Feb-2005 18:05

Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7609-6R i
Matrix: SERUM Sample Size: 2.00 mL
Sample Receipt Date: 08-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 16-Feb-2005 Instrument ID: LC-MS/MS
Analysis Date: 17-Feb-2005 Time: 17:14:36 LC Column ID: C18, Zorbax XDB
Extract Volume (mL}): 2 Sample Datafile: PFS5G_027528
Injection Volume (pL): 30.0 Blank Data Filename: PFS5G_027S40
Dilution Factor: N/A Cal. Ver, Data Filename: PFS5G_027S20
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION RETENTION

FLAG' FOUND LIMIT TIME
PFBA U 224
PFPeA u 0.939
PFHxA U 0.346
PFHpA v 0.0388
PFOA 3.36 0.0582 4.84
PFNA 1.08 0.0186 5.38
PFDA 0.361 0.0044 5.76
PFURA 0.166 0.0036 6.06
PFDoA U 0.0250
PFTA 6] 0.0045
PFBS U 0.0591
PFHxS 2499 0.0256 5.28
PFOS 214 0.137 5.99
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION

FLAG' CONC. FOUND TIME

(ng) (ng)
C13-PFOA 12.0 10.4 86.6 4.82
C13-PFDA 12.0 110 91.3 576
{1) U = not detecied
{2) R{%) = Percent recovery
- . 11-05-2005
15105PFD1_1.x5, S$16 Approved by: "-/% g_————' QA/QC Chemist dd-mm-yyyy

€0 AXYS ANALYTIKCAL SERVICES LT 0 80X 2219, 7045 IS RD. WEST, SIINEY, 8.0, (ANADA V8L 358 TEL (250 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Fonm 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sampls Collsction: 09-Mar-2005 13:40
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7657-7R2
Matrix: SERUM Sample Slze: 100 mL
Sampis Rocelpt date: 10-Mar-2005 Inltlaf Calibration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 {nstrument 1D: LC-MSMS
Analysis Data: 22-Apr-2005 Time: 3:34:47 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sampls Dataflle: PFS5G_0585056
Injection Volume (pl): 300 Blank Data Fllaname: PFS5G_0585026
Dilution Factor: NIA Muitiple Cal. data Fllenamas: PFS5G, 0585050
PFS5G_058S8062
Concentration Unlts ; ng/mL PFSSG_0585080
PFS5G_058S081

COMPOUND LAB CONC DETECTION RETENTION

FLAG® FOUND LMy TIME
PFPeA 0.052 0.188 2.08
PFHxA U 0.0372
PFHpA 0.259 0.0292 387
PFOA 6.80 00447 534
PFNA 0.731 00082 573
PFDA 0.263 0.0136 6.06
PFUnA 0126 0.0119 6.38
PFDoA 00286 0.0041 672
PFBS U 0.0314
PFHxS 5.08 00688 580
PFOS 196 0144 6.18
LABELED COMPOUND LAB SPIKE CONC. R (4)? RETENTION

FLAG* CONC. FOUND TIME

(ng) (ng)

13C-PFOA 120 107 830 534
13C-PFDA 120 124 104 608

{1) U=nol detecled
(2) R (%)= Percent recovery

IA/A’” 2 . 10-05-2005
15625PFD2_2 x3. S8 Appraved by: = QA/QC Chemlst dd-mm-yyyy

g6 AXvYs ANALYTICAL SERVICES LTD BOX 2219. 2045 MILLS R0 WEST, SIDNEY. B C . CAHADA YBE 35B TEL (250) 655-5800 FAX (250} §55-581)




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Callection: 08-Mar-2005 11:00
Lab Nama: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7652-25R2
Matrix: SERUM Sample Slze: 1.00 mbL
Sample Recelpt date: 10-Mar-2005 Initlal Caiibration Date: BRACKETING CAL
Extractlon Date: 21-Apr-2005 Instrumant ID; LC-MS/MS
Analysls Date: 22-Apr-2005 Time: 1:24:26 LC Column ID: C18, Zorbax XDB
Extract Volume {mL): 2 Sample Datafile: PFS5G_D585046
Injsction Volume (pL): 300 Blank Data Filename: PFS5G_0585026
Dilutlon Facton: N/A RMultlpls Cal. data Filenamas: PFS5G_0585029
PFS5G_0585038

Concentration Units : ng/mi PFS5G_058S050
COMPOUND LAB CONC DETECTION RETENTION

FLAG" FOUND LIMIT TIME
PFPeA u 0.181
PFHxA U 0.114
PFHpA D117 0.0734 387
PFOA 693 0.0541 534
PFNA 112 0.0129 573
PFDA 0.288 00157 606
PFURA 0.115 0.0158 638
PFDoA U 0.0377
PFBS u 0.0519
PFHxS 188 00749 550
PFOS 102 0171 622
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION

FLAG* CONC. FOUND TIME

{ng) {ng)

13C-PFOA 120 969 832 534
13C-PFDA ' 120 17 978 606

(1) U =not detected
(2) R (%) = Percent recovery

2{4 2 - 10-05-2005
15625FFD4_2 ¥s. S15 Approved by:; QA/QC Chemist

dd-mmeyyyy

00 AXYS ANALYTICAL SERVICES LTD ot 2205, 2045 KILLS RD. WESY, SIDKEY. 8 C . CAADA VBL 358 TEL (250) 6555800 FAY (250) 55-581)




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1Af2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 08-Mar-2005 11;00
Lahk Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample (D: L7652-2TR2
Matrix: SERUM Sample Slze: 100 ml.
Sample Recalpt date: 10-Mar-2005 Inttial Callbration Dato: BRACKETING CAL
Extractlon Date: 21-Apr-2005 Instrument ID: LC-MS/MS
Analysls Date: 22-Apr-2005 Time: 1:37:18 LC Column ID: C18, Zorbax XDB
Extract Volume {mL): 2 Sample Datafile: PFS5G_0585047
Injectlon Volume (pl): 300 Blank Data Filename: PFS6G_0585026
Dllutlon Factor: N/A Multiple Cal. data Fllenames:  PFS5G_0585029
PFS5G_0585038

Concentration Unlts : ng/mL PFS5G_058S050
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LiMIT TIME
PFPeA U 0342
PFHxA U 0.103
PFHpA 0839 0 0608 387
PFOA 786 00510 538
PFNA to7 00417 573
PFDA 0488 0.0168 606
PFUnA c.1e8 0.0079 640
PFDoA 0044 00102 876
PFBS 0117 0.0588 304
PFHxS 173 0.128 5.52
PFOS 112 0204 622
LABELED COMPOUND LAB SPIKE CONC. R {%? RETENTION

FLAG* CONC. FOUND TIME

(ng) {ng}
13C-PFOA 120 8.80 733 536
13C-PFDA 120 943 785 606
(1) U = not detected
(2) R (%) = Percent recovery
- 10-05-2005
15625PFD1_2 xs. 518 Approved by ,/é»g QA/QC Chemist dd-mmeyyyy

0)}((0 AXYS ANALYTICAL SERVICES LTI k0 50X 2219 2045 AILLS RD WEST, SIDNEY, B £, CANADA V8L 358 TEL (250) 655 5800 FAX {250 8355811




AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 01-Feb-2005 13:45

Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7602-1R i
Matrix: SERUM Sample Size: 2.00 mL
Sample Receipt Date: 02-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 16-Feb-2005 Instrument ID: LC-MS/MS
Analysis Date: 17-Feb-2005 Time: 20:04:02 LC Column ID: C18, Zorbax XDB
Extract Volume {mL): 2 Sample Datafile: PFS5G_027S41
Injection Volume (uL): 30.0 Blank Data Filename: PFS5G_027S540
Dilution Factor: N/A Cal. Ver. Data Filename: PFS5G_027837
Concentration Unité : ng/mL
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LMIT TIME
PFBA U 264
PFPeA U 0.764
PFHxA v 0.431
PFHpA 0.143 0.0237 3.24
PFOA 15.7 0.157 4.86
PFNA 0.545 0.0158 5.38
PFDA 0.175 0.0095 576
PFUnNA 0.061 0.0076 6.07
PFDoA u 0.0180
PFTA u 0.0064
PFBS U 0.158
PFHxS 1.79 0.0990 5.28
PFOS 9.27 0.0759 5.99
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION

FLAG* CONC. FOUND TIME

(ng) (ng)
C13-PFOA 12.0 10.2 85.2 4.84
C13-PFDA 12.0 9.46 78.8 576
(1) U = not detected
(2) R (%) = Percent recovery
. 11-05-2005
15105PFD1_1.xis, S3 Approved by: /t&g_f‘—/ QA/QC Chemist dd-mm-yyyy

OB AXYS ANALYTICAL SERVICES LT 10 8062219, 2045 LS RD WEST, SONEY, 8.0, CANATA V3L 358 TEL (250) 6555800 FAX (250) 6555811



AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collectlon; 03-Mar-2005 13:55
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID; L7652-12R2
Matrix: SERUM Sample Size: 1.00 mi.
Sample Recelpt date: 03-Mar-2005 Initlal Callbration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrumant [D: LC-MSnvs
Analysls Date: 22-Apr-2005 Time: 0:20:16 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Dataflls; PFS5G_0585041
injection Voluma (uL); 300 Blank Data Fllenama: PFS5G_0585026
Dilution Factor: N/A Multiple Cal. data Fllenames:  PFS5G_0585029
PFS5G_0565038

Concentration Units ; ng/mL PFS5G_0585050
COMPOUND LAB CONC DETECTION RETENTION

FLAG * FOUND LIMIT TIME
PFPeA U 0.258
PFHxA U 0.0311
PFHpA 1.54 00874 3.86
PFOA 423 00580 536
PFNA 126 00259 573
PFDA 037 00234 610
PFUnA 0.132 0.0051 640
PFDoA 0032 00062 877
PFBS v 0.152
PFHxS 108 00252 552
PFOS 485 0.107 625
LABELED COMPOUND LaB SPIKE CONC. R (%)? RETENTION

FLAG® CONC. FOUND TIME

{ng) {ng)

13C-PFOA 120 104 86.4 536
13C-PFDA 120 117 97.7 6.10

{1) U = not delected
(2) R (%) = Percent recovery

w2 s
15825PFD1_2 ds, S10 Approved by: : QAJQC Chemist

dd-mm-yyyy

0)}[(@ AXYS ANALYTICAL SERVICES LTD ro . 2045 WILLS RD WEST, SIDNEY, B (. CAMADA VB! 358 TEL (25D 455 5800 FAY (250) 6555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.: 4191 Lab Sample ID:
Matrix: SERUM Sample Size:
Sample Recelpt Date: 08-Feb-2005 Initiai Calibration Date:
Extraction Date: 16-Feb-2005 Instrument 1D:
Analysis Date: 17-Feb-2005 Time: 16:48:46 LC Cotumn ID:
Extract Volume (mL): 2 Sample Datafile:
Injection Volume {uL): 30.0 Blank Data Filename;
Dilution Factor: N/A Cal. Ver. Data Filename:
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION
FLAG® FOUND LMt
PFBA U 335
PFPeA u 0.919
PFHxA u 0.443
PFHpA 0.494 0.0489
PFOA 16.4 0.101
PFNA 1.40 0.0114
PFDA 0.285 0.0122
PFURA 0.179 0.0082
PFDoA V) 0.0210
PFTA U 0.0112
PFBS U 0.0775
PFHxS 357 0.0090
PFOS 221 0.0811
LABELED COMPOUND LAB SPIKE CONC. R (%)?
FLAG* CONC. FOUND
(ng) (ng)
C13-PFOA 12.0 9.18 76.5
C13-PFDA 12.0 7.94 66.1

{1) U = not detected
(2) R (%) = Percent recovery

15105PFD1_1.xs. S14 Approved by: — %‘—/ QA/QC Chemist

CLIENT ID:

03-Feb-2005 16:00

L76094R i

2.00 mL
17-Feb-2005
LC-MS/MS

C18, Zorbax XDB
PFS5G_027526
PFS5G_027S540

PFS5G_027520

RETENTION
TIME

528
599

RETENTION
TIME

4.84
5.76

11-05-2005
dd-mm-yyyy

€0 AXYS ANALYT ICAL SERVICES LTID 0 80 2219, 2045 MILLS RD. WEST, SIONEY, B.C., CANADA VBL 358 TEL (250) 655-5800 FAX (250} 655-5811



AXYS METHOD MLA-031 Rev 04

PFOS_S1_DB

Form 1A22

Lab Nama: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sarnple Recelpt date:
Extraction Date:
Analysis Date:

Extract Volume (mL):

Injection Volume (pL):

Dilutlon Factor;

Concentration Units ;

COMPOUND

FFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFUnA
PFDoA
PFBS
PFHxS
PFOS

LABELED COMPOUND

13C-PFOA
13C-PFDA

(1} U = not detected

4191
SERUM
15-Mar-2005
21-Apr2005
22-Apr-2005 Time: 4:13:44
2
300
N/A
ng/mt.
LAB CONC
FLAG ! FOUND
0.069
0.029
0.308
22
0.936
0.354
0.149
0.043
U
469
46 1
LAB SPIKE
FLAG? CONC.
{ng)
120
12.0

{2} R (%) = Percen! recovery

15625PFD2_2 Hs. 59

Approved by:

e+ _

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collactlan:

Lab Sampla ID;
Sample Slza:

Initlal Calibration Date:
Instrument 1D:

LC Column ID:

Sample Datafile:

Blank Data Filename:

Muttiple Cal. data Filenames:

11-Mar-2005 15:00

L7657-18R2

100 mi.
BRACKETING CAL
LC-MSMS

C18. Zorbax XDB
PFS5G_0585059
PFS5G_0585026
PFS5G_0585050
PFS5G_0585062

PFS5G_0585080
PFS5G._0585081

DETECTION RETENTION
LIMIT TIME
0.158 208

0.0695 261
0.150 3.86
00423 5.35
00239 574
00139 607
00037 6.38
00182 6.77
0.0700
0.0594 551
0284 6.22
[
CONC. R {%)? RETENTION
FOUND TIME
(ng)
B840 70.0 5§33
828 773 6.07
QA/QC Chemist

10-05-2005
dd-mmeyyyy

0)){(0 AXYS ANALYTICAL SERVICES LT PO BX 2219, 2045 MILLS RO WEST. SIDNEY, B.C. CANADA V8L 358 THL (250) 6555800 FAX (250} 6555811




AXYS METHQOD MLA-031 Rev 01
PFOS_S1_DB Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sampls Collection: 28-Mar-2005 11;38
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4181 Lab Sample ID; L7714-9R
Matrix: SERUM Sample Slze: 1.00 mbL
Sample Recelpt date; 29-Mar-2005 Inltlal Calibratlon Date: BRACKETING CAL
Extraction Dato: 21-Apr-2005 Instrumant ID; LC-MS/MS
Analysls Date: 22-Apr-2005 Time: 7:28:09 LC Column ID: C18, Zorbax XDB
Extract Volume {mL): 2 Sample Dataflle: PFS5G_0585074
Injection Volume (pL): 300 Blank Data Filaname; PFS5G_0585026
Dilutlon Factor: N/A Multipla Cal. data Fllenamas: PFS5G_0585050
PFS5G_0585062
Concontration Unlts : ng/mbL PFS5G_0583080
PFS5G_D585081

COMPOUND LAB CONC DETECTION RETENTION

FLAG" FQUND LIMIT TIME
PFPeA U 0.254
PFHxA 0.062 0.0983 244
PFHpA 182 0322 373
PFOA 775 00371 534
PENA 134 00363 573
PFDA 0421 0.0305 606
PFUnA 0.085 00201 6.38
PFDoA 0.018 00057 672
PFBS 0.165 0291 278
PFHxS 186 00448 550
PFOS 784 0.847 6.18
LABELED COMPOUND LAB SPIKE CONC, R (%)? RETENTION

FLAG® CONC. FOUND TIME

{ng} {ng)

13C-PFOA 120 972 810 534
13C-PFDA 120 116 96 8 6.06

(1) U = not detected
(2) R (%)= Percent recovery

M - . 10-05-2005
15625PFD2_2 ds. $21 Appraved by, e QAJ/QC Chemist dd-mm-yyyy

0o AXYs ANALYTICAL SERVICES LT3 20 B0X 2219, 2045 MILLS RD WEST, SIDHEY, 8.0 . CAADA V8L 358 161 1250) 455-5800 FAX (250) 655 5811




AXYS METHOD MLA-031 Rev 01

PFOS_S1_D8

Form 1A72

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collectlon:

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Recelpt date:
Extraction Data:
Analysis Date:
Extract Volume (mb):
Injection Volume (pL}):
Diiution Factor:

Concentration Unlts ;

COMPOUND

PFPeA
PFHxA
FFHpA
PFOA
PFNA
PFDA
PFURA
PFDoA
PFBS
PFHxS
PFOS

LABELED COMPOUND

13C-PFOA
13C-PFDA

{1) U = not detected

(2} R (%) = Percent recovery

15825PFD2_2.ds, 522

28-Mar-2005 11:40

4181 Lab Sample ID:; L7714-11R
SERUM Sampla Size: 1.00 mlL
28-Mar-2005 Initlal Callbration Date: BRACKETING CAL
21-Apr-2005 Instrument ID: LC-MSMS
22-Apr-2005 Time: 7:41:01 LC Column iD: C18, Zorbax XDB
2 Sample Dataflle; PFS5G_058S5075
300 Blank Data Fllename: PFS5G_0585026
NIA Multlple Cal. data Fllanames: PFS5G_0585050
PFS5G_0588062
ng/mb PFS5G_0585080
PFS56G_D585081
LAB CONC DETECTION RETENTION
FLAG " FOUND LimiT TIME
0.122 0220 203
0053 0.0825 251
198 0.0544 386
121 00542 5.36
1.04 00325 574
0457 00108 607
0.060 00120 638
0.011 00207 677
U 0.115
334 0.0833 5.53
109 0782 622
LAB SPIKE CONC. R (%° RETENTION
FLAG* CONC. FOUND TIME
{ng) (ng}
120 9.25 771 536
120 931 776 607
Approved by: \—4%2_—2',:{?__7 QA/QG Chenmist

10-05-2005
dd-mm-yyyy

0le AXYS ANALYTICAL SERVICES LTD 0 2219, 2045 HHLLS RD WEST. SIDNEY. B C . CANADA VBL 358 TEL (250) 655 5800 FAX (250 655 5811




AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2 Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:

Lab Name: AXYS ANALYTICAL SERVICES

CLIENT ID:

05-Feb-2005 10:50

Contract No.: 4191 Lab Sample |D: L7609-3R i (A)

Matrix: SERUM Sample Size: 2.00 mL

Sample Receipt Date: 08-Feb-2005 Initial Calibration Date: 17-Feb-2005

Extraction Date: 16-Feb-2005 Instrument ID: LC-MS/MS

Analysis Date: 17-Feb-2005 Time: 16:22:51 LC Column ID: C18, Zorbax XDB

Extract Volume (mL.): 2 Sample Datafile: PFS5G_027524

Injection Volume (pL): 30.0 Blank Data Filename: PFS5G_027S40

Dilution Factor: N/A Cal. Ver. Data Filename: PFS5G_027S20

Concentration Units : ng/mL

COMPOUND LAB CONC DETECTION RETENTION
FLAG' FOUND LIMIT TIME

PFBA u 2.97

PFPeA u 0.799

PFHxA u 0.552

PFHpA 0.284 0.0491 3.21

PFOA 4.68 0.0382 4.84

PFNA 1.03 0.0140 5.38

PFDA 0.372 0.0066 5.76

PFUNA 0.148 0.0068 6.07

PFDoA u 0.0330

PFTA U 0.0085

PFBS U 0.0480

PFHxS 2.20 0.0187 5.28

PFOS 120 0.0387 5.99

LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION
FLAG' CONC. FOUND TIME

(ng) (ng)

C13PFOA 12.0 10.7 89.1 4.84

C13-PFDA 12.0 10.0 83.4 5.76

(1) U = not detected

(2) R (%) = Percent recovery

15105PFD1_1.xls, §12 Approved by: u%(-f—;’/ QA/QC Chemist

11-05-2005
dd-mm-yyyy

gl AXYS ANALYTICAL SERVICES LUTED #0530 2219, 2045 WIS BD. WEST, SIDNEY, 5.0, (ANADA VAL 358 TEL (250) 655-5800 FAX (2507 6555811



AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 05-Feb-2005 10:50

Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: WG15105-104 i
Matrix: SERUM Sample Size: 2.00 mL
Sample Receipt Date: 08-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 16-Feb-2005 Instrument {D: LC-MS/MS
Analysis Date: 17-Feb-2005 Time: 16:35:46 LC Column ID: C18, Zorbax XD8
Extract Volume (mL): 2 Sample Datafile: PFS5G_027S25
Injection Volume (pL): 30.0 Blank Data Filename: PFS5G_027340
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_027520
Concentration Units : ng/mbL
COMPOUND LAB CONC DETECTION RETENTION

FLAG' FOUND LIMIT TIME
PFBA U 254
PFPeA u 0.764
PFHxA 8] 0.348
PFHpA 0.325 0.0493 317
PFOA 4.68 0.0428 4.78
PFNA 0.944 0.0096 535
PFDA 0.368 0.0064 572
PFUnA 0.145 0.0172 6.04
PFDoA U 0.0200
PFTA U 0.0088
PFBS U 0.102
PFHxS 272 0.0166 5.24
PFOS 11.5 0.142 5.98
LABELED COMPOUND LAB SPIKE CONC. R (%)z RETENTION

FLAG* CONC. FOUND TIME

{ng) (ng}
C13-PFOA 12.0 103 85.4 478
C13-PFDA 12.0 8.93 74.4 5.72
(1) U = not detected
{2) R (%) = Percent recovery
11-05-2005
15105PFD1_1.xis, S13 Approved by: %ﬁ" < - QA/QC Chemist dd-mm-yyyy

)}K@ AXYS ANALYTICAL SERVICES LTI ro 80X 2219, 2045 KIS RD. WEST, SIONEY, 8.C., CANADA V8L 358 TEL (2501 455-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form tA/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume (mL):
Injection Volume (uL):
Dilution Factor:

Concentration Units :

COMPOUND

PFBA
PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFUNA
PFDoA
PFTA
PFBS
PFHxS
PFOS

LABELED COMPOUND

C13-PFOA
C13-PFDA

(1) U = not detected

4191
SERUM
10-Feb-2005
16-Feb-2005
17-Feb-2005 Time: 17:53:55
2
30.0
NIA
ng/ml
LAB CONC
FLAG' FOUND
U
8]
U
0.392
245
0.894
0.250
0.084
U
U
V)
6.40
37.2
LAB SPIKE
FLAG* CONC.
(ng}
120
12.0

(2) R (%) = Percent recovery

15105PFD1_1.«Is, $19

Approved by:

. fherr

Sample Collection:

Lab Sample ID:
Sample Size:

Initial Calibration Date:
Instrument 1D:

LC Column ID:

Sample Datafile:

Blank Data Filename:

Cal. Ver. Data Filename:

CLIENT ID:

05-Feb-2005 10:00

L7609-10R i
2.00 mL
17-Feb-2005
LC-MS/MS

C18, Zorbax XDB
PFS5G_027S31
PFS5G_027S40

PFS5G_027S520

DETECTION RETENTION
LIMIT TIME
2.61
0.687
0.422

0.0315 3.21
0.170 4.86
0.0214 5.38
0.0039 5.76
0.0100 6.07
0.0170
0.0074
0123
0.0137 5.28
0.0802 5.99
CONC. R (%)2 RETENTION
FOUND TIME
(ng)
10.2 84.9 4.84
10.2 84.7 5.76
< . 3 11-05-2005
" QA/QC Chemist dd-mm-yyyy

90 AXYS ANALYTICAL SERVICES LT p) 30X 2219, 2045 MILLS RD. WEST, SIDNEY, 8.0, CANADA V8L 358 TEL {250 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:

CLIENT ID:

11-Feb-2005 11:40

4131 Lab Sample ID: L7620-3i

Matrix: SERUM Sample Size: 2.00 mbL
Sample Receipt Date: 15-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 16-Feb-2005 Instrument ID: LC-MS/MS
Analysis Date: 17-Feb-2005 Time: 18:45:31 LC Column ID: C18, Zorbax XDB
Extract Volume {mL}: 2 Sample Datafile: PFS5G_027S35
Injection Volume (pL): 30.0 Blank Data Filename: PFS5G_027S40
Dilution Factor: N/A Cal. Ver. Data Filename: PFS5G_027520
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION RETENTION

FLAG ' FOUND LIMIT TIME
PFBA U 2.78
PFPeA U 0.803
PFHxA U 0.268
PFHpA 0.192 0.0418 3.19
PFOA 6.09 0.0456 482
PFNA 0.753 0.0074 5.38
PFDA 0.188 0.0039 572
PFUNA 0.067 0.0097 6.06
PFDoA U 0.0120
PFTA u 0.0120
PFBS U 0.0494
PFHxS 1.80 0.0096 5.28
PFOS 17.7 0.0508 5.99
LABELED COMPOUND LAB SPIKE CONC. R (%)* RETENTION

FLAG® CONC. FOUND TIME

(ng) (ng)
C13-PFOA 12.0 9.81 81.7 4.82
C13-PFDA 120 947 79.0 5.72
(1) U = not detected
(2) R (%) = Percent recovery
. 11-05-2005
15105PFD1_1.xls, S23 Approved by: —//"“2—(———’ QAVQC Chemist dd-mm-yyyy

@)}K@ AXYS ANALYTICAL SERVICES LTI Po 80X 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., (ANADA VBL 358 TEL {250} 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01
PFOS_S1_Da Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sampla Collectlon: 15-Mar-2005 14:00
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample {D: L7685-7R
Matrix: SERUM Sample Sizo: 1.00 ml
Sampls Racelpt date: 17-Mar-2005 initlal Callbratlon Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrumant 1D: LC-MSmMS
Analysis Date: 22-Apr-2005 Time: 5:57:59 LE Column 1D: C18. Zorbax XDB
Extract Volume {mL): 2 Sample Datafile: PFS5G_0585087
Injection Voluma (uL): 300 Blank Data Fllename: PFS5G_0585026
Dijution Factor: N/A Multiple Cal. data Fllanames: PFSSG_0585050
PFS5G_0585062
Concentration Units : ng/ml. PFS6G_0585080
PFS5G_0585081

COMPOUND LAB CONC DETECTION RETENTION

FLAG ! FOUND LIMIT TIME
PFPeA 0.045 0.102 206
PFHxA 0.085 0171 261
PFHpA 171 0.0846 3y
PFOA 749 00354 536
PFNA 0631 00211 573
PFDA 0.315 00135 6.06
PFURA 0.050 0.0068 638
PFOoA 0033 00140 6.76
PFBS 0.253 00712 3.02
PFHxS 13.6 0.0617 552
PFOS (2] 0450 6.22
LABELED COMPOUND LAB SPIKE CONC. R {%)? RETENTION

FLAG® CONC. FOUND TIME

(ng) {ng)

13C-PFOA 120 103 856 5.36
13C-PFDA 12.0 114 853 608

(1) U = not detected
(2) R (%) = Percent recovery

10-05-2005
15625PFD2_2 M5, S14 Approved by LA%“'Q = QA/QC Chemist dd-mm-yyyy

O)K(O AXYS ANALYTICAL SERVICES LT R0 80X 7219, 2045 MILLS %D, WEST, SIDNEY, B C . CAHADA VBL 358 TEL {250) £55-5600 FAX (250) 655581}




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1AJ2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection; 15-Mar-2005 14:00
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7685-9R
Matrix: SERUM Sample Siza: 1.00 mL
Sample Recelpt date: 17-Mar-2005 Inilal Calibratlon Data: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrumont ID; LC-MS/MS
Analysis Date; 22-Apr-2005 Time: 6:10:52 LC Column ID; C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafils: PFSS8G_0585068
Injectlon Volume (ul); 300 Blank Data Filename: PFS5G_0585026
Dilutlon Factor; N/A Multiple Cal. data Fllenames: PFS5G_058S050
PFS5G_0585062
Concentration Unlts ; ng/mt. PFS6G_058S080
PFS5G_0585001

COMPOUND LAB CONC DETECTION RETENTION

FLAG® FOUND LIMIT TIME
PFPeA 0.061 00767 204
PFHxA 0070 00302 254
PFHpA 0778 00376 387
PFOA 388 00161 536
PFNA 0.805 0.0108 573
PFDA 0.355 00277 606
PFUNA 0084 00044 6.38
PFDoA 0010 00121 6.72
PFBS 0.144 00767 3.04
PFHxS 761 00440 552
PFOS 476 0.318 622
LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION

FLAG CONC. FOUND TIME

{ng) {n)

13C-PFOA 120 11.0 913 5.36
13C-PFDA 120 115 955 606

(1) U = not detected
(2) R (%) = Percen! recavery

10-05-2005
15625FFD2_2 s, 515 Approved by ./%‘é_‘__, QA/QC Chemist

dd-mm-yyyy

o AXYS ANALYTICAL SERVICES LT X 2219. 2045 MILLS RO WEST. SIDNEY, B € CANADA VBL 358 TEL (250) 855 5800 FAX (250) 6555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_DB Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collaction: 04-Mar-2005 09:15
Lab Nama: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7652-14R2
Matrix: SERUM Samplae Size: 1.00 mL
Sample Recelpt date: 09-Mar-2005 Initia) Calibration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrumant 1D: LC-MS/MS
Analysis Date: 22-Apr-2005 Time: 0:33:13 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Dataflio: PFS5G_0585042
Injection Volume (pL}): 300 Blank Data Filename: PFSSG,_0585026
Dilutlon Factor: NIA Multiple Cal. data Fllanames:  PFS5G_0585020
PFS5G_0585038
Concentration Units ; ng/mb. PFS5G_0588050
COMPOUND LAB CONC DETECTION RETENTION
FLAG™* FOUND LIMIT TIME
PFPeA 4] 0199
PFHxA 0099 00786 256
PFHpA 1.80 005886 389
PFOA 598 0.0342 534
PFNA 161 0.0098 573
PFDA 03g2 00126 6.06
PFURA 0259 00073 638
PFDoA 0048 00048 6.72
PFBS u 0.274
PFHxS 10.5 0.0540 582
PFOS 7o 0.175 822
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION
FLAG* CONC. FOUND TIME
(ng} (ng)
13C-PFOA 120 373 811 534
13C-PFDA 120 112 832 606
{1) U = not detected
{2) R (%) = Percen! recavery
10-05-2005
15625PFD1_2 ds, $11 Approved by: mﬂ?"’ - QA/QC Chemist dd-mmeyyyy

O AXYS ANALYTICAL SERVICES LTD 1tk 7219, 2045 HI1LS RD. WEST, SIDEY, B C . CAMADA VEL 358 TEL (250) 655-5800 FAX (250) 656:5811




AXYS METHOD MLA-031 Rev 01
PFOS_$1_DB Form 1AJ2
PERFLUORINATED SURFACTANT ANALYSIS REFQRT

Sample Collection: D4-Mar-2005 08:15
Lab Name: AXYS ANALYTICAL SERVICES
Contract Na.: 4191 Lab Sample (D: L7652-16R2
Matrix: SERUM Sample Size: 1.00 mbL
Sample Receipt date: 09-Mar-2005 Initlal Calibration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrument 1D; LC-MS/MS
Analysis Date: 22-Apr-2005 Time: 0:46:06 LC Column iD: C18, Zorbax XDB
Extract Volume (mL): 2 Samploe Datafite: PFS5G_0585043
inJection Voluma (pL): 300 Blank Data Fllename: PFS5G_0585026
Dliution Factor: N/A Multiple Cal. data Filenames:  PFS5G_0585029
PFS5G_0585038

Cancentratlon Units : ng/mL PFS5G_058S050
COMPOUND LAB CONC DETECTION RETENTION

FLAG" FOUND Linrr TIME
PFPeA U 0.148
PFHxA U 0.0792
PFHpA 0828 00594 391
PFOA 823 00185 538
PFNA 165 00093 574
PFDA 0.584 00117 607
PFUnA 0383 0.0121 6.38
PFDoA 0074 00153 672
PFBS 0172 00726 286
PFHxS i7.8 00442 5.53
PFOS 118 0.126 622
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION

FLAG CONC. FOUND TIME

{ng) {ng)

13C-PFOA 120 8.60 800 5§35
13C-PFDA 120 111 822 607

{1} U =not detected
{2) R (%} = Percenl recovery

. 10-05-2005
15825PFD1_2 s, $12 Approved by: ‘/@,—, QAJQC Chemist dd-mm-yyyy

e AXYS ANALYTICAL SERVICES LTD PO BOX 7219. 2045 BILS D WEST. SIDNEY, B €. CANADA VAL 358 TEL (250) £55-S600 FAX {250) 455 5811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1A72
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection; 02-Mar-2005 09:30
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4194 Lab Sample 1D: L7652-6R2
Matrix: SERUM Sample Size: 1.00 ml
Sample Recelpt date: 03-Mar-2005 Inltial Callbration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrument ID: LC-MS/MS
Analysls Date: 21-Apr-2005 Time: 22:33:33 LC Column ID; C18, Zothax XOB
Extract Voluma (mL): 2 Sample Dataflle: PFS5G_0585033
Injection Volume (pL): 300 Blank Data Fllenama; PFS5G_0583026
Dliution Factor: N/A Muitlple Cal. data Filenames:  PFS5G_0585029
PFS5G_0585038

Concentration Units ; ng/mb PFS5G_D58S5050
COMPOUND LAB CONGC DETECTION RETENTION

FLAG* FOUND LMt TIME
PFPeA u 0.203
PFHxA u 00831
PFHpA 0.101 006582 384
PFOA 696 00185 532
PFNA 115 0.0098 5.69
PFDA 0.169 0.0227 6.08
PFUnA 0.081 0.0069 6.38
PFDoA 0.035 0.0041 6.72
PFBS U 00519
PFHxS 489 0.150 550
PFOS 226 00847 622
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION

FLAG * CONC. FOUND TIME

(ng) {ng)

13CPFOA 12.0 108 90.4 532
13C-PFDA 120 12.7 106 608

(1} U =not detected
(2) R (%) = Percenl recovery

s, = osae
15625PFD1_2 ¥5, S5 Approved by: QA/QC Chemist

= dd-mm-yyyy

g6 ADCYS ANLALYT ICAL SERVICES LTI 20 80X 2219, 2045 WL RD WEST, SIHEY, 8. . CANADA VAL 358 TEL (250) §55:5800 FAX (250) 6555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1 D8 Form 1AJ2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Samptle Collection: 10-Mar-2005 16:25
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: 1.7657-11R2
Matrix: SERUM Sample Sfze: 1.00 mlL
Sample Recelpt date: 15-Mar-2005 inltial Callbration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrumant ID: LC-MS/MS
Analysls Data: 22-Apr-2005 Time: 3:47:39 LC Column ID: C18, Zorbax XDB
Extract Volums (mL): 2 Sample Datafile: PFS5G_058S057
injection Volume (uL): 300 Blank Data Fllename: PFSSG_6588026
Dilution Factor: N/A Multlple Cal. data Fllenames: PFS5G_058S050
PFS5G_0585062
Concentration Unlts ; ng/mb PFS5G_0585080
PFS5G_059S081

COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LIMIY TIME
PFPoA u 0180
PFHxA U 00340
PFHpA 0.228 0.0483 381
PFOA 678 0.0385 535
PFNA 0950 0.0204 574
PFDA 0290 0.0079 6.07
PFUnA 0.298 0.0045 638
PFDoA 0072 0 0057 672
PFBS U 0.0708
PFHxS 728 0.0466 551
PFOS 21D 0103 622
LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION

FLAG CONC. FOUND TIME

(ng) {ng)

{3CPFOA 120 121 101 535
13C-PFDA 120 142 118 607

{1} U =not detected
{2) R (%) = Percent recovery

10-05-2008
15625PFD2_2 xis. S7 Approved by: -/ﬂ/‘é’“"c:%:__ QAJQC Chemist

dd-mmryyyy

Ol AXYS ANALYTICAL SERNVICES LTI o a0%2219. 2045 MILS RD. WEST. SIDNEY, B €. CARADA VAL 358 TEL (250) 655 5600 FAX (250) £55 5811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_DB Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collectlon: 08-Mar-2005 18:10
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4181 Lab Sample ID: L7652-28R2
Matrix: SERUM Sample Size: 100 mbL
Sample Recelpt date: 10-Mar-2005 Inttiat Calibration Date: BRACKETING CAL
Extraction Data: 21-Apr-2005 instrument 1D: LC-MSMS
Analysis Date: 22-Apr-2005 Time: 1:50:11 LC Column ID: C18, Zorbax XDB
Extract Volume {ml): 2 Sample Datafile: PFS5G_0585048
Injection Volume (uL): 30.0 Blank Data Flloname: PFS5G_0585026
Dltution Factor: N/A Multiple Cal. data Fllenames: ~ PFS5G_0585029
PFS5G_0585038

Concentration Units © ng/ml. PF55G_0588050
COMPOUND LAB CONC DETECTION RETENTION

FLAG ' FOUND LIMIT TIME
PFPeA u 0147
PFHxA U 00599
PFHpA 0047 00417 383
PFOA 5.35 0.0424 535
PFNA 0568 00110 5.74
PFDA 0.180 00087 607
PFUDA 0051 00087 638
PFDoA 0.035 0.0100 672
PFBS u 0.0621
PFHXS 239 0.0142 553
PFOS 204 0127 622
LABELED COMPOUND LAB SPIKE CONC. R{%? RETENTION

FLAG® CONC. FOUND TIME

(ng) (ng)
13C-PFOA 120 10.8 904 535
13C-PFDA 120 136 114 607
(1) U = not delected
(2) R (%) = Percent recavery
0-05-2005

15625PFD1_2 ofs. $17 Approved by; \/%3’-%_:_/ QAJQC Chemist d1d-mm-ym

Ol AXYS ANALYTICAL SERVICES LTID r0 60X 2217 2045 RILLS RD WEST. SIDKEY, BC. (AAR V8L 358 TEL (250} 655-5800 FAX (250} 4555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1A72
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Colloctlon: 10-Mar-2005 16:25
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7657-13R2
Matrix: SERUM Sample Slze; 1.00 mL
Sample Recelpt date: 15-Mar-2005 initlal Calibration Date: BRACKETING CAL
Extraction Date; 21-Apr-2005 Instrument ID: LC-MS/MS
Analysis Date: 22-Apr-2005 Time: 4:00:32 LC Column ID: C18. Zorbax XDB
Extract Volume (ml); 2 Sample Datafile: PFS5G_0585058
Injaction Volusne (uL): 300 Blank Data Filename: PFS5G_0585026
Dilutlon Factor: N/A Multiplo Cal. data Fllanames: PFS56G_0585050
PFS5G_0585062
Concentration Units ; ng/mbL PFS5G_058S080
PFS5G_058S081

COMPOUND LAB CONC DETECTION RETENTION

FLAG? FOUND LiMiT TIME
PFPeA 0025 0223 2.00
PFHxA u 0.0645
FFHpA 0.101 0.0849 381
PFOA 756 0.0302 534
PFNA 0810 00112 573
PFDA 0.234 00330 6.06
PFUnA 0117 00142 636
PFOoA 0036 00137 672
PFBS u 0.0850
PFHxS 742 0.0858 5.50
PFOS 17.3 0.136 6.18
LABELED COMPOUND L.AB SPIKE CONC. R (%) RETENTION

FLAG" CONC. FOQUND TIME

(ng) (ng)

13C-PFOA 120 114 954 532
13C-PFDA 120 131 109 606

{1) U = not detected
{2) R (%) = Percent recovery

4 o - 10-05-2005
15625PFD2_2 xs. S8 Appraved by; — QA/QC Chemist dd-mm-yyyy

g A>cys ANALYTICAL SERVICES LT 08 2219, 2045 MILS R WESY. SIDNEY, B.C.. CAHADA VBL 358 TEL (250) 655 SBOD FAX (250 6555811




AXYS METHOD MLA-031 Rev 01
PFOS_51_D8

Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Cantract No.: 4191
Matrix: SERUM
Sample Recelpt date: 10-Mar-2005
Extraction Date: 21-Apr-2005
Analysis Date: 22-Apr-2005

Extract Volume (mL): 2

Sample Caollsction:

08-Mar-2005 18:10

Injection Valume {uL): 300
Dilution Factor: N/A
Concentration Units : ng/mL

COMPOUND

PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFUnA
PFDoA
PFBS
PFHxS
PFOS

LABELED COMPOUND

13C-PFOA
13C-PFDA

{1} U =notdetected

(2} R (%) = Percent recovery

15825PFD1_2 xis. S14

Approved by,

Lab Sampls ID: L7652-23R2
Sampla Size: 1.00 mb
Inltlal Callbration Date: BRACKETING CAL
Instrument 1D: LC-MSIMS
Time: 1:11:35 LC Column ID: €18, Zorbax XDB
Sample Datafile: PFS5G_0585045
Blank Data Fllenama: PFS5G_0585026
Mutltiple Cal. data Filenames:  PFS5G_0585020
PFS5G_058S038
PFS5G_058S5050
LAB CONC DETECTION RETENTION
FLAG* FOUND LIMIT TIME
U 0169
v 00952
U 00358
314 00459 5.36
0.427 00164 573
0199 0.0143 610
0080 0.0188 6.40
0025 00194 8.77
U 00540
122 0.0525 554
11.2 0188 622
LAB SPIKE CONC. R (%)* RETENTION
FLAG® CONC. FOUND TIME
(ng) (ng)
120 107 895 536
120 133 111 606
r/é, @ 10-05-2005
o QA/QC Chemlst dd-mm-yyyy

g AxvYs ANALYTICAL SERVICES LTD PO BOX 2219, 2045 MILLS RD WEST. SIDNEY. B C. CANADA VBL 358 TEL (250) 655-5800 FAX {250) 455-5811




AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:

Extract Volume {mL.):

Injection Volume (pL.):

Ditution Factor:

Concentration Units :

COMPOUND

PFBA
PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFUnA
PFDoA
PFTA
PFBS
PFHxS
PFOS

LABELED COMPOUND

C13-PFOA
C13-PFDA

(1) U = not detected

4191
SERUM
02-Feb-2005
16-Feb-2005
17-Feb-2005 Time: 20:16:57
2
30.0
NIA
ng/mlL
LAB CONC
FLAG* FOUND
V]
V]
U
0.369
12.1
0.431
0.142
0.133
U
u
u
1.93
9.78
LAB SPIKE
FLAG' CONC.
(ng)
12.0
12.0

(2} R (%) = Percent recovery

15105PFD1_1 xls. S4

Approved by:

Sample Collection:

Lab Sample ID:
Sample Size:

Initial Calibration Date:
Instrument ID:

LC Column ID:

Sample Datafile:

Blank Data Filename:

Cal. Ver. Data Filename:

CLIENT ID:

01-Feb-2005 13:15

L7602-2Ri

2.00 mbL
17-Feb-2005
LC-MS/MS

C18, Zorbax XDB
PFS5G_027542
PFS5G_027S40

PFS5G_027S37

DETECTION RETENTION
LIMIT TIME
231
0.879
0.415
0.0381 3.22
0.0930 484
0.0062 5.38
0.0161 5.76
0.0022 6.07
0.0150
0.0053
0.0612
0.0125 5.28
0.0358 5.99
CONC. R (%)z RETENTION
FOUND TIME
(ng)
10.0 83.6 4.84
9.14 76.1 5.76
11-05-2005
QA/QC Chemist dd-mm-yyyy

gli8 AXYS ANALYTICAL SERVICES

LT PO, BOX 2219, 2045 MILLS RD. WEST, SIONEY, 8.0, CANADA VAL 358 TEL (250) 8555800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume {mL):
Injection Yolume (pL):
Dilution Factor:

Concentration Units :

COMPOUND

PFBA
PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFUNA
PFDoA
PFTA
PFBS
PFHxS
PFOS

LABELED COMPOUND

C13-PFOA
C13-PFDA

(1) U = not detected

4191
SERUM
02-Feb-2005
16-Feb-2005
17-Feb-2005 Time: 20:29:56
2
30.0
N/A
ng/mL
LAB CONC
FLAG® FOUND
u
U
V)
0.206
143
0.549
0.149
0.067
U
U
U
2.10
8.90
LAB SPIKE
FLAG® CONC.
{ng)
12.0
12.0

(2) R (%) = Percent recovery

15105PFD1_1.xs, 85

Approved by:

paim2_-

Sample Collection:

Lab Sample ID:
Sample Size:

Initial Calibration Date:
Instrument ID:

LC Column 1D:

Sample Datafile:

Blank Data Filename:

Cal. Ver. Data Filename:

CLIENT ID:

01-Feb-2005 13:15

L7602-3R i
2.00 mL
17-Feb-2005
LC-MS/MS

C18, Zorbax XDB
PFS5G_027543
PFS5G_027540

PFS5G_027S37

DETECTION RETENTION
LIMIT TIME
1.94
1.41
0.387
0.0350 324
0.0761 4.86
0.0048 538
0.0034 576
0.0118 6.06
0.0164
0.0066
0.0780
0.0110 5.28
0.0321 6.01
CONC. R (%) RETENTION
FOUND TIME
{ng)
8.97 748 4.86
8.77 731 5.76
11-05-2005
= QA/QC Chemist dd-mm-yyyy

90 AXYS ANALYTICAL SERVICES LTI 103052219,

2045 MILLS RD. WEST, SIDREY, B.., (ANADA VBL 398 TEL (250) 555-5800 FAX (250) 4555811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume (mL):
injection Volume (pL):
Dilution Factor:

Concentration Units :

COMPOUND

PFBA
PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFURA
PFDoA
PFTA
PFBS
PFHxS
PFOS

LABELED COMPOUND

C13-PFOA
C13-PFDA

(1) U = not detected

4191
SERUM
19-Feb-2005
21-Feb-2005
21-Feb-2005 Time: 16:20:21
2
30.0
N/A
ng/mL
LAB CONC
FLAG® FOUND
V]
9}
U
0.070
354
1.22
0.311
0.158
0.026
U
U
1.92
8.51
LAB SPIKE
FLAG" CONC.
(ng)
12.0
12.0

(2) R (%) = Percent recovery

15143PFD1_1.xls. S3

Approved by:

e

P

Sample Collection:

Lab Sample ID:
Sample Size:

Initial Calibration Date:
Instrument 1D:

LC Column I1D:

Sample Datafile:

Blank Data Filename:

Cal. Ver. Data Filename:

DETECTION
LiMIT

1.55
0.743
0.119

0.0219
0.193
0.0072
0.0042
0.0063
0.0114
0.0048
0.0564
0.0074
0.0399

CONC.
FOUND

{ng)

R (%)

109
11.2

90.5
93.1

QA/QC Chemist

CLIENT ID:

17-Feb-2005 18:30

L7620-7
2.00 mL
17-Feb-2005
LC-MSMS

C18, Zorbax XDB
PFS5G_029S09

PFS5G_029508

PFS5G_029505

RETENTION
TIME

34
4.92
5.38
5.76
6.06
6.41

5.31
5.99

RETENTION
TIME

4.90
5.76

11-05-2005
dd-mm-yyyy

M

NE AXYS ANALYTICAL SERNVICES LTED P) B0X 2219, 2045 MLLS &b WEST, SIDNEY, B.C., (ANADA V8L 358 TEL (250) 655-5800 FAX (250) 635-5811



AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1A72
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 02-Mar-2005 15:30
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7657-1R2
Matrix: SERUM Sample Size: 1.00 mbL
Sample Recelpt date: 04-Mar-2005 Initial Callbratlon Date: BRACKETING CAL
Extraction datae: 21-Apr-2005 Instrument 1D: LC-MS/MS
Analysis datae: 22-Apr-2005 Time: 2:42:48 LE Column ID: €18, Zarbax XDB
Extract Volume (mL): 2 Sample data Fllename: PFS5G_0585052
injection Volume (sL.): 300 Blank data Fllenama: PFS5G_0585026
Dilutlon Factor: NIA Multiple Cal. data Fllenames: PFS5G_0585050
PFS5G_0585062
Concentration Units : ng/mi. PFS5G_0585080
PFS5G_0588081
COMPOUND LAB CONC DETECTION RETENTION
FLAG* FOUND LIMIT TIME
PFPeA 0.055 0.146 209
PFHxA U 0.0450
PFHpA 129 00822 379
PFOA 444 00685 534
PFNA 142 00153 573
PFDA 0.302 00139 6 06
PFUnA 0080 00149 6.38
PFDoA 0.031 0.0089 672
PFES U 0.149
PFHxS 11.8 00743 5.52
PFQOS 552 0491 622
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION
FLAG* CONC. FOUND TIME
(ng) {ng)
13C-PFOA 120 9.49 791 534
13CPFDA 120 120 999 6 06

(1) U = nol detected
(2) R (%) = Percent recavery

A%‘,. - 10-65-2005
15825PFD2_2 5. 52 Approved by: ‘ s QA/QC Chemlst dd-mm-yyyy

e AXYS ANALYTICAL SERVICES LTLD R 8052219, 2045 AILS RD. WEST, SIPNEY. B.C. CARDA Va1 358 TEL (2501 455-380D FAX (230} 8555811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8B Form 1AJ2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Callection; 02-Mar-2005 13:17
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4181 Lab Sample ID; L7657-3R2
Matrix: SERUM Sample Slze: 1.00 ml.
Sample Recelpt date: 04-Mar-2005 Initlal Calibration Date: BRACKETING CAL
Extraction Date; 21-Apr-2005 Instrirmant ID: LC-MSMS
Analysls Date: 22-Apr-2005 Time: 3:09:01 LC Column iD: C18. Zorbax XDB
Extract Volumse (mL): 2 Sample Datafile; PFS5G_0585054
Injoction Volume (pL): 300 Blank Data Fllename: PFS5G_0585026
Dilutlon Factor: N/A Multipla Cal. data Filenames; PFS5G_0565050
PFS5G_D585062
Concentration Units ; ng/mbL PFS5G_0585080
PFS5G_0585081

COMPOUND LAB CORC DETECTION RETENTION

FLAG* FOUND LINIT TIME
PFPoA 0029 0138 204
PFHxA 0046 0.07¢8 254
PFHpA 0.652 00459 389
PFOA 371 00394 5.34
PFNA 113 o027 573
PFDA 0453 00154 6.06
PFURA 0259 0.0062 638
PFDoA 0045 0.0106 672
PFBS u 0 0536
PFHxS 112 00450 5.50
PFOS 511 0473 622
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION

FLAG* CONC. FOUND TIME

(ng) (ng)

13C-PFOA 120 116 970 5.34
13C-PFDA 12.0 124 101 6.06

{1) U = not detected
(2} R (%) = Percent recovery

- 10-05-2005
15625PFD2_2 s, S4 Approved by; -4%2—53-/ QA/QC Chemist

dd-mm-yyyy

O AXYS ANALYT ICAL SERNVICES LT b0 80X 2219, 2045 WILS RD WEST. SIONEY, B €. CAYADA VEL 358 TEL {250) 655-5800 FAX, (250) 655-5811




AXYS METHOD MLA-031 Rav 01

PFOS_S1_D8

Form 1A/2

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Recelpt date:
Extraction Date:
Analysis Date:
Extract Volume (mL):
Injection Volume {uL):
Dilution Factor:

Concentration Unis :

COMPOUND

PFPeA
PFHxA
PFHpA
PFOA
PFNA

PFUnA
FFDoA
PFBS
PFHxS
PFOS

LABELED COMPOUND

13C-PFOA
13C-PFDA

{1) U = not detected

4101
SERUM
04-Mar-2005
21-Apr-2005
22-Apr-2005
2

30.0

NIA

ng/mL

(2) R {%} = Percent recovery

15625PFD2_2 X1, S3

Approved by,

Time: 2:56:05

LAB
FLAG*

CONC
FOUND

0124

1.28
17
149
0598
0.212
0030
0228
273
918

LAB
FLAG "

SPIKE
CONC.

(ng)

120
120

ez, -

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collectlon:

Lab Sample ID:
Sample Skze:

Initlal Callbratlon Date:
Instrument ID:

L.C Column ID;

Sample Dataflle:

Blank Data Filename:

Mulllple Cal. data Fllapames:

02-Mar-2005 13:15

L7657-2R2

1.00 ml
BRACKETING CAL
LC-MSMS

C18. Zorbax XDB
PFS5G_0585053
PFS5G_0585026

PFS5G_0585050

PFS5G_0588062
PFS85G_0588080
PFS5G_0585081
DETECTION RETENTION
LIMIT TIME
0160 2.00
0.152
0.0439 asr
0.0388 533
00139 570
0.0175 6.07
0.0057 636
0.0101 677
00716 301
00272 5.51
0.850 618
CONC, R (%) RETENTION
FOUND TIME
{ng)
118 982 533
128 108 607
QA/QC Chemist

10.05-2005
dd-mm-yyyy

Ol Axvys ANALYTICAL SERVICES LTI 80 o)X 2219, 2045 MILES RD WEST. SIDHEY. B (. CANADA VBL 358 TEL (250} 6555800 FAX (250) 8554811



AXYS METHOD MLA-031 Rav 01
PFOS_S1_D8 Form 1AJ2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collectlon: 03-Mar-2005 16:07
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Samplo ID: L7662-18R2
Matrix: SERUM Sample Siza: 1.00 ml
Sample Receipt date: 09-Mar-2005 Inital Calibration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrument 1D: LC-MS/MS
Analysis Date: 22-Apr-2005 Time: 0:58:58 LC Column 1D; C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafila: PFS5G_0585044
injection Volume (pL): 300 Blank Data Filename: PFS5G_0585026
Dilution Factos: N/A Multiple Cal. data Filenames:  PFS5G_0585028
PFS5G_0585038

Concentratlon Unlts : ng/mL PFS5G_058S050
COMPOUND LAB CONC DETECTION RETENTION

FLAG * FOUND LT TIME
PFPeA U 0.297
PFHxA U 0.0011
PFHpA 0092 00750 376
PFOA 6385 00778 545
PFNA 1.08 0.0464 581
PFDA 0.352 0.0080 618
PFUnA 0160 0.0843 651
PFDoA 0041 0.0237 685
PFBS U 0144
PFHxS 322 00650 562
PFOS 431 0.128 6.34
LABELED COMPOUND LAB SPIKE CONC. R (% RETENTION

FLAG® CONC. FOUND TIME

{ng) {ng)
13C-FFOA 120 128 106 545
13C-PFDA 120 138 115 618
{1} U= not delected
{2) R (%) = Percent recovery
10-05-2005
15625PFD1_2 s, $13 Approved by: ,%4‘[& b QA/QC Chemist

dd-mm-yyyy

€l AXYS ANALYT ICAL SERVICES LTI 10 50% 2209, 2045 Mt 15 WEST, SIDHEY. B.C . CAADA V6L 358 TEL {250) 4555800 FAX (250} 455-5811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1A12

PERFLUGCRINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 26-Feb-2005 10:05
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4194 Lab Sample 1D: L7652-3R2
Matrix: SERUM Sample Size: 100 mL
Sample Recalpt date; 02-Mar-2005 Intlal Calibration Date: BRACKETING CAL
Extraction Data: 21-Apr-2005 Instrument ID: LC-MS/MS
Analysls Date: 21-Apr-2005 Time: 22:20:36 LC Column ID: C18, Zorbax XDB
Extract Voluma (mL): 2 Sampla Datafila: PFS5G_058S032
Injection Volume {uL): 300 Blank Data Fllename: PFS5G_0585026
Dllutlon Factor: NIA Muttlple Cal, data Fllenames: PF85G_0585029
PFS5G_D585038

Concantration Unlts ; ng/mb PFS5G_0588050
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LIMIT TIME
PFPeA u 0178
PFHxA U 00818
PFHpA u 0.0414
PFOA 3.89 00280 6.34
PFNA 0895 0.0189 5.73
PFDA 0.354 0.0131 6.086
PFUnA 0416 00248 6.38
PFDoA 0082 00147 6.72
PFBS u 0116
PFHxS 3.00 0.0466 552
PFOS 212 0.0812 622
LABELED COMPOUND LAB SPIKE CONC. R (%)° RETENTION

FLAG* CONC. FOUND TIME

{ng) (ng)
13CPFOA 120 116 96.5 5.34
13C-PFDA 12.0 126 105 808
(1) U = not detected
(2) R (%) = Percent recovery
15626PFED1_2 x5 54 Approved by: M = QA/QC Chemist

10-05-2005
od-mm-yyyy

e Axvys ANALYTICAL SERVICES LTD £0 BOX 2219. 2045 MILLS R WEST. SIDNEY, 8.C.. CANADA VAL 358 TEL 250) 6555800 FAX (250) 6555811




AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 . Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 31-Jan-2005 10:00
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7602-5R i
Matrix: SERUM Sample Size: 2.00 mL
Sample Receipt Date: 02-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 16-Feb-2005 Instrument 1D: LC-MS/MS
Analysis Date: 17-Feb-2005 Time: 20:55:47 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_027545
Injection Volume {pL}): 30.0 Blank Data Filename: PFS5G_027S40
Dilution Factor: N/A Cal. Ver. Data Filename: PFS5G_027S37
Concentration Units : ng/mt.
COMPOUND LAB CONC DETECTION RETENTION
FLAG' FOUND LIMIT TIME
PFBA U 2.09
PFPeA u 1.35
PFHxA u 0.345
PFHpA 0.883 0.0256 3.22
PFOA 58.3 0.327 4.88
PFNA 0.946 0.0044 5.38
PFDA 0.419 0.0138 5.76
PFUnA 0.195 0.0114 6.06
PFDoA 0.039 0.0071 6.41
PFTA U 0.0145
PFBS 0.167 0.0730 2.86
PFHxS 259 0.0169 531
PFOS 68.1 0.205 5.99
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION
FLAG* CONC. FOUND TIME
{ng} (ng)
C13-PFOA 12.0 9.88 824 4.86
C13-PFDA 12.0 7.96 66.3 5.76

(1} U = not detected
(2) R (%) = Percent recovery

@_: ) 11-05-2005
15105PFD1_1.xls, $7 Approved by: QA/QC Chemist dd-mm-yyyy

@X: AXYS ANALYTICAIL SERNVICES LT P0.B0X 2215, 2045 MILLS RD. WEST, SIDNEY, 8.C, CANADA V8L 356 TEL (2507 655-5800 FAX (250} 655-5811




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

CLIENT ID:

Sample Collection: 31-Jan-2005 10:00
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7602-6R i
Matrix: SERUM Sample Size: 2.00 mL
Sample Receipt Date: 02-Feb-2005 Initial Calibration Date: 17-Feb-2005
Extraction Date: 16-Feb-2005 instrument (D: LC-MS/MS
Analysis Date: 17-Feb-2005 Time: 21:08:47 LC Column iD: C18, Zorbax XDB
Extract Volume {mL): 2 Sample Datafile: PFS5G_027546
Injection Volume (pL): 30.0 Blank Data Filename: PFS5G_027340
Dilution Factor: N/A Cal. Ver. Data Filename: PFS5G_027837
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION RETENTION
FLAG* FOUND LIMIT TIME
PFBA U 2.21
PFPeA U 1.28
PFHxA U 1.03
PFHpA 0.748 0.0443 322
PFOA 39.8 2.36 5.00
PFNA 0.902 0.0086 5.56
PFDA 0.368 0.0070 5.92
PFURA 0.160 0.0025 6.23
PFDoOA U 0.0210
PFTA u 0.0037
PFBS 0.290 0.106 2.82
PFHxS 156 0.0091 545
PFOS 46.5 0.547 6.17
LABELED COMPOUND LAB SPIKE CONC. R (%)’ RETENTION
FLAG® CONC. FOUND TIME
{ng) (ng)
C13-PFOA 120 9.16 76.3 4.98
C13-PFDA 120 8.04 67.0 592

(1) U = not detected
(2) R (%) = Percent recovery

-/@_‘_/ . 11-05-2005
15105PFD1_1.x1s, S8 Approved by: > QA/QC Chemist dd-mm-yyyy

gl AXYS ANALYTHCZAL SERVICES LTID o 8o 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA V8L 358 TEL (250) 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rav 01

PFOS_S1_08 Farm 1AJ2
PERFLUORINATED SURFACTANT ANALYSIS REPORT
Sampla Collection: 29-Mar-2005 09:15
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7714-23R
Matrix: SERUM Sample Size: 1.00 mb
Sample Recelpt data; 01-Apr-2005 Initlat Callbration Date: BRACKETING CAL
Extraction Date: 21-Apr-2005 Instrument ID: LC-MSMS
Analysis Date: 22-Apr-2005 Time: 8:06:47 LC Column 1D; €18, Zorbax XDB
Extract Volume {mL}): Sample Dataflle: PFS5G_0585077
Injection Volume {uL):  30.0 Blank Data Fllenama: PFS5G_05885026
Dliutlon Factor; N/A Multlple Cal. data Fllenames: PFS5G_056S050
PFS5G_0585062
Concentration Units ; ng/ml PFSSG, 0565080
PFS5G_05885081
COMPOUND LAB CONC DETECTION RETENTION
FLAG FOUND LIMIT TIME
PFPeA u 0.182
PFHxA u 00301
PFHpA 0822 0.0582 389
PFOA 23.1 0.0631 536
PFNA 0.689 00234 573
PFDA 0233 0.0077 6.10
PFUnA 0169 0.0130 640
PFDoA 0.023 0 0025 6.76
PFBS 0.138 00601 294
PFHxS 5.56 0.785 552
PFOS 292 0256 6.22
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION
FLAG* CONC. FOUND TIME
{ng) (ng)
13C-FFOA i20 101 B4 1 536
13C-PFDA i20 124 104 6.10
(1) U = not detected
{2) R (%) = Percent recovery
% P 10-05-200%
15625PFD2_2 xis. S24 Approved by, e . QAJQC Chemist dd-mm yyyy

0)}{(0 AXYS ANALYTICAL SERWVICES LT 0 8ox 19, 2045 RILLS RD WEST, SIDNEY. B C, CAHADA VBL 358 TEL {250) £55-580D FAX (250) 455581)




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D8 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:
Lsb Name: AXYS ANALYTICAL SERVICES

Contract No.: 4194 Lab Sample ID;
Matrix: SERUM Sample Slze:
Sample Recelpt date: 15-Mar-2005 Inttial Calibratlon Date:
Extractlon Date: 21-Apr-2005 Instrument ID:
Analysls Date: 22-Apr-2005 Tima: 4:26:41 LC Cotumn ID;
Extract Volume {mL): 2 Sample Dataflle;
Injaction Volume {yL): 300 Blank Data Fllename:
Dilution Factor: N/A Mutiipla Cal. data Fllenames:
Cancentration Units : ng/mL
COMPOUND LAB CONC DETECTION
FLAG 1 FOUND LIMIT
PFPeA 0106 0186
PFHxA u 00454
PFHpA 0972 0.0548
PFOA 578 0.0385
PFNA 301 00188
PFDA 0346 00144
PFUnA 0.108 0.0086
PFDoA 0022 0.0051
PFBS u 00318
PFHxS 137 00405
PFOS 704 0339
LABELED COMPOUND LAB SPIKE CONC. R ()2
FLAG® CONC. FOUND
{ng) {ng)
13CPFOA 120 sgr 831
13C-FFDA 120 122 102

{1} U = not detecled
(2) R (%) = Percent recovery

12-Mar-2005 10:05

L7657-20R2
100 mb
BRACKETING CAL
LC-MS/MS
C18. Zorbax XDB
PFS5G_0585060
PFS5G_0585026
PFS5G_0585050
PFS5G_0585062
PFS5G_0585080
PFS5G_0585081
RETENTION
TIME
201
g
536
573
6.06
638
672

552
622

RETENTION
TIME

536
606

15625PFD2_2.4s. S0 Approved by ‘/:@',::Q ' QA/QC Chemis

10-05-2005
gd-mm-yyyy

D)

0 AXYSs ANALYTICAL SERVICES LTD PO BOX 2219. 2045 MILLS KD WEST, SIDKEY, 8. . CANADA VBL 35B TEL (7505 £55-580D FAX (250) 4555811




AXYS METHOD MLA-031 Rav 04
PFOS_S1_D8 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Colisction: 12-Mar-2005 10:10

Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4181 Lab Sample ID: L7657-21R2
Matrix: SERUM Sample Size: 1.00 mL
Sample Recelpt date: 15-Mar-2005 Inltial Calibration Date: BRACKETING CAL
Extractlon Date: 21-Apr-2005 Instrumant ID; LC-MSMS
Analysls Date; 22-Apr-2005 Time: 5:18:53 LC Column ID: C18. Zorbax XDB
Extract Volume (mL): 2 Sample Dataflla; PFS5G_0585064
Injactlon Volume (pL): 30.0 Blank Data Fllename: PFS5G_0585026
Dllutlon Factor: N/A Multiple Cal. data Filenames: PFS5G_0585050

PFS5G_0585062
Concentration Units : ng/mbL PFS5G_0585080

PFS5G_0585081
COMPOUND LAB CONC DETECTION RETENTION

FLAG® FOUND LIMIT TIME
PFPaA 0053 0152 204
PFHxA u 00295
PFHpA u 0.0481
FFOA 321 0.0521 538
PFNA 148 0.0113 577
PFDA 0.290 0.0054 610
PFUnA 0.093 0.0090 640
PFDoA 0032 00054 676
PFBS u 00613
PFHxS 117 00206 554
PFOS 576 0528 622
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION
FLAG* CONC, FOUND TIME
(ng) (ng)

13CPFOA 120 111 923 5.38
13C-PFDA 120 1.3 94 1 610

(1) U = not delected
(2} R (%) = Percent recovery

10-05-2008
15625FFD2_2 ds. S11 Approved by: \,@ - QA/QC Chemist ad-mm-yyyy

0)]{(@ AXYS ANALYTICAL SERVICES LT DD 00 80X 2219, 2045 MHLS RD. WEST, SIDNEY, B € CANADA V8L 358 1EL (250) 655 5800 FAX (250) 4555611




AXYS METHOD MLA-031 Rav 01

PFOS_51_D8 Form 1AJ2
PERFLUORINATED SURFACTANT ANALYSIS REPORT
Sample Collectlon: 09-Mar-2005 14:30
Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sampla [D: L7657-5R2
Matrix: SERUM Sample Size; 100 mL
Sample Recelpt date: 10-Mar-2005 Initlal Callbration Date: BRACKETING CAL
Extractlon Date; 21-Apr-2005 Instrument ID: LC-MSMS
Analysls Date: 22-Apr-2005 Time: 3:21:54 LC Column {D: C18, Zorbax XDB
Extract Votlume (mL); 2 Sample Datafile; PFS5G_058S055
injsction Voluma (ul.): 30.0 Blank Data Filename: PFS5G_0585026
Dilution Factor: NIA Multiple Cal. data Filenames: PFS5G_0585050
PFS5G_0585062
Concentration Units : ngimbL PFS5G_0585080
PFS5G_0585081

COMPQUND LAB CONC DETECTION RETENTION

FLAG® FOUND LIMIT TIME
PFPeA 288 0219 187
PFHxA u 0.150
PFHpA 0.088 00485 3.82
PFOA 221 00510 536
PFNA 0575 00103 573
PFDA 0193 00103 6.06
PFUnA 0182 00162 638
PFDoA 0027 0.0160 672
PFBS u 0.125
PFHxS 410 0.354 5§52
PFOS 788 0.0017 6.22
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION

FLAG* CONC. FOUND TIME

{ng) (rg)
13C-PFOA 120 111 823 536
13C-PFDA 120 123 102 606
{1} U = not detected
(2) R {%) = Percent recavery
-44‘/‘:—3 10-05-2005
15625PFD2_2 o5, S5 Approved by: = QA/QC Chemist do-mm-yyyy

g6 AXxYs ANALYTICAL SERVICES LTID PO BOX 2219, 2045 MILLS D WEST, SIDREY, B.C.. CAADA 8L 358 TEL (250) 455-5800 FAX {250} 4555811




AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume (mL):
Injection Volume (pL):
Dilution Factor:

Concentration Units :

COMPOUND

PFBA
PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFURA
PFDoA
PFTA
PFBS
PFHxS
PFOS

LABELED COMPOUND

C13-PFOA
C13-PFDA

(1) U = not detected

4191
BLOOD
18-Feb-2005
02-Mar-2005
17-Mar-2005 Time: 5:10:26
2

30.0

N/A

ng/g {wet weight basis)

LAB CONC
FLAG® FOUND
v
U
4.22
0.538
u
V]
U
u
414
7.95
LAB SPIKE
FLAG® CONC.
(ng)
12.0
12.0

(2) Detection limits are lab blank corrected
(3} R (%) = Percent recovery

15215PFD1_2.xis, 54

Approved by:

s~

Sample Collection:

Lab Sample ID:
Sample Size:

Initial Calibration Date:
Instrument ID:

LC Column ID:

Sample Datafile:

Blank Data Filename:

Cal. Ver. Data Filename:

DETECTION
Limir?

0.879
0.578
0.445
0.233
0.234
0.132
0.0630

0.0750
0.336
0.148

CONC.
FOUND
(ng)

R (%)

11.6 96.8
12.7 106

CLIENT ID:

15-Feb-2005 13:40

L7620-6 i2
2.00 g (wet)
17-Mar-2005

LC-MS/MS

C18, Zorbax XDB
PFS5G_038S62
PFS5G_038558

PFS5G_038567

RETENTION
TIME

4.94
545

5.38
6.11

RETENTION
TIME

4.94
5.79

QA/QC Chemist

11-05-2005
dd-mm-yyyy

Q)x(@ AXYS ANALYTICAL SERVICES LTD ro 80x 2219, 2045 MILLS RD. WEST, SIDNEY, B.C, CANADA V8L 358 TEL (250) 855-5800 FAX (250) 855-5811




AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 17-Feb-2005 18:30

Lab Name: AXYS ANALYTICAL SERVICES
Contract No.: 4191 Lab Sample ID: L7620-8 i2
Matrix: BLOOD Sample Size: 1.94 g {wet)
Sample Receipt Date: 19-Feb-2005 Initial Calibration Date: 17-Mar-2005
Extraction Date: 02-Mar-2005 Instrument ID: LC-MS/MS
Analysis Date: 17-Mar-2005 Time: 5:23:26 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_038S63
Injection Volume (pL): 30.0 Blank Data Filename: PFS5G_038S58
Ditution Factor: N/A Cal. Ver. Data Filename: PFS5G_038S67
Concentration Units : ng/g (wet weight basis)
COMPOUND LAB CONC DETECTION RETENTION

FLAG' FOUND LIMIT? TIME
PFBA
PFPeA
PFHxA 1.28 0.906 251
PFHpA 0.760 0.595 343
PFOA 298 0.416 4.96
PFNA 0.779 0.240 5.45
PFDA 0.275 0.241 5.80
PFUnA 0.139 0.136 6.14
PFDoA u 0.0649
PFTA
PFBS 0.443 0.0773 3.02
PFHxS 243 0.345 5.38
PFOS 8.30 0.118 6.12
LABELED COMPOUND LAB SPIKE CONC. R (%) RETENTION

FLAG® CONC. FOUND TIME

(ng) (ng)
C13-PFOA 12.0 115 96.2 494
C13-PFDA 12.0 105 875 579
(1) U = not detected
(2) Detection limits are lab blank corrected
(3) R (%) = Percent recovery
- 11-05-2005
15215PFD1_2.xls, S5 Approved by: J%& QAJQC Chemist dd-mm-yyyy

g0 AXYS ANALYT KCAL SERVICES LT LD e 80X 2219, 1045 MILLS 8D, WEST, SIDNEY, B.C., CANADA V3L 358 TEL (250} 655-5800 FAX {250) 655-5811




AXYS METHOD MLA-031 Rev 01

PFOS_81_D2

Form t1A/2

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume (mL):
Injection Volume {uL):
Dilution Factor:

Concentration Units :

COMPOUND

PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFUNRA
PFDoA
PFTA
PFBS
PFHxS
PFOS

LABELED COMPOUND

C13-PFDA

(1) U = not detected

4191
WATER
25-Nov-2004
02-Dec-2004
03-Dec-2004 Time: 20:37.58
2
100
N/A
ng/mL
LAB CONC
FLAG* FOUND 2
0.433
0.207
0.011
0.036
U
1]
U
U
[§]
0.013
u
U
LAB SPIKE
FLAG* CONC.
(ng)
50.0

(2) Concentrations are instrument and lab blank corrected.
(3) R (%) = Percent recovery

14411_PFD1_2.xs, S5

Approved by:

Moz -

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:
Project Name:

Lab Sample ID:
Sample Size:

Initial Calibration Date:
Instrument ID:

LC Column ID:

Sample Datafile:

Biank Data Filename:

Cal. Ver. Data Filename:

CLIENT ID:

22-Nov-2004 12:20
N/A

L7411-1 (A)

500 mb
03-Dec-2004
LC-MS/MS

Discovery C18
PFS4G_110823
PFS4G_110S20

PFS4G_110513

DETECTION RETENTION

LIMIT TIME
0.0085 3.32
0.0026 4.32
0.0017 6.20
0.0016 7.32
0.0003
0.0005
0.0001
0.0002
0.0002
0.0116 5.16
0.0061
0.0005
CONC. R (%) * RETENTION
FOUND TIME

(ng)

470 94.0 8.77

11-05-2005
QA/QC Chemist dd-mm-yyyy

0)]{(0 AXYS ANALYTICAL SERNVICES LT LD P0. 80X 2219, 2045 RIS RD. WEST, SIDNEY, B.C., CANADA VBL 358 TEL (250) 655-5800 FAX (250} 655-5811

EXHIBIT D



14411_PFD1_2.1s, $4

AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2 Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.: 4191

Matrix: WATER

Sample Receipt Date: 25-Nov-2004

Extraction Date: 02-Dec-2004

Analysis Date: 03-Dec-2004 Time: 20:19:16

Extract Volume (mL): 2

Injection Volume (pL): 10.0

Dilution Factor: N/A

Concentration Units : ng/mL

COMPOUND LAB CONC
FLAG* FOUND 2

PFPeA 0.389

PFHxA 0.210

PFHpA 0.011

PFOA 0.036

PFNA u

PFDA U

PFUnA u

PFDoA U

PFTA U

PFBS 0.018

PFHxS u

PFOS U

LABELED COMPOUND LAB SPIKE
FLAG* CONC.

(ng}
C13-PFDA 50.0

(1)} U = not detected
(2) Concentrations are instrument and lab blank corrected.
(3) R (%) = Percent recovery

M

Approved by:

Sample Collection:
Project Name:

Lab Sample ID:
Sample Skze:

initial Calibration Date:
Instrument ID:

LC Column ID:

Sample Datafile:

Blank Data Filename:

Cal. Ver. Data Filename:

CLIENT ID:

22-Nov-2004 12:20
N/A

WG14411-104

499 mL
03-Dec-2004
LC-MS/MS

Discovery C18
PFS4G_110S22
PFS4G_110S20

PFS4G_110813

DETECTION RETENTION

LiMiT TIME
0.0107 3.32
0.0030 4.32
0.0016 6.20
0.0014 7.32
0.0002
0.0007
0.0002
0.0002
0.0001
0.0131 5.13
0.0067
0.0003
CONC. R (%)? RETENTION
FOUND TIME

(ng)

478 95.6 8.77

11-05-2005
QA/QC Chemist dd-mm-yyyy

0),'{(@ AXYS ANALYTICAL SERVICES LT ro.p0x 2219, 7045 MILLS RD. WEST, SIDNEY, B.C., CANADA V8L 358 TEL (250) 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 22-Nov-2004 13:25

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: L7411-2
Matrix: WATER Sample Size: 500 mbL
Sample Receipt Date: 25-Nov-2004 initial Calibration Date: 03-Dec-2004
Extraction Date: 02-Dec-2004 instrument 1D: LC-MS/MS
Analysis Date:; 03-Dec-2004 Time: 20:56:42 LC Column ID: Discovery C18
Extract Volume {mL): 2 Sample Datafile: PFS4G_110S24
Injection Volume (pL): 10.0 Blank Data Filename: PFS4G_110S20
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS4G_110S13
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND * LIMIT TIME
PFPeA 0.415 0.0110 3.32
PFHxA 0.163 0.0023 4.32
PFHpA 0.010 0.0020 6.20
PFOA 0.036 0.0018 7.32
PFNA U 0.0002
PFDA u 0.0004
PFUnRA u 0.0001
PFDoA U 0.0001
PFTA U 0.0002
PFBS 0.020 0.0124 5.16
PFHxS U 0.0065
PFOS U 0.0006
LABELED COMPOUND LAB SPIKE CONC. R (%)* RETENTION

FLAG* CONC. - FOUND TIME

{ng) (ng)
C13-PFDA 50.0 478 95.2 8.77
(1) U = not detected
(2) Concentrations are instrument and lab blank corrected.
{3) R (%) = Percent recovery
- . 11-05-2005
14411_PFD1_2.xs, S6 Approved by: /%?"—2 QA/QC Chemist

dd-mm-yyyy

Q)][(@ AXYS ANALYTICAL SERVICES LTI r0 B0X 2219, 2045 MILLS RD. WEST, SIDNEY, 5.0, CANADA V8L 358 TEL (250) 655-5800 FAX {250) 655-5811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:

Extract Volume {mL}):

Injection Volume (pL):

Dilution Factor:

Concentration Units :

COMPOUND

PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFUnA
PFDoA
PFTA
PFBS
PFHxS
PFOS

LABELED COMPOUND

C13-PFDA

(1) U = not detected

4191
WATER
25-Nov-2004
02-Dec-2004
03-Dec-2004 Time: 21:15:28
2

10.0

N/A

ng/mL

LAB
FLAG"

CONC
FOUND *

<

0.005

cCcCcocgQocccoccc

LAB
FLAG*

SPIKE
CONC.
(ng)

50.0

{2) Concentrations are instrument and lab blank corrected.
(3) R (%) = Percent recovery

14411_PFD1_2.xs, S7

Approved by:

Mz~

Sample Coltection:
Project Name:

Lab Sample ID:
Sample Size:

Initial Calibration Date:
Instrument ID:

LC Column ID:

Sample Datafile:

Blank Data Filename:

Cal. Ver. Data Filename:

DETECTION
LIMIT

0.0093
0.0008
0.0007
0.0006
0.0003
0.0004
0.0002
0.0001
0.0001
0.0045
0.0023
0.0002

CONC.
FOUND

(ng)

R(%)*

55.6 111

QA/QC Chemist

CLIENT ID:

22-Nov-2004 14:10
N/A
L7411-3
500 mL
03-Dec-2004
LC-MS/MS

Discovery C18
PFS4G_110S25
PFS4G_110S20

PFS4G_110813

RETENTION
TIME

4.32

RETENTION
TIME

8.77

11-05-2005
dd-mm-yyyy

Q)H(O AXYS ANALYTICAL SERVICES LTI *0.80) 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA VBL 358 TEL (250) 655-5800 FAX (250) 655-5811




AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2 Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.: 4191

Matrix: WATER

Sample Recelipt Date: 25-Nov-2004

Extraction Date: 02-Dec-2004

Analysis Date: 03-Dec-2004 Time: 21:34:10

Extract Volume {mL): 2

Injection Volume (pL): 10.0

Dilution Factor: N/A

Concentration Units : ng/mti.

COMPOUND LAB CONC
FLAG* FOUND *

PFPeA 0.365

PFHxA 0.158

PFHpA 0.006

PFOA 0.021

PFNA u

PFDA U

PFUNA u

PFDoA u

PFTA u

PFBS U

PFHxS U

PFOS u

LABELED COMPOUND LAB SPIKE
FLAG* CONC.

{ng)
C13-PFDA 50.0

{1) U = not detected
(2) Concentrations are instrument and lab blank corrected.
(3) R {%) = Percent recovery

14411_PFD1_2.xIs, S8 Approved by:

-

Sample Collection:
Project Name:

Lab Sample ID:
Sample Size:

Initial Calibration Date:
Instrument 10:

LC Column ID:

Sample Datafile:

Biank Data Filename:

Cal. Ver. Data Filename:

CLIENT iD:

22-Nov-2004 15:00
N/A

L7411-4

501 mL
03-Dec-2004
LC-MSMS

Discovery C18
PFS4G_110S26
PFS4G_110S20

PFS4G_110S13

DETECTION RETENTION

LIMIT TIME

0.0067 3.32

0.0034 4.28

0.0008 6.20

0.0010 7.32

0.0001

0.0005

0.0002

0.0002

0.0002

0.0131

0.0069

0.0007

CONC. R (%)* RETENTION

FOUND TIME
{ng)
46.2 924 8.77

QA/QC Chemist

11-05-2005
dd-mm-yyyy

0)][(0 AXYS ANALYTICAL SERVICES LT[> *o box 2219, 2045 MILLS RD. WEST, SIDNEY, 8.C., CANADA VBL 358 TEL (250) 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYS!S REPORT

Sample Collection: 22-Nov-2004 15:55

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: L7411-5
Matrix: WATER Sampie Size: 503 mL
Sample Recelpt Date: 25-Nov-2004 Initial Calibration Date: 03-Dec-2004
Extraction Date: 02-Dec-2004 Instrument ID: LC-MS/MS
Analysis Date: 03-Dec-2004 Time: 21:52:54 LC Column I1D: Discovery C18
Extract Volume (mL): 2 Sample Datafile: PFS4G_110S27
Injection Volume (pL): 10.0 Blank Data Filename: PFS4G_110520
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS4G_110S13
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND * LIMIT TIME
PFPeA 0.079 0.0087 3.36
PFHxA 0.035 0.0020 4.32
PFHpA 0.001 0.0006 6.20
PFOA 0.004 0.0012 7.36
PFNA ] 0.0002
PFDA V) 0.0008
PFURA U 0.0002
PFDoA U 0.0001
PFTA U 0.0001
PFBS U 0.0075
PFHxS ¥ 0.0038
PFOS U 0.0002
LABELED COMPOUND LAB SPIKE CONC. R (%) * RETENTION

FLAG* CONC. FOUND TIME

(ng) (ng)

C13-PFDA 50.0 48.2 96.4 877

{1) U = not detected
(2) Concentrations are instrument and lab blank corrected.
(3) R (%) = Percent recovery

é 5 - i 11-05-2005
14411_PFD1_2.ds, S9 Approved by: QAJQC Chemist dd-mm-yyyy

g0 AXYS ANALYTICAL SERVICES LT 20, BOX 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA V8L 358 TEL (250) 655-5800 FAX (250 655-5811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:

Extract Volume (mL):

Injection Volume (uL):

Dilution Factor:

Concentration Units :

COMPOUND

PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFUNRA
PFDoA
PFTA
PFBS
PFHxS
PFOS

4191
WATER
25-Nov-2004
02-Dec-2004
03-Dec-2004
2

10.0

N/A

ng/mL

LABELED COMPOUND

C13-PFDA

(1) U = not detected

Time: 22:11:38
LAB CONC
FLAG* FOUND 2
0.024
0.013
V)
0.003
U
U
U
U
V]
U
U
U
LAB SPIKE
FLAG* CONC.
(ng}
50.0

{2) Concentrations are instrument and lab blank corrected.
(3) R (%) = Percent recovery

14411_PFD1_2.xis, S10

Approved by:

A

Sample Collection:
Project Name:

Lab Sample ID:
Sample Size:

tnitial Calibration Date:
instrument iD:

LC Column ID:

Sample Datafile:

Blank Data Filename:

Cal. Ver. Data Fllename:

DETECTION
LiMIT

0.0049
0.0011
0.0005
0.0007
0.0002
0.0003
0.0001
0.0002
0.0002
0.0026
0.0016
0.0006

CONC.
FOUND
(ng)

52.8 106

R (%)*

CLIENT ID:

22-Nov-2004 11:15

N/A

L7411-6

499
03-Dec-2004
LC-MS/MS
Discovery C18
PFS4G_110S28
PFS4G_110S20

PFS4G_110S13

RETENTION
TIME

3.32
4.32

7.36

RETENTION
TIME

8.77

QA/QC Chemist

mL

11-05-2005
dd-mm-yyyy

g AXYS ANALYTICAL SERVICES LT DD ro.BOX 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA VSL 358 TEL (250) 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01
PFOS_St_D2

Form 1A2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

CLIENT ID:

Sample Collection: 24-Nov-2004 14:09

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: L7411-7
Matrix: WATER Sample Size: 502 mL
Sample Receipt Date: 25-Nov-2004 Initial Calibration Date: 03-Dec-2004
Extraction Date: 02-Dec-2004 Instrument {D: LC-MS/MS
Analysis Date: 03-Dec-2004 Time: 22:30:31 LC Column ID: Discovery C18
Extract Volume (mL): 2 Sample Datafile: PFS4G_110S29
Injection Volume (uL): 10.0 Blank Data Filename: PFS4G_110S20
Ditution Factor: N/A Cal. Ver. Data Filename: PFS4G_110S13
Concentration Units : ng/mL
COMPOUND LAB CONC DETECTION RETENTION

FLAG® FOUND * LIMIT TIME
PFPeA U 0.0081
PFHxA u 0.0008
PFHpA U 0.0005
PFOA U 0.0003
PFNA ] 0.0003
PFDA U 0.0004
PFURA U 0.0002
PFDoA U 0.0002
PFTA u 0.0001
PFBS U 0.0014
PFHxS U 0.0010
PFOS U 0.0006
LABELED COMPOUND LAB SPIKE CONC. R (%)* RETENTION

FLAG* CONC. FOUND TIME

{ng) {ng)
C13-PFDA 50.0 51.4 103 8.77
(1) U = not detected
(2) Concentrations are instrument and lab blank corrected.
(3) R (%) = Percent recovery
- . 11-05-2005
14411_PFD1_2.s, S11 Approved by: 4/¢“§,————- QA/QC Chemist dd-mm-yyyy

Q)X(@ AXYS ANALYTICAL SERVICES LTI 7o by 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA V8L 358 TEL (250) 655-5800 FAX (250) 655-5811



14411_PFD1_2xds, 512

AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2 Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.: 4191

Matrix: WATER

Sample Receipt Date: 25-Nov-2004

Extraction Date: 02-Dec-2004

Analysis Date: 03-Dec-2004 Time: 22:49:13

Extract Volume (mL): 2
Injection Volume (uL): 10.0
Dilution Factor: N/A

Concentration Units : ng/mL

COMPOUND LAB

FLAG®

CONC
FOUND ?

PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFUnA
PFDoA
PFTA
PFBS
PFHxS
PFOS

cccccccccccc

LABELED COMPOUND LAB

FLAG®

SPIKE
CONC.
(ng)

C13-PFDA 50.0

(1) U = not detected
(2) Concentrations are instrument and lab blank corrected.
(3) R (%) = Percent recovery

Approved by:

Sample Collection:
Project Name:

Lab Sample ID:
Sample Size:

Initial Calibration Date:
Instrument ID:

LC Column ID:

Sample Dataflle:

Blank Data Filename:

Cal. Ver. Data Filename:

DETECTION
LIMIT

0.0088
0.0009
0.0002
0.0004
0.0002

0.0001
0.0002
0.0001
0.0027
0.0018
0.0009

CONC.
FOUND
(ng)

R {%)?

50.4 101

QA/QC Chemist

CLIENT ID:

24-Nov-2004 14:50
N/A
L7411-8
500 mL
03-Dec-2004
LC-MS/MS

Discovery C18
PFS4G_110S30

PFS4G_110S20

PFS4G_110513

RETENTION
TIME

RETENTION
TIME

8.77

11-05-2005
dd-mm-yyyy

g0 AXYS ANALYTICAL SERVICES LT o X 2219, 2045 MILLS RD. WEST, SIDNEY, B.., CANADA ¥8L 358 TEL (250) 655-5800 FAX (250} 655-5811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:

Extraction Date:
Analysis Date:

Extract Volume (mL):

Injection Volume (uL):

Dilution Factor:

Concentration Units :

COMPOUND

PFPeA
PFHxA
PFHpA
PFOA
PFNA
PFDA
PFUnA
PFDoA
PFTA
PFBS
PFHxS
PFOS

LABELED COMPOUND

C13-PFDA

(1) U = not detected

4191
WATER
25-Nov-2004
02-Dec-2004
03-Dec-2004 Time: 23:07:57
2
10.0
N/A
ng/mL
LAB CONC
FLAG* FOUND *
U
U
U
u
U
U
u
U
v}
v}
U
U
LAB SPIKE
FLAG* CONC.
{ng)
50.0

(2) Concentrations are instrument and lab blank corrected.
{3) R (%]} = Percent recovery

14411_PFD1_2.xls. S13

Approved by:

o

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:
Project Name:

Lab Sample ID:
Sample Size:

Initial Calibration Date:
Instrument ID:

LC Column ID:

Sample Datafile:

Blank Data Filenamae:

Cal. Ver. Data Filename:

DETECTION
LIMIT

0.0162
0.0009
0.0005
0.0004
0.0003
0.0006
0.0001
0.0002
0.0002
0.0020
0.0013
0.0007

CONC.
FOUND
(ng)

R (%) *

55.1 110

QA/QC Chemist

CLIENT ID:

24-Nov-2004 15:20
N/A

L7411-9

499 mL
03-Dec-2004
LC-MS/MS

Discovery C18
PFS4G_110S31
PFS4G_110S20

PFS4G_110S13

RETENTION
TIME

RETENTION
TIME

8.77

11-05-2005
dd-mm-yyyy

O)X(O AXYS ANALYTICAL SERVICES LT LD Fo.B0X 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA YBL 358 TEL (250) 655-5800 FAX (250) 855-5811



EXHIBIT E

Water Sample Sites
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AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYS!S REPORT

Sample Collection: 24-Nov-2004 14:30

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 419 Lab Sample tD: L7415-1
Matrix: SOLID Sample Size: 170 g {dry)
Sample Receipt Date: 25-Nov-2004 Initial Calibration Date: 17-Jan-2005
Extraction Date: 14-Jan-2005 Instrument ID: LC-MSMS
Analysis Date: 17-Jan-2005 Time: 19:37:42 LC Column ID: Discovery C18
Extract Volume (mL): 2 Sample Datafile: PFS5G_004S29
Injection Volume (pL): 15.0 Biank Data Filename: PFS5G_004S19
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_004526
Concentration Units : ng/g (dry weight basis) % Moisture: 18.2
COMPOUND LAE CONC DETECTION RETENTION

FLAG® FOUND umit TIME
PFOA 1.61 0.0081 7.32
PFOS 5.80 0.0253 9.22
LABELED COMPOUND LAB SPIKE CONC. R (%) 2 RETENTION

FLAG' CONC. FOUND TIME

{ng) (ng}
C13-PFOA 250 26.7 107 7.32
(1) U = not detected
(2} R (%) = Percent recovery
14767PFD1_2.xis, S5 Approved by: Aﬂﬁ{j - QA/QC Chemist ggﬁﬁ

g6 AXYS ANALYTICAL SERNVICES LT3 P0.B0X 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA VBL 358 TEL (250) 655-5800 FAX (250) 655-5811

EXHIBIT F



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume {mL):
Injection Volume (pL):
Dilution Factor:

Concentration Units :

COMPOUND

PFOA
PFOS

LABELED COMPOUND

C13-PFOA

(1) U = not detected

4191
SOLID
25-Nov-2004
19-Jan-2005
20-Jan-2005 Time: 20:37:02
2
15.0
N/A
ng/g (dry weight basis)
LAB CONC
FLAG* FOUND
2.45
4.49
LAB SPIKE
FLAG"® CONC.
{ng)
25.0

{2) R (%) = Percent recovery

14832PFD1_2.ds, S5

Approved by:

_/%”7;/

PERFLUORINATED SURFACTANT ANALYSIS REPORT

CLIENT ID:

Sample Collection: 24-Nov-2004 15:00
Project Name: N/A
Lab Sample ID: L7415-2
Sample Size: 16.2 g (dry)
Initial Calibration Date: 20-Jan-2005
Instrument 1D: LC-MS/MS
LC Column ID: C18, Zorbax XDB
Sample Datafile: PFS5G_007S50
8lank Data Filename: PFS5G_007538
Cal. Ver. Data Filename: PFS5G_007546
% Moisture: 195
DETECTION RETENTION
LIMIT TIME

0.0082 493

0.0100 6.12

CONC. R{%)? RETENTION

FOUND TIME

(ng}
20.0 80.1 4.93
QAJQC Chemist JJ.;:,S.;.Z:;;?

Ol AXYS ANALYTICAL SERVICES LTI #0801 2219, 2045 HILLS 0. WEST, SIDNEY, B.C., CANADA V81 358 TEL (250) 655-5800 FAX (250) 455-5811



AXYS METHOD MLA-031 Rev 01

CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT
Sample Collection: 24-Nov-2004 15:35

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample 1D: L7415-3
Matrix: SOLID Sample Size: 17.0 g(dry) -
Sample Receipt Date: 25-Nov-2004 Initial Calibration Date: 17-Jan-2005
Extraction Date: 14-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 17-Jan-2005 Time: 19:56:36 LC Column ID: Discovery C18
Extract Volume {mL): 2 Sample Datafile: PFS5G_004S30
Injection Volume {pL): 15.0 Blank Data Filename: PFS5G_004S19
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_004S26
Concentration Units : ng/g {dry weight basis} % Moisture: 154
COMPOUND LAB CONC DETECTION RETENTION

FLAG®* FOUND LMY TIME
PFOA 227 0.0092 7.32
PFOS 8.22 0.0290 9.22
LABELED COMPOUND LAB SPIKE CONC. R(%)? RETENTION

FLAG® CONC. FOUND TIME

(ng) {ng)
C13-PFOA 25.0 238 95.1 7.32
(1) U = not detected
(2) R (%) = Percent recovery
11-05-2005
14767PFD1_2.4s, 56 Approved by: /#"" < - QA/QC Chemist dd-mm-yyyy

€l AXYS ANALYTICAL SERVICES LT LD 050k 2219, 2045 MILLS RD. WEST, SIDNEY, 8.0, (ANADA V8t 358 TEL (250) 6555800 FAX (250) 6555811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume (ml):
Injection Volume (uL):
Dilution Factor:

Concentration Units :

COMPOUND

PFOA
PFOS

LABELED COMPOUND

C13-PFOA

(1} U = not detected

4191
SOLID
25-Nov-2004
21-Jan-2005
21-Jan-2005 Time: 22:27:19
2
15.0
N/A
ng/g (dry weight basis)
LAB CONC
FLAG® FOUND
2.70
5.02
LAB SPIKE
FLAG" CONC.
(ng)
250

{2) R (%) = Percent recovery

14833PFD1_2.xIs, S5

Approved by:

-

PERFLUORINATED SURFACTANT ANALYSIS REPORT

CLIENT ID:

Sample Collection: 22-Nov-2004 12:30
Project Name: N/A
Lab Sample ID: L74154
Sample Size: 155 g (dry)
Initial Calibration Date: 21-Jan-2005
instrument 1D: LC-MS/MS
LC Column ID: C18, Zorbax XDB
Sample Datafile: PFS5G_008S47
Biank Data Filename: PFS5G_008S34
Cal. Ver. Data Filename: PFS5G_008S43
%Moisture 225
DETECTION RETENTION
LMt TIME
0.0019 484
0.0147 6.08
CONC. R(%)? RETENTION
FOUND TIME
{ng)
209 83.5 484
QAJ/QC Chemist Qﬁ%

g0 AXYS ANALYTICAL SERVICES LTI FPo B0t 2219, 2045 MUS RD. WEST, SIINEY, .., (ANADA 8L 358 TEL (250) 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

CLIENT 1D:

Sample Collection: 22-Nov-2004 13:40

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample I1D: L7415-5
Matrix: SOLID Sample Size: 168 g (dry)
Sample Receipt Date: 25-Nov-2004 Initial Calibration Date: 17-Jan-2005
Extraction Date: 14-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 17-Jan-2005 Time: 20:15:18 LC Column ID: Discovery C18
Extract Volume (mL): 2 Sample Datafile: PFS5G_004S31
Injection Volume (uL): 15.0 Blank Data Filename: PFS5G_004519
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_004S26
Concentration Units : ng/g (dry weight basis) % Moisture: 16.8
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND umir TIME
PFOA 1.52 0.0111 7.32
PFOS . 20.0 0.0440 9.22
LABELED COMPOUND LAB SPIKE CONC. R (%) 2 RETENTION

FLAG' CONC. FOUND TIME

(ng) {ng)
C13-PFOA 250 213 85.2 7.32
{1) U = not detected
(2) R (%)= Percent recovery
14767PFD1_2.x1s, S7 Approved by: /4«——,__;:.;- QA/QC Chemist ;;:;2;(;57

06 AXYS ANALYTICAL SERVICES LT D po. 80X 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA VBL 358 THL {250} 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:

CLIENT ID:

22-Nov-2004 14:35

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: L7415-6 (A)
Matrix: SOLID Sample Size: 18.0 g {(dry)
Sampie Receipt Date: 25-Nov-2004 Initial Calibration Date: 21-Jan-2005
Extraction Date: 21-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 21-Jan-2005 Time: 22:40:23 LC Column ID: C18, Zorbax XD8
Extract Volume {mL): 2 Sample Datafile: PFS5G_008S48
injection Volume (uL): 15.0 Blank Data Filename: PFS5G_008S34
Dilution Factor: N/A Cal. Ver, Data Filename: PFS5G_008S43
Concentration Units : ng/g (dry weight basis) %Moisture 124
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LIMIT TIME
PFOA 0.518 0.0057 4.90
PFOS 3.40 0.0084 6.12
LABELED COMPOUND LAB SPIKE CONC. R (%) 2 RETENTION

FLAG* CONC. FOUND TIME

{ng) {ng)
C13-PFOA 25.0 246 98.2 4.90
(1) U= not detected
(2) R (%) = Percent recovery
. . 11-05-2005
14833PFD1_2.xls, S6 Approved by: 3 QA/QC Chemist dd-mm-yyyy

00 AXYS ANALYTICAL SERVICES LT D po 80X 2219, 2045 MILLS RD. WEST, SIDNEY, B.C.. CANABA YBL 358 TEL (250) 655-5800 FAX (250} 655-5811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume {mL):
Injection Volume (uL):
Dilution Factor:

Concentration Units :

COMPOUND

PFOA
PFOS

LABELED COMPOUND

C13-PFOA

(1) U= not detected

4191
SOLID
25-Nov-2004
21-Jan-2005
21-Jan-2005 Time: 20:19:03
2
15.0
N/A
ng/g (dry weight basis)
LAB CONC
FLAG* FOUND
0.630
3.69
LAB SPIKE
FLAG® CONC.
{ng}
250

(2) R (%) = Percent recovery

14833PFD1_2.xls, S3

Approved by:

e -

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:
Project Name:

Lab Sample 1D:
Sample Size:

Initial Calibration Date:
Instrument ID:

LC Cotumn ID:

Sample Datafile:
Blank Data Filename:

Cal. Ver. Data Filename:

CLIENT ID:

22-Nov-2004 14:35
N/A
WG14833-104
175 g {dry)
21-Jan-2005

LC-MS/MS

C18, Zorbax XDB
PFS5G_008S37
PFS5G_008S34

PFS5G_008S28

%Moisture 13.1
DETECTION RETENTION
LIMIT TIME
0.0022 484
0.0117 6.08
CONC. R(%)? RETENTION
FOUND TIME
(ng)
25.0 100 4.84
11-05-2005
QA/QC Chemist dd-mm-yyyy

g0 AXYS ANALYTICAL SERVICES LTI .80 2719, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA V8L 358 TEL (250) 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 22-Nov-2004 15:15

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: L7415-7 (A}
Matrix: SOLID Sample Size: 19.1 g (dry)
Sample Receipt Date: 25-Nov-2004 Initial Calibration Date: 17-Jan-2005
Extraction Date: 14-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 17-Jan-2005 Time: 20:34:01 LC Column ID: Discovery C18
Extract Volume (mL}: 2 Sample Datafile: PFS5G_004532
Injection Volume {pL): 15.0 Blank Data Filename: PFS5G_004519
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_004S26
Concentration Units : ng/g (dry weight basis) % Moisture: 11.4
COMPOUND LAB CONC DETECTION RETENTION

FLAG' FOUND LIMIT TIME
PFOA 0.322 0.0084 7.32
PFOS 3.16 0.0163 9.22
LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION

FLAG* CONC. FOUND TIME

(ng) {ng)
C13-PFOA 25.0 26.2 105 7.32
{1} U = not detected
(2) R {%) = Percent recovery
ﬂwf - . 11.05-2005
14767PFD1_2.xIs, S8 Approved by: QA/QC Chemist

dd-mm-yyyy

Ol AXYS ANALYTICAL SERVICES LT 056X 2219, 2045 KIULS RD. WEST, SIDKEY, 8.0, (ANADA V8L 356 TEL (250) 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

CLIENT ID:

Sample Collection: 22-Nov-2004 15:15
Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sampie ID: WG14767-105
Matrix: SOLID Sample Size: 19.0 g {dry)
Sample Receipt Date: 25-Nov-2004 Initial Calibration Date: 17-Jan-2005
Extraction Date: 14-Jan-2005 Instrument ID: LC-MSMS
Analysis Date: 17-Jan-2005 Time: 17:44:40 LC Column ID: Discovery C18
Extract Volume (mL): 2 Sample Datafile: PFS5G_004523
injection Volume (pL): 156.0 Blank Data Filename: PFS5G_004S19
Dilution Factor: N/A Cal. Ver. Data Filename: PFS5G_004S14
Concentration Units : ng/g (dry weight basis) % Moisture: 11.5
COMPOUND LAB CONC DETECTION RETENTION
FLAG * FOUND LIMIT TIME
PFOA 0.315 0.0072 7.32
PFOS 265 0.0087 9.22
LABELED COMPOUND LAB SPIKE CONC. R (%) 2 RETENTION
FLAG® CONC. FOUND TIME
(ng) (ng)
C13-PFOA 25.0 25.6 102 7.32
(1) U= not detected
(2) R (%) = Percent recovery
14767PFD1_2.x1s, $4 Approved by: é&é = QA/QC Chemiist

11-05-2005
dd-mm-yyyy

0)}{(@ AXYS ANALYTICAL SERVICES LTI robX 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA V8L 358 TEL (250) §55-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.: 4191

Matrix: SOLID

Sample Receipt Date: 25-Nov-2004

Extraction Date: 21-Jan-2005

Analysis Date: 21-4an-2005 Time: 22:53:10

Extract Volume {mL): 2

Injection Volume (pL): 15.0

Dilution Factor: N/A

Concentration Units : ng/g (dry weight basis)

COMPOUND LAB CONC
FLAG'* FOUND

PFOA 0.270

PFOS 1.63

LABELED COMPOUND LAB SPIKE
FLAG* CONC.

(ng)
C13-PFOA 25.0

(1) U =not detected

(2} R (%) = Percent recovery

14833PFD1_2xis, S7

Approved by:

Hfoars2, -

CLIENT ID:

Sample Collection: 22-Nov-2004 16:05
Project Name: N/A
Lab Sample ID: L7415-8
Sample Size: 18.7 g (dry)
Initial Calibration Date: 21-Jan-2005
Instrument ID: LC-MS/MS
LC Column ID: C18, Zorbax XDB
Sample Datafile: PFS5G_008549
Blank Data Filename: PFS5G_008S34
Cal. Ver. Data Filename:  PFS5G_008S43
%Moisture 15.1
DETECTION RETENTION
LIMIT TIME
0.0004 4.82
0.0053 6.08
CONC. R(%)? RETéNTION
FOUND TIME
{ng)
215 86.1 4.82
QA/QC Chemist ;;ﬁzxs

0)][(0 AXYS ANALYTICAL SERVICES LTI 030K 2219, 2045 KILLS kD, WEST, SIDNEY, B.C., CANADA VBL 358 ¥EL (250) £55-5800 FAX (250} £55-5811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1AJ2

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Recelpt Date:
Extraction Date:
Analysis Date:
Extract Volume (mL):
Injection Volume (uL):
Dilution Factor:

Concentration Units :

COMPOUND

PFOA
PFOS

LABELED COMPOUND

C13-PFOA

{1} U = not detected

4191
SOLID
25-Nov-2004
14-Jan-2005
17-Jan-2005 Time: 20:52:45
2
15.0
N/A
ng/g (dry weight basis)
LAB CONC
FLAG * FOUND
0.965
8.19
LAB SPIKE
FLAG* CONC.
(ng)
250

{2) R {%) = Percent recovery

14767PFD1_2.xis, S9

Approved by:

Mz -

PERFLUORINATED SURFACTANT ANALYSIS REPORT

CLIENT ID:

Sample Collection: 22-Nov-2004 11:25
Project Name: N/A
Lab Sample ID: L7415-9
Sample Size: 17.1 g (dry)
Initial Calibration Date: 17-Jan-2005
Instrument 1D: LC-MS/MS
LC Column ID: Discovery C18
Sample Datafile: PFSS5G_004S33
Blank Data Filename: PFS5G_004S19
Cal. Ver. Data Filename:  PFS5G_004526
% Moisture: 20.1
DETECTION RETENTION
LMt TIME
0.0096 7.32
0.0349 922
CONC. R (%) 2 RETENTION
FOUND TIME
(ng}
215 86.2 7.32
2 QA/QC Chemist ety

€ AXYS ANALYTICAL SERVICES LTI 10 80X 2719, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA VBL 358 TEL (250) 655-5600 FAX (250) 455-581%




AXYS METHOD MLA-031 Rev 01
PFOS_S1_D2 Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:
Lab Name: AXYS ANALYTICAL SERVICES Projact Name:
Contract No.: 4191 Lab Sample ID:
Matrix: SOLID Sample Size:
Sample Receipt Date: 03-Dec-2004 Initial Calibration Date:
Extraction Date: 19-Jan-2005 Instrument ID:
Analysis Date: 20-Jan-2005 Time: 20:50:05 LC Column 1D:
Extract Volume {(mL}): 2 Sample Datafile:

Injection Volume {(ulL): 15.0 Blank Data Filename:

CLIENT ID:

30-Nov-2004 12:30

N/A

L7454-1

17.6 g (dry)
20-Jan-2005

LC-MS/MS

C18, Zorbax XDB
PFS5G_007S51

PFS5G_007S38

Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_007S46
Concentration Units : ng/g (dry weight basis) % Moisture: 11.2
COMPOUND LAB CONC DETECTION RETENTION
FLAG' FOUND LIMIT TIME
PFOA 0.173 0.0043 493
PFOS 187 0.0139 6.12
LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION
FLAG® CONC. FOUND TIME
{ng) {ng)
C13-PFOA 250 26.5 106 4.93
(1) U = not detected
(2) R (%) = Percent recovery
24 A . 11-05-2005
14832PFD1_2.xs, S6 Approved by \,g QA/QC Chemist dd-mm-yyyy

Q)}[‘(O AXYS ANALYTICAL SERVICES LTI P0 80X 2219, 2045 RILS BD. WEST, SIDNEY, .., CANADA V8L 358 TEL (250) 6555800 FAX (250) 655-581)



AXYS METHOD MLA-031 Rev 01
PFOS_S1_D2 Form 1AJ2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

CLIENT ID:

Sampie Collection: 30-Nov-2004 13:10

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: L7454-2
Matrix: SOLID Sample Size: 18.5 g (dry)
Sample Receipt Date: 03-Dec-2004 Initial Calibration Date: 20-Jan-2005
Extraction Date: 19-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 20-Jan-2005 Time: 21:02:52 LC Column ID: C18, Zorbax XDB
Extract Volume (mL}): 2 Sample Datafile: PFS5G_007S52
Injection Volume (pL}): 15.0 Blank Data Filename: PFS5G_007S38
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_007546
Concentration Units : ng/g (dry weight basis) % Moisture: 114
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LIMIT TIME
PFOA 0.758 0.0076 4.90
PFOS 7.42 0.0184 6.09
LABELED COMPOUND LAB SPIKE CONC. R (%) z RETENTION

FLAG* CONC. FOUND TIME

(ng) (ng}
C13-PFOA 25.0 229 91.8 4.90
{1) U = not detected
{2) R (%) = Percent recovery
14832PFD1_2.xls, S7 Approved by: - %‘Z—g QAV/QC Chemist J;f;z:;;

9)]((@ AXYS ANALYTICAL SERVICES LT DD 10 50X 7219, 2045 KILS RD. WEST, SIDNEY, 8.C., CANADA YBL 358 TEL (250) 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUCRINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.: 4191

Matrix: SOLID

Sample Receipt Date: 03-Dec-2004

Extraction Date: 19-Jan-2005

Analysis Date: 20-Jan-2005 Time: 21:15:35

Extract Volume (mt}: 2

Injection Volume (pL): 15.0

Dilution Factor: N/A

Concentration Units : ng/g (dry weight basis)

COMPOUND LAB CONC
FLAG" FOUND

PFOA 1.00

PFOS 4.78

LABELED COMPOUND LAB SPIKE
FLAG!® CONC.

{ng)
C13-PFOA 25.0

(1) U =not detected

{2) R (%) = Percent recavery

14832PFD1_2.xis, S8

Approved by:

J@é—‘/

Sample Collection:

CLIENT ID:

30-Nov-2004 13:35

Project Name: N/A
Lab Sample ID: L7454-3 (A)
* Sample Size: 175 g (dry)
Initial Calibration Date: 20-Jan-2005
instrument 1D: LC-MS/MS
LC Column ID: C18, Zorbax XD8
Sample Datafile: PFS5G_007553
Blank Data Filename: PFS5G_007S38
Cal. Ver. Data Filename:  PFS5G_007546
% Moisture: 14.6
DETECTION RETENTION
LIMIT TIME

0.0053 4.93

0.0161 6.12

CONC. R (%) RETENTION

FOUND TIME

(ng}
25.7 103 4.93
11-05-2005
QA/QC Chemist dd-mm-yyyy

90 AXYS ANALYTICAL SERVICES LTI o b 2219, 2045 MILES RD. WEST, SIDNEY, B.C., CANADA VBL 358 TEL (250) 655-5800 FAX (250} 655-5811




AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUORINATED SURFAGTANT ANALYSIS REPORT

CLIENT ID:

Sample Collection: 30-Nov-2004 13:35

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: WG14832-104
Matrix: SOLID Sample Size: 177 g (dry)
Sample Receipt Date: 03-Dec-2004 Initial Calibration Date: 20-Jan-2005
Extraction Date: 19-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 20-Jan-2005 Time: 18:41:17 LC Column ID: C18, Zorbax XDB
Extract Volume {mL): 2 Sample Datafile: PFS5G_007S41
Injection Volume {pL): 15.0 Blank Data Filename: PFS5G_007S538
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_007S31
Concentration Units : ng/g (dry weight basis) % Moisture: 14.7
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LiMIT TIME
PFOA 1.21 0.0047 4.93
PFOS 5.39 0.0099 6.12
LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION

FLAG® CONC. FOUND TIME

(ng) {ng)
C13-PFOA 250 244 97.8 493
(1) U = not detected
(2) R {%) = Percent recovery
e ~
14832PFD1_2.xs, $3 Approved by: — QA/QC Chemist

11-05-2005
dd-mm-yyyy

0)}[(@ AXYS ANALYTICAL SERVICES LT rosox 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA V8L 358 TEL (250) 655-5808 FAX (250) 655-5811



14832PFD1_2.xIs, S8

AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume (mL):
Injection Volume (uL):
Dilution Factor:

Concentration Units :

COMPOUND

PFOA
PFOS

LABELED COMPOUND

C13-PFOA

{1} U = not detected

4191
SOLID
03-Dec-2004
19-Jan-2005
20-Jan-2005 Time: 21:28:19
2
15.0
N/A
ng/g (dry weight basis)
LAB CONC
FLAG® FOUND
0.859
475
LAB SPIKE
FLAG* CONC.
{ng)
25.0

{2) R (%) = Percent recovery

Approved by:

flaar 2 -

Sample Collection:
Project Name:

Lab Sample ID:
Sample Size:

Initial Calibration Date:
Instrument ID:

LC Column ID:

Sample Datafile:

Blank Data Filename:

CLIENT ID:

30-Nov-2004 14:00
N/A
L7454-4
18.2 g (dry)
20-Jan-2005

LC-MSMS

C18, Zorbax XDB
PFS5G_007S54

PFS5G_007538

Cal. Ver. Data Filename: PFS5G_007S46
% Moisture: 12.2
DETECTION RETENTION
LmMIT TIME
0.0048 4.90
0.0181 6.09
CONC. R (%)? RETENTION
FOUND TIME
{ng}
220 88.0 4.90
QA/QC Chemist

11-05-2005
gd-mm-yyyy

g6 AXYS ANALYTICAL SERVICES LTI r0. 80X 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA VBL 358 TEL {250) 655-5800 FAX {250) 655-5811



14832PFD1_2 xls, S10 Approved by: M—;/ QA/QC Chemist

AXYS METHOD MLA-031 Rev 01
PFOS_S1_D2 Form 1A12
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:

Lab Name: AXYS ANALYTICAL SERVICES Project Name:
Contract No.: 4191 Lab Sample ID:
Matrix: SOLID Sample Size:
Sample Receipt Date: 03-Dec-2004 Initial Calibration Date:
Extraction Date: 19-Jan-2005 Instrument {D:
Analysis Date: 20-Jan-2005 Time: 21:41:02 LC Column ID:
Extract Volume (mL): 2 Sample Datafile:
Injection Volume (uL): 15.0 Blank Data Filename:
Dilution Factor: N/A Cal. Ver. Data Filename:
Concentration Units ng/g (dry weight basis) % Moisture:
COMPOUND LAB CONC DETECTION

FLAG* FOUND LiMIm
PFOA 1.72 0.0048
PFOS 8.42 0.0209
LABELED COMPOUND LAB SPIKE CONC. R (%)?

FLAG* CONC. FOUND

(ng) (ng)

C13-PFOA 250 235 93.9

(1} U = not detected
(2) R (%) = Percent recovery

CLIENT ID:

30-Nov-2004 14:25
N/A

L7454-5

16.6 g (dry)
20-Jan-2005
LC-MSMS

C18, Zorbax XDB
PFS5G_007S55
PFS5G_007S38
PFS5G_007S46
17.4

RETENTION
TIME

4.90
6.08

RETENTION
TIME

4.90

11-05-2005
dd-mm-yyyy

g0 AXYS ANALYTICAL SERVICES LT LD P0. B0X 2219, 2045 MLLS RD. WEST, SIDNEY, B.C.. (ANADA VBL 358 TEL {250) 655-5800 FAX (250} 655-3811



AXYS METHOD MLA-G31 Rev 01

CLIENT ID:
PFOS_S1_D2 Form 1AJ2
PERFLUORINATED SURFACTANT ANALYSIS REPORY
Sample Collection: 30-Nov-2004 14:50

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: L7454-6
Matrix: SOLID Sample Size: 19.0 g (dry)
Sample Receipt Date: 03-Dec-2004 Initial Calibration Date: 20-Jan-2005
Extraction Date: 19-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 20-Jan-2005 Time: 23:49:27 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_007S65
Injection Volume (pL): 15.0 Blank Data Filename: PFS5G_007S38
Dilution Factor: N/A Cal. Ver. Data Filename: PFS5G_007S60
Concentration Units : ng/g (dry weight basis) % Moisturae: 119
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LIMIT TIME
PFOA 0.411 0.0031 4.86
PFOS 4.79 0.0076 6.09
LABELED COMPOUND LAB SPIKE CONC. R (%) 2 RETENTION

FLAG"' CONC. FOUND TIME

{ng) {ng)
C13-PFOA 250 254 102 4.86
(1) U = not detected
{2) R (%) = Percent recovery
% > . . 11-05-2005
14832PFD1_2.Ms, S11 Approved by: QA/QC Chemist dd-mm-yyyy

0)}{(@ AXYS ANALYTICAL SERNVICES LT 050X 2219, 2045 MLLS RD. WEST, SIDNEY, B.., (ANADA VBL 358 TEL (50) 655-5800 FAX (250) 655-58}1



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume {mL):
Injection Volume (pL}):
Dilution Factor:

Concentration Units :

COMPOUND

PFOA
PFOS

LABELED COMPOUND

C13-PFOA

(1) U = not detected

4191
SOLID
03-Dec-2004
19-Jan-2005
21-Jan-2005 Time: 0:02:30
2
15.0
N/A
ngfg (dry weight basis)
LAB CONC
FLAG* FOUND
0.957
5.80
LAB SPIKE
FLAG* CONC.
(ng)
25.0

(2) R (%)= Percent recovery

14832PFD1_2.4s, S12

Approved by:

oz,

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:
Project Name:

Lab Sample ID:
Sample Size:

Initial Calibration Date:
Instrument ID:

LC Column 1D:

Sample Datafile:

Blank Data Filename:

Cal. Ver. Data Filename:

CLIENT ID:

30-Nov-2004 15:15
N/A
L7454-7 (A)
174 g (dry)
20-Jan-2005

LC-MS/MS

C18, Zorbax XDB .
PFS5G_007566

PFS5G_007S38

PFS5G_007560

% Moisture: 138
DETECTION RETENTION
LIMIT TIME
0.0056 493
0.0096 6.12
CONC. R (%)2 RETENTION
FOUND TIME
(ng)
226 80.5 4.93
. 11-05-2005
QA/QC Chemist dd-mm-yyyy

0)]{(0 AXYS ANALYTICAL SERVICES LT[> ro X 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA VBL 358 TEL (250) 655-5800 FAX (250) 6555811



AXYS METHOD MLA-031 Rev 01
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Coflection:

CLIENT ID:

30-Nov-2004 13:35

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: WG14832-105
Matrix: SOLID Sample Size: 175 g (dry)
Sample Receipt Date: 03-Dec-2004 Initial Calibration Date: 20-Jan-2005
Extraction Date: 19-Jan-2005 Instrument 1D: LC-MS/MS
Analysis Date: 20-Jan-2005 Time: 18:54.04 LC Column ID: C18, Zorbax XDB
Extract Volume {mL): 2 Sample Datafile: PFS5G_007S42
Injection Volume (uL): 15.0 Blank Data Filename: PFS5G_007S38
Dilution Factor: N/A Cal. Ver. Data Filename: = PFS5G_007S31
Concentration Units : ng/g (dry weight basis) % Moisture: 141
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LiMIT TIME
PFOA 0.886 0.0071 4.86
PFOS R 0.0163 6.09
LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION

FLAG* CONC. FOUND TIME

(ng) {ng)
C13-PFOA 25.0 14.6 58.5 4.86
(1) U = not detected
{2) R (%) = Percent recovery
- 11-05-2005
14832PFD1_2.xis, S4 Approved by: /&'—g/ QA/QC Chemist dd-mm-yyyy

0)}[(0 AXYS ANALYTICAL SERVICES LT LD P0.B0X 2219, 2045 MILLS RD. WEST, SIDREY, B.C., CANADA V8L 358 TEL (250) 655-5800 FAX (250) 655581}



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

CLIENT ID:

Sample Collection: 01-Dec-2004 14:20

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: L7454-8
Matrix: SOLID Sample Size: 18.0 g (dry)
Sample Receipt Date: 03-Dec-2004 Initial Calibration Date: 20-Jan-2005
Extraction Date: 19-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 21-Jan-2005 Time: 0:15:17 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_007S67
Injection Volume (pL): 15.0 Blank Data Filename: PFS5G_007S38
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_D07S60
Concentration Units : ng/g (dry weight basis) % Moisture: 8.63
COMPOUND LAB CONC DETECTION RETENTION

FLAG® FOUND LIMIT TIME
PFOA 0.206 0.0036 4.90
PFOS 6.28 0.0139 6.09
LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION

FLAG* CONC. FOUND TIME

{ng) (ng)
C13-PFOA 25.0 243 974 4.90
(1) U = not detected
(2} R (%)= Percent recovery
\/ééﬁf . . 11-05-2005
14832PFD1_2.xs, S$13 Approved by: " QA/QC Chemist dd-mm-yyyy

0)]{(@ AXYS ANALYTICAL SERVICES LTID Fo. X 2219, 2045 MILLS RD. WEST, SIDNEY, B.C, CANADA V8L 358 TEL (250} 655-5800 FAX (250) 655-5811




AXYS METHOD MLA-031 Rev 01

CLIENT iD:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT
Sample Coflection: 01-Dec-2004 15:20

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample 1D: L7454-9
Matrix: SOLID Sample Size: 20.3 g {dry)
Sample Receipt Date: 03-Dec-2004 initial Calibration Date: 20-Jan-2005
Extraction Date: 19-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 21-Jan-2005 Time: 0:28:00 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_007568
Injection Volume (uL): 15.0 Blank Data Filename: PFS5G_007S38
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_007S60
Concentration Units : ng/g (dry weight basis} % Molisture: 11.1
COMPOUND LAB CONC DETECTION RETENTION

FLAG' FOUND LIMIT TIME
PFOA 0.279 0.0051 4.93
PFOS 2.66 0.0081 6.09
LABELED COMPOUND LAB SPIKE CONC. R{%)? RETENTION

FLAG ! CONC. FOUND TIME

(ng) (ng)
C13-PFOA 25.0 259 103 4.93
(1) U = not detected
(2) R (%)= Percent recovery
%‘_Q . . 11-05-2005
14832PFD1_2.x1s, S14 Approved by: . " QA/QC Chemist dd-mm-yyyy

0)}[(0 AXYS ANALYTICAL SERVICES LTD #0.b0x 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA V81 358 TEL (250) 655-5800 FAX (250 655-5811




AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1Af2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:

CLIENT ID:

16-Dec-2004 13:05

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.; 4191 Lab Sample ID: L7503-1
Matrix: SOLID Sample Size: 16.3 g (dry)
Sample Receipt Date: 21-Dec-2004 Initial Calibration Date: 21-Jan-2005
Extraction Date: 21-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 21-Jan-2005 Time: 23:05:52 LC Column iD: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_008S50
Injection Volume (uL): 15.0 Blank Data Filename: PFS5G_008S34
Dilution Factor: N/A Cal. Ver. Data Fliename: PFS5G_008543
Concentration Units : ng/g (dry weight basis) %Moisture 231
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND UMIT TIME
PFOA 3.63 0.0090 4.86
PFOS 524 0.0208 6.08
LABELED COMPOUND LAB SPIKE CONC. R (%) 2 RETENTION

FLAG* CONC. FOUND TIME

{ng) {ng)
C13-PFOA 25.0 19.8 79.0 4.86
{1} U = not detected
{2) R{%) = Percent recovery
- B 11-05-2005
14833PFD1_2.xIs, S8 Approved by: QA/QC Chemist dd-mm-yyyy

Q)][(O AXYS ANALYTICAL SERVICES LTI ro B0X 2219, 2045 MLLS RD. WEST, SIDNEY, B.C, CANADA VBL 358 TEL (250} 655-5800 FAX (250) 655-5811




AXYS METHOD MLA-031 Rev 01

PFQOS_S81_D2

Form 1AJ2

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume {mL}):
Injection Volume {pL):
Dilution Factor:

Concentration Units :

COMPOUND

PFOA
PFOS

LABELED COMPOUND

C13-PFOA

(1) U = not detected

4191
SOLID
21-Dec-2004
21-Jan-2005
21-Jan-2005 Time: 20:31:47
2
15.0
N/A
ng/g (dry weight basis)
LAB CONC
FLAG® FOUND
0.167
2.88
LAB SPIKE
FLAG* CONC.
{ng)
250

(2} R (%) = Percent recovery

14833PFD1_2.xis, 54

Approved by:

PERFLUORINATED SURFACTANT ANALYSIS REPORT

CLIENT ID:

Sample Collection: 16-Dec-2004 14:04
Project Name: N/A
Lab Sample ID: WG14833-105
Sample Size: 18.3 g (dry)
Initial Calibration Date: 21-Jan-2005
Instrument 1D: LC-MS/MS
LC Column ID: C18, Zorbax XDB
Sample Datafife: PFS5G_008S38
Blank Data Filename: PFS5G_008S34
Cal. Ver. Data Filename: PFS5G_008S28
%Moisture 12.1
DETECTION RETENTION
LIMIT TIME
0.0001 4.88
0.0038 6.12
CONC. R{%)? RETENTION
FOUND TIME
{ng}
224 89.7 4.88
QA/QC Chemist J;.ﬁ?n.?:;i

Moz

O)IKO AXYS ANALYTICAL SERVKCES LTI P0.BOX 2217, 2045 MHLS RD. WEST, SINEY, B.., (ANADA VBL 358 FEL {250) 6555800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01 CLIENT ID:
PFOS_S1_D2 Form 1A/2
PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection: 16-Dec-2004 13:11

Lab Name: AXYS ANALYT!CAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: L.7503-2
Matrix: SOLID Sample Size: 19.0 g (dry)
Sample Receipt Date: 21-Dec-2004 Initial Calibration Date: 21-Jan-2005
Extraction Date: 21-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 21-Jan-2005 Ti-me: 23:18:36 LC Column ID: C18, Zorbax XDB
Extract Volume (mL): 2 Sample Datafile: PFS5G_008S51
Injection Volume (ul): 15.0 Blank Data Filename: PFS5G_008S34
Dilution Factor: N/A Cal. Ver. Data Filename: PFSS5G_008S43
Concentration Units : ng/g (dry weight basis) %Maoisture 10.6
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LT TIME
PFOA 0.239 0.0005 4.84
PFOS 3.61 0.0087 6.08
LABELED COMPOUND LAB SPIKE CONC. R(%)? RETENTION

FLAG* CONC. FOUND TIME

(ng) (ng)

C13-PFOA 25.0 249 99.6 4.84

(1) U = not detected
(2) R (%} = Percent recovery

_M_; . 11-05-2005
14833PFD1_2.xis, S9 Approved by: QA/QC Chemist dd-mm-yyyy

0))[(@ AXYS ANALYTICAL SERVICES LTI 10, 80K 7219, 2065 MiLS &0, WEST, SIDNEY, 8.0, CANADA V8L 358 TEL {250) 655-5800 FAX (250) 6555811




AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

CLIENT ID:

Sample Collection: 16-Dec-2004 13:40

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: L7503-3
Matrix: SOLID Sample Size: 16.5 g (dry)
Sample Receipt Date: 21-Dec-2004 Initial Calibration Date: 21-Jan-2005
Extraction Date: 21-Jan-2005 Instrument 1D: LC-MS/MS
Analysis Date: 21-Jan-2005 Time: 23:31:19 LC Column 1D: C18, Zorbax XDB
Extract Volume {mL): 2 Sample Datafile: PFS5G_008S52
injection Volume {pL): 15.0 Blank Data Filename: PFS5G_008S34
Dilution Factor: NIA Cal. Ver. Data Filename: PFS5G_008S43
Concentration Units : ng/g (dry weight basis) %Molsture 20.8
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LIMIT TIME
PFOA 1.30 0.0001 4.88
PFOS 3.09 0.0161 6.12

.
LABELED COMPOUND LAB SPIKE CONC. R (%)? RETENTION

FLAG' CONC. FOUND TIME

(ng) (ng)
C13-PFOA 250 19.9 794 4.86
(1) U = not detected
{2) R (%)= Percent recovery
e : B
14833PFD1_2.xls, $10 Approved by: QA/QC Chemist dd-mm-yyyy

g0 AXYS ANALYTICAL SERVICES LTI o 80X 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA V8L 358 TEL (250} 455-5800 FAX (250) £55-58 41



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1As2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

CLIENT ID:

Sample Collection: 16-Dec-2004 14:04

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: L7503-4 (A)
Matrix: SOLID Sample Size: 17.7 g (dry)
Sample Receipt Date: 21-Dec-2004 Initial Calibration Date: 21-Jan-2005
Extraction Date: 21-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 21-Jan-2005 Time: 23:44:03 LC Column iD: C18, Zorbax XD8
Extract Volume (mL): 2 Sample Datafile: PFS5G_008S53
Injection Volume (uL): 15.0 Blank Data Filename: PFS5G_008S34
Dilution Factor: N/A Cal. Ver. Data Filename: = PFS5G_008543
Concentration Units : ng/g (dry weight basis) %Moisture 122
COMPOUND LAB CONC DETECTION RETENTION

FLAG* FOUND LIMIT TIME
PFOA 0.189 0.0041 4.88
PFOS 353 0.0099 6.12
LABELED COMPOUND LAB SPIKE CONC. R (%) 2 RETENTION

FLAG' CONC. FOUND TIME

(ng) (ng)
C13-PFOA 25.0 21.8 87.2 4.86
{1) U = not detected
(2} R (%) = Percent recovery
14833PFD1_2.4s, S11 Approved by: J . QA/QC Chemist Jiﬁﬂ';

0}][(@ AXYS ANALYTICAL SERVICES LTI ro box 2719, 2045 MILLS RD. WESI, SIDNEY, B.C., CANADA VBL 358 TEL (250) 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1AJ2

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:

CLIENT ID:

16-Dec-2004 14:10

Lab Name: AXYS ANALYTICAL SERVICES Project Name: N/A
Contract No.: 4191 Lab Sample ID: L7503-5
Matrix: SOLID Sampie Size: 15.9 9 (dry)
Sample Receipt Date: 21-Dec-2004 Initial Calibration Date: 21-Jan-2005
Extraction Date: 21-Jan-2005 Instrument ID: LC-MS/MS
Analysis Date: 21-Jan-2005 Time: 23:56:46 LC Column ID: C18, Zorbax XDB
Extract Volume {mL): 2 Sample Datafile: PFS5G_008S54
Injection Volume (uL): 15.0 Blank Data Filename: PFS5G_008S34
Dilution Factor: N/A Cal. Ver. Data Filename:  PFS5G_008S43
Concentration Units : ng/g (dry weight basis) %Moisture 20.1
COMPOUND LAB CONC DETECTION RETENTION

FLAG ' FOUND LIMIT TIME
PFOA 1.91 0.0018 4.86
PFOS 6.66 0.0189 6.12
LABELED COMPOUND LAB SPIKE CONC. R (%) 2 RETENTION

FLAG* CONC. FOUND TIME

(ng) (ng}
C13-PFOA 250 21.8 87.0 4.86
{1} U = not detected
(2} R (%) = Percent recovery
; é . X 11-05-2005
14833PFD1_2.xi5, 12 Approved by: = QA/QC Chemist dd-mm-yyyy

0}1[@. AXYS ANALYTICAL SERVICES LTI ro.sox 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA YBL 358 TEL (250) 655-5800 FAX {250) 6555811



AXYS METHOD MLA-031 Rev 01

PFOS_S1_D2

Form 1A/2

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume (mL):
Injection Volume (ul.):
Dilution Factor:

Concentration Units :

COMPOUND

PFOA
PFOS

LABELED COMPOUND

C13-PFOA

(1)} U = not detected

4191
SOLID
21-Dec-2004
21-Jan-2005
22-Jan-2005 Time: 0:09:29
2
15.0
N/A
ng/g (dry weight basis)
LAB CONC
FLAG' FOUND
0.952
7.10
LAB SPIKE
FLAG® CONC.
{ng)
250

(2) R (%)= Percent recovery

14833PFD1_2.xis, S13

Approved by:

Y i

PERFLUORINATED SURFACTANT ANALYSIS REPORT

Sample Collection:
Project Name:

Lab Sample ID:
Sample Size:

initial Calibration Date:
Instrument ID:

LC Column 1D:

Sample Datafile:

Blank Data Filename:

Cal. Ver. Data Filename:

CLIENT ID:

16-Dec-2004 14:38
N/A
L7503-6
16.0 9 {dry)
21-Jan-2005

LC-MS/MS

C18, Zorbax XDB
PFS5G_008S55
PFS5G_008534

PFS5G_008543

%Moisture 19.6
DETECTION RETENTION
LIMIT TIME
0.0029 4.84
0.0289 6.08
CONC. R (%) ? RETENTION
FOUND TIME
(ng)
18.7 74.9 484
11-05-2005
QA/QC Chemist dd-mm-yyyy

0:1[(@ AXYS ANALYTICAL SERVICES LTI o s 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA V8L 358 TEL (250) 655-5800 FAX (250} £55-5811




EXHIBIT G

Soil Sample Sites
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