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GOOD LABORATORY PRACTICE COMPLIANCE STATEMENT

‘This study was conducted in compliance with U.S. EPA TSCA (40 CFR part 792) Good
Laboratory Practice Standards, which are consistent with the OECD Principles of Good
Laboratory Practice (as revised in 1997) published in ENV/MC/CHEM(98)17 and MAFF Japan
‘Good Laboratory Practice Standards (59 NohSan Number 3850.

‘The test substance was characterized by the sponsor prior to the initiation ofthis study, except
the percent content of 8-2 TBA. The analysis ofpercent contentof 8-2 TBA in the test substance
was completed after this study completion. Although the characterization was not performed
under Good Laboratory Practice Standards, the characterization was done by an ISO 9000
certified laboratory, and the accuracy of the data is considered sufficient for the purposesofthisiy
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STUDY INFORMATION

Substance Tested: [ 1

Synonyms/Codes: + H-25707

‘Submilter's Notebook Number(s): E105186-11

HaskellNumber: 25707

Purity: 100% Fluorinated polymer

KnownImpurities: 0.016% 8-2 TelomerB Alcohol (1H, 1H,2H,2H-
perfluorodecan-1-ol, CAS# 678-39-T)

Physical Characteristics: Off-white solid

Stability: The test substance appeared to be stable under the
conditions of the study; no evidence of instability was

_ observed.

‘Sponsor: E.L du Pont de Nemoursand Company
Wilmington, Delaware 19898
USA

‘StudyInitiated/Completed: June 6, 2003/ (see report cover page)

‘Experimental Start Completion: June 9, 2003 / September 15, 2003
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Analytical Associate: Keith B. Prickett, B.S.
Analytical Chemist: Bogdan Szostek, Ph.D.

Management: S. Mark Kennedy, Ph.D.

‘Toxicology Report Preparation:LisaG. Burchfield, A.A.
Management: Nancy S. Selzer, M.S.
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SUMMARY

‘The hydrolytic stability of[ 1, fluorotelomer-based acrylate copolymer,
was tested in buffered aqueous solutions at pH 4.0, 7.0, 9.0 at 50°C and pH 1.2 at 37°C for five:
days. The [ 1 was demonstrated to be hydrolytically stable under these test
conditions. The stability was demonstrated by the comparisonofthe percent recoveries of|
for Day 0 and Day 5 samples and analysisof chromatographic peak shape for Day 5 samples.

‘The average percent recoveries for the Day 0 and Day 5, pH 1.2 replicate samples are
10141.2%and 101 1.0%, respectively. The average percent recoveries for the Day 0 and
Day 5, pH 4.0 replicatesamplesare 100+ 0.5% and 97 2.1%, respectively. The average
percent recoveries for the Day 0 and Day 5, pH 7.0 replicate samples arc 101 £ 1.3% and
100 + 0.8%, respectively. The average percent recoveriesfor the Day 0 and Day 5, pH 9.0
replicatesamplesare 100 1.0% and 104 + 2.5%, respectively. The difference in percent
recoveries for Day 0 and Day 5 samples did not reach the critical level of 10% that would
indicate the hydrolysis of the test substance for anyof the investigated test conditions. The
observed increase of 8-2 TBA concentration is approximately two ordersofmagnitude lower
than the concentrationof 8-2 TBA expected if 10%ofthe test substance hydrolyzed. In addition,
the measured concentrations of 8-2 Telomer B Alcohol (8-2 TBA, C8F17CH;CH,OH) indicated
an increase of the 8-2 TBA concentration between Day 0 and Day 5. The increaseof the 8-2
TBA concentration can be accounted for by the presenceofthe residual 8-2 TBA raw material

- present in the test substance.

EE
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INTRODUCTION

“The purpose of the study was to investigate the hydrolytic stability of[ Ja
fluorotelomer-based acrylate copolymer, in pH 1.2, 4.0, 7.0, and 9.0 aqueous buffer solutions.
“The study was conducted according to the protocol: Hydrolyic stability of
]as a functionofpH", which was patternedafter theOECD Guideline 111.) Additionally, the
concentration of the 8-2 Telomer B Alcohol (8-2 TBA) was monitored to investigate if 8-2 TBA
is released from the test substance during the test.

STUDY DESIGN

A preliminarytestwas performed on the test substance at 50 + 0.1°Cateachofthe pH 4.0, 7.0,
9.0 and at 37 £0.1°C for pH 1.2. Ifless than 10%ofthe test substance hydrolysis is observed
after 5 days, the test substance was considered hydrolytically stable and no additional testing was
performed. In addition to the test substance determination during the preliminary test, the:
samples were analyzed for 8-2 TBA.

‘The study design complies with the following test guidelines: OECD Guideline 111? with the
exception that the OECD Guideline 111 requires that the amountofthe test substance used is the

- smaller of 0.01 M orhalfthe saturation concentration in water. The test substance ([
1i insoluble in water and the analytical method does not allow detectionof the test substance at
trace levels. Therefore, the study was conducted with an excessofundissolved test substance.

MATERIALS AND METHODS

A. Materials

I. TestSubstance

Name: ( )Composition: 100% Fluorinated Polymer
‘CAS Number: ( 1“Test Substance Chemisty: | )

{ 1
{ 1

Haskell umber: 2507

The test substance was characterized to determine the 8-2 TBA content, % fluorine, and polymer
characterization parameters: Mn (number average), Mw (weight average),Mz (z average), and
PDI (polydispersity index) with the following results:

—
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- 82TBA (ww): 016%
% Fluorine (w/w): 0 1Mo: ( 1joe ( 1Mi { 1
PDL ( 1

2. Preparation of buffer solutions

“The following buffer solutions were prepareda described in the Annex to OECD
guideline 1117.

a pHI2

‘The 0.2 M potassium chloride (KCI) was prepared by dissolving 3.73 g of KCI (purity 99.0%,
Signa) in 250 mLofwater. The 0.2 M hydrochloric acid (HCI) was preparedbydiluting 1.83 g
of hydrochloric acid (36.5-38%, Sigma) in 250 mL water. The pH 1.2 buffer solution was
prepared by placing 125 mL of 0.2 M KCl and 161.3 mL ofa0.2 M HCl solution into a 500-mL
flask and bringing the flask to volume with water. The pH of the buffer was adjusted to 1.2 with
hydrochloric acid.

bo pH&

_ “The 0.1 M solutionofpotassium hydrogen phthalate was prepared by dissolving 10.21 g of
potassium hydrogen phthalate (purity 99+%, Sigma) in 500 mLofwater. The pH 4 buffer
solution was prepared by placing 2 mL ofa 0.1 M sodium hydroxide solution and 250 mL ofa
0.1 M potassium hydrogen phthalate solution into a 500-mL flask and bringing the flask to
volume with water. The pHofthe buffer was adjustedto4.0 with hydrochloric acid.

o  pHT:

‘The 0.1 M solutionofpotassium phosphate waspreparedby dissolving 6.81 gofpotassium
phosphate, monobasic (KH;POy, purity 99.5% Sigma) in 500 mLofwater. The pH 7 buffer
Solution was prepared by placing 148 mL ofa 0.1 M sodium hydroxide solution and 250 mL of
the 0.1 M potassium phosphate solution into a 500-mL flask and bringing the flask to volume
with water. The pH of the buffer was adjusted to 7.0 with sodium hydroxide.

a pH:

‘The 0.1 M boric acid (H:BOs) solution in 0.1 M potassium chloride (KCI) was prepared by
dissolving 3.73 g ofKCI (purity 99.0%, Sigma) and 3.09 g ofHyBO, (purity 99.5%, Sigma) in
500mLofwater. The pH 9 buffer solutionwas prepared by placing 250 mL ofa 0.1 M HyBO,
solution in 0.1 M KCl and 106.5 mL ofa0.1 M sodium hydroxide solution into a 500-mL flask
and bringing the flask to volume with water. The pHofthe buffer was adjusted t0 9.0 with
Sodium hydroxide.

‘Water used for buffer preparation was obtained from a Barnstead NANOpure® Diamond water
~ purification system. The water resistivity is >18.2 megachmecm.All buffer solutions were

eeeeee em ——
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sterilized prior to use by filtering through Corning Sterilization Filer systems with 0.22 ym
cellulose acetate filters. The buffer solutions were storedatroom temperature.

3. Equipment

pi Meter: Orion Model 250 A.
Water Bath Water bath:Lab-Lin Force Reciprocating Water Bath Shaker, Model 4682

Autoclave: AMSCO Model 3023
tutomatic Pipers: Research Pro 100, 1000, 5000; Eppendorft
Balance: Mettler AE-100
Sonicator: Branson Model 1210o Branson Model 5200
Contifuge: Sorvall RT7
Vortexer: Muli-ube vortexer, VWR
Glass Vis: 10 mi. borosilicate crimp top glass vials (Supelco) with 20 mm T/buty! septs and aluminum

foil The vil, fol, andsepta were auloclaved at 121°C fo 30 min before use.

B. Methods

1. Preliminary test

‘The preliminary test was performed on [ Jat 50°C at eachofthe pH 4.0, 7.0,
9.0:and at 37°C for pH 1.2. The same sample preparation procedure and study design was
followed for each of the pH levels tested. Approximately 100 mgofthe [ 1
was weighed into each of sixteen 10-mL autoclaved glass vials and 3 mLofappropriate buffer

ol solution was added. The vials were crimp capped with the bottom of the septum covered with
autoclaved aluminum foil. Eightofthe vials were processed for analysis as the Day 0 samples.
‘The remaining eight samples were wrapped with the aluminum foil, submerged in the water bath,
and shaken at 100 rpm in the water bath for five days at the appropriate temperature. Eight vials
containing only 3mL of appropriate buffer were prepared to serve as the blanks. Fourofthem
were used as the Day 0 blanks and the other four were wrapped in aluminum foil and placed in
the water bath to be the Day $ blanks. Additionally, six vials containing 3 mLofappropriate.
buffer were spiked with 8-2 TBA stock solution (4.5 uL of 1020 mg/L 8-2 TBA). The vials
‘were crimp capped with the bottomofthe septum covered with autoclaved aluminum foil. Three
ofthe vials were used as the quality control (QC) samples for 8-2 TBA analysis on Day 0. The
other three vials were wrapped in aluminum foil and placed in the water bath together with eight
ofthe test substance vials. These served a role ofQC samples for 8-2 TBA analysis on Day 5.
Fourofthe Day 0or four of the Day vials and two blank vials were processed forthe pH
measurement and the [ ) determination. The other fourofthe Day 0 or
Day 5 vials, two blank vials, and 8-2 TBA QC vials were processed for the 8-2 TBA
determination.

2. pH measurement and temperature.

‘The pH was measured on Day 0 and Day 5 in the vials containing the buffer and the test
substancethatwere designated for the J analysis. The vials were
uncapped, the pH electrode was introduced to the vials and the pH reading was recorded. These
vials were further processed for [ Janalysis. The temperatureofthe water

-_—a
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- bath was monitored daily. The water bath temperature readings from the automatic temperature:

control were checked and recorded in the study records daily.
3. Analysisoftest substance

After the pH measurement, 0.3 mLofdiluted [ ) fluorosurfactant (H-24678) was added
0 each vial, the vials were recapped, vortexed for ten minutes, and centrifuged for fifteen
minutes at 3200 rpm. The addition ofthe [ | fluorosurfactant is necessary for wetting of
the [ Jand facilitates the pelletingof the material at the bottom of the vial
after centrifugation. After centrifugation the vials were uncapped and the supernatant was
discarded using a manual pipetter. The remaining solid material was dissolved by adding 10 mL
oftetrahydrofuran (THF) and sonication for 30 minutes. Approximately, 1 mL of the THF
solution was placed in aglass LC vial and subjected to LC-GPC analysis. The blank samples
were subjected to the same procedure except the pH measurement.

“The stock solutionofthe [ J was made by dissolving 0.15 g of[
Jin 10 mL ofTHF. Thirty minutesofsonication were required to completely dissolve the test
substance. Calibration standards for the [ J analysis weremadeby
appropriate dilution of the stock. The calibration standards ranged from 3000 to 15000 mg/L
[ 1. Fresh calibration standards were prepared for each instanceofanalysis.
Linear regressionofthe peak height vs. standard concentration was used to establish the.
calibration curves.

~~ Instrumentationandconditions:

LC System: Agilent HP 1100 with Agilent Refractive Index Detector (RID)Column: Styragel HR.4,7.8mm x300mm, Waters:
LC Sova: Tetmhydrofuran (THF)Flow Rate: | mimin
Column Temperature: 40°C
RI Detector Temperature: 35°C
Data Collection: 0.15 min
Injection Volume: SOL

4. Analysis of 8:2 TBA

Samples designated for 8-2 TBA analysis wereprocessedby injecting 6 mL acetonitrile through
the vial septum using a glass syringe. Neither Day 0 nor Day 5 samples were uncapped before
acetonitrile injection to avoid any lossesof 8-2 TBA. The vials containing injected acetonitrile
‘were vortexed for 15 minutes on a multtube vortexer. Subsequently, the vials were uncapped
and 1mLofthe extract was transferred toa glass LC vial, spiked with internal standard, crimp
capped, and subjected to LC/MS analysis for 8-2 TBA.

TH, 1H, 2H, 2H-perfluorodecan-1-0l (97.6%, Oakwood Products, West Columbia, SC) was used
as the analytical standardof 8-2 TBA. 1D, 1D, 2D, 2D, 3-13C-heptadecafluoro decanol (M+5)
(abbreviated as D-8-2TBA)was used as the intemal standard. Stock solutions (1000 mg/L) of
the analytical standard and the internal standard were prepared in methanol and were stored

- refrigerated. The calibration standards were prepared fresh for cach calibration in 50/50%
To
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- water/acetonitrile. The calibration standards were made in the range from 25 to 2550 ug/L §-2

TBA. A constant concentration of internal standard ws used: 520 ug/L D-C8-2A. The
calibration curves were contracted using the ratio of the peak area for fons m/z monitored for §-2
“TBA and peak area for ions monitored for D-8-TBA and the concentrations of §-2 TBA

Instrumentationandconditions:
HPLC nsirument Model 2195, Wars
MS Insiument 20. Micromass
LC Parameters:
Column Luna 30 C18 @),20mmx2mmVib Phase Amr

5 methanol
Gadi“Time (rin Pn un Flow (nmin)o Ey En 03s| 30 2 03s2 0 100 035

‘ 0 10 03sa Er wo 03s5 » oisColumn Temperature: 30°CInjection Veta: 04
Chum Switch Fudonin

- MS Parameters:lonizstion mode: [—
Coptayvolage: 35
Concvetoge: TovSou Temperature: 120°C
Desotvaton Temperature: 3000
Data Acquisition Function: 8:2 TBA: SIR”af463, 509,5230 min

D8: THA: SIR of468,514, 538mi:0-6 min
* These ons represent te deproonated molecular oof 8-2 TBA (v2 463), forma adduct of 8 TBA (mv 509,and state adductof8.2 TBA (mz 523), Te formate and acti adduct re fom because ofrss presenceoFcet andlor format in he system originating 1thr methods ht ae foo oe System an ilo theseComponents he mobile pce,

5. Caleulations

“The following calculations were used to determine the nominal concentrationsof )
(Tables 1-4) For example,if 0.1009 g of[ Jwas weighed ino the vial and
subsequently dissolved in 10 mL ofTHF during sample processing, this would represent the
nominal concentration of 100.9 mg/0.01 L=10,090 mg/L. The percent recovery is calculated bydividing the measured concentration by the nominal concentration, times 100%.
“The expected (nominal) concentrationof 8-2 TBA in the spiked samples was calculated asfollows: the 4.5 kL of 1020 mg/L 8-2 TBA spike represents 4.5 iL x 1020 ng/aL= 4590 ng 8.2_ TBA. Total volumeof extract is mL: 3 mL ofbuffer and 6 mi ofacetonitrile. The expected
ee————ree
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nominal concentration of 8-2 TBAintheextract is: 4590 ng/9 mL=510 ng/mL. The percent
recovery is calculated by dividing the measured concentration by the nominal conceniration,
times 100%

‘The expected concentration of 8-2 TBA in the acetonitrile extract if 10%ofthe [ ]
hydrolyzed can be estimated in the following way. Tenpercentof 100 mg of[ ]
represents 10 mg. Taking into account that the test substance contain [ J fluorine and
assuming that all fluorine is present in the formofbound 8-2 TBA, the hydrolysisofthe 10 mg
ofthe test substance would release: [ 1
It 15.56 mg 8-2 TBA. This amount of 8-2 TBA would be contained in

9 mLsofextract. Therefore, expected concentration of 8-2 TBA would be: 5.56 mg/0.009 L=
618 mg/L.
The | } contains residual raw material, 8-2 TBA. The expected, maximum
concentrationof 8-2 TBA derived from the 8-2 TBA present in the extract, assuming complete
extraction, is: 100 mg of[ 1% (0.016%/100)/0.009 L= 1.78 mg/L
(1780 pil).

-
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RESULTS AND DISCUSSION

Tables 1-4 present the results for measured concentrations of[ Jand percent
recoveries obiained for Day 0 and Day 5 replicate samples for pH 1.2, 4.0, 7.0, 9.0, respectively.
‘The average percent recoveries for the Day 0 and Day $, pH 1.2 replicate samples are
101 1.2% and 101 1.0%, respectively. The average percent recoveries for the Day0 and
Day 5, pH 4.0 replicate samples are 100 + 0.5% and 97 2.1%, respectively. The average
percent recoveries for the Day 0 and Day 5, pH 7.0 replicatesamplesare 101 + 1.3% and
100+ 0.8%, respectively. The average percent recoveries for the Day 0 and Day 5, pH 9.0
replicate samples are 100 1.0% and 104 & 2.5%, respectively. The relative difference between
the Day 5 and Day 0 concentrationsofthe test substance was less than 10% for any of the.
investigated pHs. This indicates that the [ Jis hydrolytically stable at
investigated pH. Figures | to 4 compare the LC chromatograms of four replicates of Day 5
‘samples with the chromatogramsoftwo calibration standards for pH 1.2, 4.0, 7.0, 9.0,
respectively. The shapeofthe chromatographic peak, eluting from 7 to 11 minutes, is indicative
of the molecular weight distributionofthe 1. The hydrolysis of[
J would result in changeofthe observed peak shape. Comparison of the peak shapeofthe
freshly made calibration standards of[ Jand the Day § samples indicates
that no evident changeofthe peak shape for Day 5 samples was observed for any of the
investigated pHs. This further supports the conclusion of[ T hydrolytic

—- stability. Figure presents the LC chromatogramsofthe Day 5 blank samples for pH 1.2, 4.0,
7.0,and 9.0.

Additional evidence supporting the hydrolytic stability of[ J can be derived
from the measured concentration of 8-2 TBA. The hydrolysis of[ J would
result in the release of8-2 TBA and the increase of 8-2 TBA concentration in the test system.
Based on the charcterization data, the test substance contains 0.016% of residual 8-2 TBA.
Assuming that the buffer extracts all the 8-2 TBA during the time ofhydrolytic stability
experiment, the expected concentration of 8-2 TBA in the processed extract (3 mLbufferand
6mLacetonitrile) would be 1.78 mg/L (see B.S Calculations). Similasly, the expected
concentration of 8-2 TBA in the extract, if 10% of[ J was hydrolyzed, is
618 mg/L (see B.S Calculations). Tables 5-8 present the measured concentrationsof8-2 TBA in
the extracts for Day 0 and Day S replicate samples for pH 1.2,4.0, 7.0, 9.0, respectively. The
data shows a significant increaseof 8-2 TBA concentration in the Day 5 samples, when the
average concentration of 8-2 TBA for Day 0 and Day 5 samples are compared. However, the
concentrations reach only someofthe expected level of fully extracted 8-2 TBA (1780 pg/L) and
these are approximately two ordersof magnitude lower than the concentrations expected when
10%ofthe test substance would hydrolyze. The increaseofthe 8-2 TBA concentration between
the Day 0 and Day § samples is simply a resultofextraction ofthe 8-2 TBA from [
during the hydrolytic stability experiment at elevated temperature (S0°C or 37°C). The percent

recovery results for 8-2 TBA (Tables 5-8) support the validityof the 8-2 TBA measurement in
the Day 0 and Day 5 samples for all investigated pHs. The Day $ sample percent recovery
results demonstrate thatno significant lossof 8-2 TBA occurred from the test system during the

_ hydrolytic stability experiment. Figure 6 shows representative calibration curve obtained for 8-2

—_—
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- TBA. Figures 7-9 show chromatograms for 8-2 TBA calibration standard, Day 0, pH 4.0 test
sample, and Day 0, pH 4.0 blank sample, respectively.

Table 9 summarizes the water bath temperature data for pH 1.2, 4.0, 7.0, and 9.0. In all cases,
the water bath temperature was maintained at the specified level with deviation not exceeding
£0.1°C.

‘Table 10 summarizes resultsofthe pH measurements for Day 0and Day $ samples for pH 1.2,
4.0,7.0,and 9.0. The measured pH for Day 0 and Day $ replicate samples for all of the
investigated pHs was at the specified nominal level with the deviations not exceeding+ 0.1.

CONCLUSIONS

‘The hydrolytic stability of{ 1,a fluorotelomer-based acrylate copolymer,
was tested in buffered aqueous solutions at pH 4.0, 7.0,9.0 at 50°C and pH 1.2 at 37°C for five
days. The [ 1 was demonstrated to be hydrolytically stable under these test
conditions. The stabilityofthe [ J was demonstrated by the comparison of
the percent recoveries of[ for Day 0and Day § samples and analysis of
chromatographic peak shape for Day 5 samples. The difference in percent recoveries for Day 0
and Day 5 samples did not reach the critical level of 10% that would indicate the hydrolysis of
the test substance for anyof the investigated test conditions. In addition, the measured

—- concentrationsof 8-2 TBA indicated an increaseof the 8-2 TBA concentration between Day 0
and Day 5. The increase of the 8-2 TBA concentration can be accounted for by the presence of
the residual 8-2 TBA in the test substance. The increaseof 8-2 TBA concentration is
approximately two ordersofmagnitude lower than the concentration of 8-2 TBA expected if
10% of the test substance hydrolyzed

RECORDS AND SAMPLE STORAGE

Specimens(ifapplicable), raw data, and the final report will be retained at Haskell Laboratory,
Newark, Delaware, or at Iron Mountain Records Management, Wilmington, Delaware.
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- Table 1: Analytical results for aqueous stability of | 1, pH 1.2, 37°C,

Days 0 (10-Sep-2003) and 5 (15-Sep-2003).

Crrrr
[lol owTowTw]
[afolal wwTewwm |
fralodsl wwTewTm)
[oaTola] ow TT iowTw |

1
[AweTw]

CC] —[ —T —
[2TsThTew 1 ow 17» |
[eTweTow Tw
essmmTow To
[re lsTeT wwTmTw |

1~ ome
[vom]

IT
Company Saiz. Boo nt continTSCA GBI.in



( )Hydrol Sabi of 250 Funcionofpit Dupont13202
- Table 2: Analytical results for aqueous stability of| 1, pH 4.0, 50°C,

Days 0 (28-Aug-2003) and 5 (02-Sep-2003).
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Table 3: Analytical results for aqueous stability of[ 1,PH 7.0, 50°C,
Days 0 (28-Aug-2003) and § (02-Sep-2003).
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Table 4: Analytical results for aqueous stability of | 1, pH 9.0, 50°C,
Days 0 (03-Sep-2003) and 5 (08-Sep-2003).
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and 5 (15-Sep-2003).

Tom[|Rep|Concentration (191)|_Concemraton (pl)
rrrT

[oafof 1wT
[eo=»
[elo 1
[eels Tw 11
11 1 1
[TT1 wweTw [1]
[1 1 1 swtperiwnJ =» TT 1
rrr rT
[aoe]soTs Tw|
[2Toteal so 1 ss 1 we|
[loessTov Tw|
TT
CTawe Tw]

— [|swaiboisn|as |
rr 1 1 1

[feTw1
Lastew 1]
[ess Tw
-
1 [11
CTawe eT

—] | 1
[esTeal wnTwTw|
[aseal soTai[7 |
[aTsJeal so1we Tw |
TT
TT ewe 7% |
CT1seston| 55|

eee BeEe



[— Joa Fanconi pr
Table 6: Measured concentrationsof 8-2 TBA for pH 4.0, 50°C, Days 0 (28-Aug-2003)

and 5 (02-Sep-2003).

enem |Concentration (ug/L). Concentration(up/L)*
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- Table 7: Measured concentrations of8-2 TBA for pH 7.0, 50°C, Days 0 (28-Aug-2003)

and 5 (02-Sep-2003).
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‘Table 8: Measured concentrations of 8-2 TBA for pH 9.0, 50°C, Days 0 (03-Sep-2003)

and 5 (08-Sep-2003).

PNETConcentration(ug/L)| Concentration (sgl) *
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Table 9: Daily temperature readings of the shaking water bath.
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Table 10: pH measurements for Day 0 and Day 5.
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- Figure 1: LC chromatograms of four Day 5, pH 1.2 replicate samples (4), 7500 mg/L (B),

and 15000 mg/L (C) calibration standardsof I
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Figure 2: LC chromatograms of four Day 5, pH 4.0 replicate samples (A), 7500 mg/L (B),
and 15000 mg/L (C) calibration standards of| »
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- Figare3: LC chromatograms of four Day 5, pH 7.0 replicate samples (A), 7500 mg/L (B),

and 15000 mg/L (C) calibration standards of | I
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= Figured: LC chromatograms of four Day 5, pH 9.0 replicate samples (A), 7500 mg/L (B),
and 15000 mg/L (C) calibration standards of| 1
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- Figure 5: Representative LC chromatograms of blank samples for Day 5, pH 1.2, 4.0,
7.0, and 9.0.
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- Figure 6: Representative calibration curve for 8-2 TBA.
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Figure 7: Representative chromatogramsof25.5 ug/L 8-2 TBA calibration standard
a and 520 pg/L D-8-2 TBA internal standard.
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Figure: Representative chromatograms for Day 0, pH 4.0 hydrolytic stability sample
and 520 pg/L D-8-2 TBA internal standard.
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Figure 9: Representative chromatograms for Day 0, pH 4.0 blank sample.
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