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STUDY INFORMATION

‘SubstanceTested: [ l

Synonyms/Codes: + [ ]
+ H25435
«1 1

HaskellNumber: 25435

Composition: [ ]
{ 1
r ]
r 1
[ 1

( 1

KnownImpurities: None identified

_ Physical Characteristics: Amberbrown liquid

Stability: The test substance appeared to be stable under the
conditionsofthe study; no evidenceofinstability was
observed.

Study Initiated/Completed: May 4, 2004/(see report cover page)

In-LifeInitiated/Completed: May 6, 2004/July 6, 2004
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SUMMARY

The hydrolytic stability of H-25435 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. [ representing
major chemical species present in H-25435 were monitored during the hydrolytic stability study.
Measured concentrations and recoveries of individual [ J reported as
average concentrations and recoveries for Day 0 and Day 5 replicate samples, were used to
evaluate the hydrolytic stability of H-25435. The average percent recoveries for the Day 0 and
Day 5, pH 1.2 replicate samples were 76: 5.9% and 63 + 28%, respectively. The average
percent recoveries for the Day 0 and Day S, pH 4.0 buffer replicate samples were 97 3.0% and
95 44.4%, respectively. The average percent recoveries for the Day 0 and Day 5, pH 7.0
replicate samples were 92: 1.1% and 90 + 0.9%, respectively. The average percent recoveries
for the Day 0 and Day 5, pH 9.0 replicate samples were 96 0.6% and 95 9.3%, respectively.

‘The H-25435 was demonstratedtobe hydrolytically stable at pH 9.0, pH 7.0, and pH 4.0. The
data obtained for hydrolytic stability of H-25435 at pH 1.2 show the differenceofaverage
recoveries for monitored [ between Day 0 and Day $ samples is larger than
10 percent. However, a precipitate was observed after additionofthe test substance to the
pH 1.2 buffer. The precipitate was difficult to completely dissolve even after addition of
acetonitrile and extended sonication, especially for the Day 5 samples. This lowered the:
observed recoveries, especially for the bis esters. Therefore, the observed change in the average

-— recoveries between the Day 0 and Day 5 samples is most likely because ofobserved solubility.
problems rather than hydrolysis.

‘The measured concentration of 8-2 TBA did not indicate any hydrolytic degradationof H-25435
108-2 TBA for any of the investigated pHs. The observed concentrations of 8-2 TBA can be
explained by the residual 8-2 TBA present in the test substance (H-25435). There was no
significant increase of 8-2 TBA concentration observed between Day 0 and Day 5 samples for
any of the investigated pHs.

— eppp
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INTRODUCTION

‘The purpose of the study was to investigate the hydrolytic stability of H-25435 in pH 1.2, 4.0,
7.0, and 9.0 aqueous buffer solutions. The study was conducted according to the protocol:
"Hydrolytic stability of H-25435 as a functionofpH", which was pattemed after the OECD
Guideline 111.0" Additionally, the concentration of the 8-2 TelomerB Alcohol (8-2 TBA) was
monitored to investigateif 8-2 TBA is released from the test substance during the test.

STUDY DESIGN

A preliminary test was performed on the test substance at 50 0.1°C at eachof the 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.

MATERIALS AND METHODS

A. Materials

1. Test Substance
Name: Hasiss

Composition: ( 1
( 1
( 1
{ 1
( 1
t )

Haskell number: 25035

2. Residual 8-2 TBAin H-25435
Residual 8-2 TBA content in the test substance (H-25435)was determined by LC/MS using the
same analytical method as described in Analysis of 8-2 TBA in Methods. Five replicate samples
of H-25435 (approximately 45 mg) were introduced to glass vials, weighed, 10 mL ofTHF
(tetrahydrofurane) was added, vials crimped, and sonicated for 1.5 hours.A 0.1 mL aliquot of
dissolved sample was transferred to a glass LC vial and 0.9 mL acetonitrile and intemal standard
(D-8-2 TBA) was added. Calibration standards were made in 10/90% THF/acetonitrile in the

- range from 100 to 10200 ng/mL 8-2 TBA.
-

Company Saniized. DocsNotContinTSCA CBI.
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3. Preparationofbuffer solutions
“The following buffer solutions were prepared as described in the Annex to OECD
guideline 111.0

a pHI2

“The 0.2 M potassium chloride (KCI) was prepared by dissolving 3.73 g of KCI (purity 99.0%,
Sigma) in 250 mLof water. The 0.2 M hydrochloric acid (HCI) was prepared by diluting 4.5 mL.
‘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 MKCland [  ] mL ofa0.2 M HCI solution into a 500-mL
ask and bringing the flask to volume with water. The pHofthe buffer was adjusted to 1.2 with
sodium hydroxide.

bo pH4

“The 0.1 M solution of potassium hydrogen phihalate was prepared by dissolving 5.1 g of
potassium hydrogen phthalate (purity 99-+%, Sigma) in 250 mLof water. The pH 4.0 buffer

solutionwas prepared by placing2mL of2 0.1 M sodium hydroxide solution and 250 mLof a
0.1 M potassium hydrogen phthalate solution into a 500-mL flask and bringing the flask to
volume with water. The pHofthe buffer was adjusted to 4.0 with hydrochloric acid.

e  pHT:

- The 0.1 M solutionofpotassium phosphate was prepared by dissolving 3.4 gofpotassium
‘phosphate, monobasic (KHzPOs, purity 99.5%, Sigma) in 250 mLofwater.The pH 7 buffer
Solution was prepared by placing 148 mLof a 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 flak to volume
with water. The pH of the buffer was adjusted to 7.0 with hydrochloric acid

a pH:

“The 0.1 M boric acid (HBO) solutionin 0.1 M potassium chloride (KCI) waspreparedby
dissolving 1.90 g of KCI (purity 99.0%, Sigma) and 1.55 g ofHyBO (purity 99.5%, Sigma) in
250 mLof water. The pH 9.0 buffer solution was prepared by placing 250mL of a 0.1 M H;BOs
solution in 0.1 MKCl and 106.5 mL ofa 0.1 M sodium hydroxide solution into a 500-mL flask
and bringing the flask to volume with water. The pH of the buffer was adjusted t0 9.0 with
hydrochloric acid.

‘Water used for buffer preparation was obtained from a Banstead NANOpure Diamond water
purification system. The war resistivity was > 18.2 megaohmeem. All buffer solutions were
sterilized prior to use by filtering through Corning Sterilization Filter systems with 0.22-pm
cellulose acetate filter. The buffer solutions were stored at room temperature.

ee
Company Saiz. DossNt Cons TSCA CBI
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Hydrolyic Stability of H-25435 as a Functionof pit DuPont 14965

4. Equipment
pH Meter: Orion Model 250 A
Water Bath Precision Reciprocal Shaking Water Bath, Model 50, Precision

Autoclave: AMSCO Model 3023
Automatic Pipers: Rescarch Pro 100, 1000, 5000; Eppendorf
Balance Mettler AE-100
Contifuge: Sorval Legend RT
Vortexer: Muli-tube vortexer, VWR.
Glass Vials: 10mL borosilicate Serum Type Reaction vials (Supelco) with 20 mumBari Septa

(FoilSilicone), 0.1" thick (Supelco). Thevials andsepta were autoclaved at 121°C for
30 min before se

B. Methods

1. Preliminary test
‘The preliminary test was performed on H-25435 at 50°C at each of the 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
ach of the pHs tested. Approximately 45mgof the H-25435 was weighed into sixteen 10-mL.
autoclaved glass vials and 3 mL of appropriate buffer solution was added. The vials were crimp
capped with the aluminum foil covering the partof the septa facing the inside of the vial. Eight
ofthe vials were processed foranalysisas the Day 0 samples. The remaining eight sampleswere
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 3 mL of
appropriate buffer were prepared to serve as the blanks. Four of them were used as the Day 0
blanks and the other four were wrapped in aluminum foil and placedinthe water bath to be the
Day 5 blanks. Additionally, six vials containing 3 mLof appropriate buffer were spiked with
8-2 TBA stock solution (4.5 uL of 1040 mg/L 8-2 TBA). The vials were crimp capped with the
aluminum foil covering thepartof the septa facing the inside of the vial. Threeofthe vials were:
used as the 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
serveda role of QC samples for 8-2 TBA analysis on Day 5. Fourofthe Day 0 or fourofthe.
Day 5vials and two blank vials were processed for the H-25435 determination. The other four
ofthe Day 0 or Day 5 vials, two blanks 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 $ in the vials containing the bufferandthe test
substance, designated for the H-25435 analysis. The vials were uncapped, the pH electrode was.
introduced to the vials and the pH reading was taken. These vials were further processed for
H-25435 analysis. The temperatureofthe water bath was monitored daily. The water bath has.
an automatic temperature control built in. The readingsofthe temperature control were checked
and recorded daily.

3. Analysis oftest substance
H-25435 is amixture of[ 1The 1

- present in H-25435 10
-
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The test substance H-25435 has not been characterized to determine the actual contentsofthe.
chemical species that were monitored during the study. The concentrations of individual
chemical species that were monitored during the study were represented as the total
concentration of the H-25435.

Vials designated for H-25435 analysis were uncapped, 6 mL of acetonitrile was added, vials
were recapped and vortexed for 30 minutes. Theobtained extract was diluted1:1000with 2:1
acetonitrile:water before analysis. The blank samples were subjected to the same procedure,
except the pH measurement.

“The stock solutionof H-25435 was made by dissolving 0.01 g of H-25435 in 10 mL of2 mL.
isopropanol:8 mL water. Calibration standards for the H-25435 analysis were made by
appropriate dilutionofthe stock. The calibration standards ranged from 1 10 10 mg/L of
H-25435. Fresh calibration standards were prepared for each instanceofanalysis. Linearor
quadratic regression of the peak area vs. standard concentration was used to establish the:
calibration curves.

_—
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Instrumentationand conditions:
HPLC Instrument Model Agilent 1100, Agilent
MS Instrument Quatro Micro, Waters

LCParameters:
Column: Xterra MS C18, 30mm x2.1mm,2. um
Mobile Phase: Ae 0.15% (vv) acetic ackd/10 mM triethylamine in water

B- 0.15% (vi) aceticacid/10mM ricthylamine in methanol
Gradicat:
Time (min) %B Flow (mmin)

00 s0 025
20 100 025
80 100 025
81 100 030
101 100 050
102 50 025
150 50 025

Colum Temperature: soc
Injection Volum: oul.
MS Parameters:
Tonization mode: Electrospray, negative ions
Capillary voltage: 321v
Cone volage: 2v

_ Source Temperature: 120°C
Desolvaton Temperature: ~~ 450°C
Data Acquistion Function: C6-P mono ester fon: SIRof #43 mz; 0-12 min

C8: mono eter ion: SIRof $43 miz; 0-12 min
C10-Pmonoester ion: SIR of643 miz; 0-12 min
(Co-P-IPA mixed est on: SIRof485 mz; 012 min
(CBPIPA mixed st ion: SIRof 585 mz; 0-12 min
(CI0-P-IPAmixed eser jon: SIR of685 miz; 0-12 min
(C6-P-CEbisester fon:SIRof789miz; 0-12 min
CPCBbiseset ion: SIR of 889miz: 0.12 min
‘CB-P-CBICE-P-CIO bis ester ion: SR of 989 miz; 0-12 min.
C10-P-C10 bis ste ion: IR of 1089 wz; 0-12 min

4. Analysis of 8-2 TBA
Samples designated for 8-2 TBA analysis were processed by injecting 3 mL methyl-tertbutyl
ether (TBE) through the vial septum using a glass syringe. The pH 1.2 samples required
neutralization before the extraction. Neutralization was done by injecting 0.27 mL of IN sodium
hydroxide to the sample vial before the MTBE addition. Neither Day 0 nor Day 5 samples were
uncapped before MTBE injection to avoid any losses of 8-2 TBA. The vials containing injected
MTBE were vortexed for 20 or 30 minutes on a multitube vortexer, centrifuged for 20 minutes at
4150 rpm at room temperature. Occasionally, the MTBE and aqueous layers would not separate.
even after centrifugation. In these cases, samples were be placed in a freezer at -20°C for
overnight storage, removed from the freezer, allowed to come to room temperature and
centrifuged for 20 minutes. Subsequently, the sample vials were uncapped and 0.1 mL of the

Ti
‘Company Sized. DossNo Contain TSCA CBI.
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MTBE extract was transferred toa glass LC vial, 0.9 mL acetonitrile added, the extract was
spiked with internal standard, crimped capped, and subjected to LC/MS analysis for 8-2 TBA.

‘The 1H, 1H, 2H, 2H-perfluorodecan-1-ol (97.6%, Oakwood Products, West Columbia, SC) was
used as the analytical standard of 8-2 TBA. The 1D, 1D, 2D, 2D, 3-13C-heptadecafluoro decanol
(M+5) (abbreviated as D-8-2 TBA) was used as the internal 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 freshly for each calibration in
10/90% MTBEacetonitile. The calibration standards were made in the range from 100 to
10,000 pg/L 8-2 TBA. A constant levelof internal standard was used: 515 ug/L D-8-2 TBA.
‘The calibration curves were constructed using the ratio of the peak area for ions m/z monitored
for 8-2 TBA and peak area for ions monitored for D-8-2 TBA and the concentrations of
82TBA.

Th
Company Saized. DocsNotCons TSCA CBI
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- instrumentation and conditions

HPLC Instrument Model 2795, Waters
MS lnstument 70, Waters
LC Parameters:Column tera MS CI,30mmx 2.1mm, 2.5 ym
Mobile Phase: Awaer

B- methanol
Gradient:Time (min) un us Flow (mm)o fy 0 02s

v EF 0 02s2 o 100 03s
i ° Ir} 03s
a 0 o 02s
5 0 wo 02s

Colma Temperature: 30°CInjection Votume: 204
Column Switch Zand min
MS ParametersTonizaton mode: Blctospy, negative ons
Capilry voltage: 25k
Cone voluge: ovSou Temperatures 120°C

- Desolvation Tempers: 30°C
Data Acquisition Function: $2 THA: SIRof463,523 0.6 minD-82 TBA: SIR of 467. 28 mis 0.6 min

5. Calculations
“The following calculations were used to determine the recoveries of individual chemical species
monitored for H-25435 (Tables 1-4). For example, if 0.045 gofH.25435 was weighed info the
vial and 3 mL of buffer was added to the val the nominal concentration that was assigned to
eachof the chemical species was: (0.045 g *1000 mg/g) /0.003 L = 15,000 mg/L. The nominal
concentration used for recovery calculation was an averageoffour replicates. The %recovery
was calculated by dividing the measured concentration by the nominal concentration, times
100%.
“The expected (nominal) concentration of 8-2 TBA in the spiked samples was calculatedas
follows: the 4.5 iL of 1040 mg/L 8-2 TBA spike represents 4.5 L x 1040 ng/pL= 4680 ng
8-2 TBA. This amount was extracted with 3 mL ofMTBE. The expected nominal concentration
of 8.2 TBA in the MTBE extract is: 4680 ng/3 mL=1560 ng/mL. The%recovery is calculated
by dividing the measured concentration by the nominal concentration, times 100%.
“The H.25435 contains residual 8-2 TBA. The expected, maximum concentration of 8-2 TBA
derived from residual 8-2 TBAinthe MTBE extract 3 mL), assuming complete extraction fora
45 mg sample of H-25435 is: 45 mg of H-25435 x (0.129%/100)/0.003 L= 19.4 mg/L
(19,400 ug/L).

Se———————A————————————
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Hydrolytic Stbilty of H-25435 as a FunctionofpH DuPon-14965

RESULTS AND DISCUSSION

Tables 1-4 present the results for measured concentrations and recoveries of individual [
J measured for H-25435 and average concentrations and recoveries for Day 0 and Day 5 replicate
Samples for pH 1.2, 4.0, 7.0, 9.0, respectively. The average concentration and recoveries were
calculated as an average of concentrations and recoveries of 1
‘monitored for H-25435. The average percent recoveries for the Day 0 and Day 5, pH 1.2
replicate samples were 76: 5.9% and 63 + 28%, respectively. The average percent recoveries
for the Day 0 and Day 5, pH 4.0 buffer replicate samples were 97 + 3.0% and 95 + 4.4%,
respectively. The average percent recoveries for the Day 0 and Day $, pH 7.0 replicate samples
were 924 1.1%and90 0.9%, respectively. The average percent recoveries for the Day 0 and
Day 5, pH 9.0 replicate samples were 96:= 0.6% and 95 + 9.3%, respectively. The difference of
average recoveries between the Day 5 and Day 0 samples was less than 10% for pHs 4.0, pH 7.0,
and pH 9.0 buffers. This indicates that the H-25435 is hydrolytically stable at these pHs
(12 >one year). Similarly, the difference in recoveries 1
for Day 0 and Day 5 samples at pH 4.0, pH 7.0, and pH 9.0 buffers were less than 10%, except
the C10-P-C10 bis ester at pH 4.0 and pH 9.0 buffer. The average recoveries for Day 0 and
Day 5 samplesofthe pH 1.2 bufferdifferby more than 10%. However, in case of pH 1.2 buffer
a precipitate was observed after additionof the test substance to the buffer. The precipitate was
difficult to completely dissolve even after addition of acetonitrile and extended sonication,
especially for the Day 5 samples. This lowered the observed recoveries, especially for the bis

- esters. Therefore, the observed change in the average recoveries between the Day0 and Day 5
samples is most likely because of observed solubility problems rather than hydrolysis.

Figure 1 shows example calibration curves for [ J monitored during the hydrolytic
stability study. Figures 2-5 show example chromatograms obtained for the monitored [ 1
fora pH 7.0, Day 0 blank sample, calibration standard containing 5.3 mg/L. H-25435, pH 7.0,
Day 0 test sample, and pH 7.0, Day 5 test sample.

The contentofresidual 8-2 TBA in H-25435 was measured using the procedure described in
Section A.2. Based on the resultsoffive replicatesofthe H-25435, the content ofresidual
82 TBA in H-25435 was calculated to be 0.129+0.0048%. Assuming that the buffer extracts all
the residual 8-2 TBA from the test substance during the time of hydrolytic stability experiment,
the expected concentrationof8-2 TBA in the test system would be 19.4 mg/L (19,400 pg/L).
(see 5 Calculations). Tables 4-8 present the measured concentrations of 8-2 TBA for Day 0 and
Day5 replicate samples for pH 1.2, 4.0, 7.0, 9.0, respectively. The concentrationsof 8-2 TBA
‘measured for the Day 0 samples are slightly higher than the expected concentrationof8-2 TBA
originating from residual 8-2 TBA. This may be due to different extraction methods used for
determinationofresidual 8-2 TBA in the test substance and the method used for analysis of
hydrolytic stability samples. The Day 5 concentrationsof8-2 TBA are comparable with these
observed for Day 0 samples. The observed differences in concentrationof8-2 TBA between the
Day 0 and Day $ samples for pH 7.0, 9.0 buffersare in the range of error for the analytical
‘method used (+15%). A decreaseof 8-2 TBA concentration between Day 0.and Day 5 may be
explained by adsorptionof 8-2 TBA on the precipitate observed for this pH. The difference of

—- 8-2 TBA concentrations between Day 0 and Day $ for pH 4.0 samples is larger than can be.
i
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explained by the analytical method error (Table 6). However, the observed QC sample
recoveries for Day 5 samples indicate higher than expected bias of the analytical method for this
Set of samples. Thus, the increase of 8-2 TBA concentration for Day 5 samples is most likely
due to analytical method performance rather than the test substance hydrolysis.

Figure 6 shows a representative calibration curve obtained for 8-2 TBA. Figures 7-10 show.
chromatograms for 8-2 TBA calibration standard; Day 5, pH 7.0 blank sample; Day 5, pH 7.0
test sample; and Day 0, pH 7.0 test sample, respectively.

‘Table 9 summarizes the water bath temperature recording 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 results of the pH measurements for pH 1.2, 4.0, 7.0, and 9.0. The
measured pHof Day 0 and Day 5 replicate samples for allofthe investigated pHs was at the
specified nominal level with the deviation not exceeding 0.1.

CONCLUSIONS

The hydrolytic stability of H-25435 was tested in buffered aqueous solutions at pH 4.0, 7.0,
9.0.21 50°C and pH 1.2 at 37°C for five days. The H-25435 was demonstrated to be

-~ hydrolytically stable at pH 9.0, pH 7.0,and pH 4.0 with ty >one year. The data obtained for
hydrolytic stabilityof H-25435 at pH 1.2 show the differenceof average recoveries for
‘monitored [ J between Day 0 and Day 5 samples is larger than 10 percent.
However, in case of pH 1.2 buffer a precipitate was observed after additionofthe test substance.
to the buffer. The precipitate was difficult to completely dissolve even after addition of
acetonitrileandextended sonication, especially for the Day 5 samples. This lowered the
observed recoveries, especially for the [ ) Therefore, the observed change in the
average recoveries between the Day 0 and Day 5 samples is most likely becauseofobserved
solubility problems rather than hydrolysis.

‘The measured concentration of 8-2 TBA did not indicate any hydrolytic degradationof H-25435
108-2 TBA for anyofthe investigated pHs. The observed concentrations of 8-2 TBA can be
explained by the residual 8-2 TBA present in the test substance (H-25435). There was no
significant increase of 8-2 TBA concentration observed between Day 0 and Day 5 samples for
anyofthe investigated pHs.

-_—=
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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.

REFERENCES

1. Organisation for Economic Cooperation and Development (OECD). May 12, 1981. OECD
Guidelines for Testing of Chemicals, Hydrolysis as a Functionof pH, OECD Guideline
No. 111.
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‘Table 5: Measured concentrationsof8-2 TBA for pH 1.2, 37°C, Days 0 (03-June-2004) and
5 (08-Jun-2004).
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‘Table 6: Measured concentrationsof8-2 TBA for pH 4.0, 50°C, Days 0 (13-May-2004) and
5 (18-May-2004).
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Table7: Measured concentrationsof8-2 TBA for pH 7.0, 50°C, Days 0 (06-May-2004) and
5 (11-May-2004).
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Table 8: Measured concentrationsof8-2 TBA for pH 9.0, 50°C, Days 0 (13-May-2004) and
5 (18-May-2004).
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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: Example calibration curves obtained for monitored] I

—TT
Company Sized. Docs otConsin TSCA CBI

ARz2



A ——— owrasos

Figure 2: Example chromatograms of monitored | Jobtained for a blank
sample for pH 7.0 buffer on Day 0.
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Figure 3: Example chromatograms of monitored | obtained for a
calibration standard containing 5.3 mg/L. H-25435.
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Figure 4: Example chromatograms of monitored| Iobtained for Day 0, pH 7.0
hydrolytic stability sample.
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Figure 5: Example chromatogramsofmonitored | Iobtained for Day 5,
PH 7.0 hydrolytie stability sample.
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Figure 6: Representative calibration curve for 8-2 TBA.

‘ompound name: 8-2TBA.
orrelation coefficient r = 0.999939, °2 = 0.999878.

alibrationcurve: 1.14978*x+12.1779
Response type: Intemal Std (Ref 2), Area * (IS Conc. /1S Area )
urve type: Linear, Origin: Exclude, Weighting: 1/x, Axs trans: None
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Figure 7: Representative chromatograms of 104 pg/L 8-2 TBA calibration standard and
515 ug/L D-8-2 TBA internal standard.
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Figure 8: Representative chromatograms for Day 5, pH 7.0 buffer blank sample.

051104507 Smooth(Mn 1x3) F1:SIR of 2channels,ES-
blank 1: pH 7; Day 5 463,523

6.89804003100

%

o min1.00 2.00 300 400 5.00

051104507 Smooth(Mn, 1x3) F2:SIR of 2 channels,ES-
— blank 1; pH 7; Day5 467,528

196604003100

%

o min100 © 200 © 300 400 5.00

—_—nmm Ho
CompanySniiae.DoesNotContainTSCACBL

aR



Hydrolytc StabilityofH.25435 ss FunctionofpH DuPont 14965

Figure 9: Representative chromatograms for Day 5, pH 7.0 hydrolytic stability sample and
515 ug/L D-8-2 TBA internal standard.
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Figure 10: Representative chromatograms for Day 0, pH 7.0 hydrolytic stability sample
and $15 pg/L D-8-2 TBA internal standard.
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