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TESTSUBSTANCESTABILITYOFH24921

Mca san je unter [WD]Haskell Sample Number, 24001
Analytical Report Number DuPont 13707

A sampleofH-24921 wa received July 11, 2003, nd angyzedon Jay 14,2003. 1)perceage of activ ingredient (1.1) wis measured (0 it'sran
r nominal for replicate analyses (n=3). The sponsorreported a purity hen

to le was submitted.
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~ METHODS

Analysis of H-24921 was by high-performance liquid chromatography/tandem mass
spectrometry(LEMS/MS). Negative-ion electrospray is used to generate negatively
charged ions iare selected with the firstMS quadrupole, collisionally

isggciated using argon,and afragmentonismonitored.
s used as an intemal standard.

‘SAMPLE PREPARATION & ANALYSIS
Aliquots (0.0300, 0.0301, and 0.0322 grams) of H-24921 were dissolved in Nanopure®
water (100 mL) to the nominal concentrations of 300, 301, and 322 ppm. These were
further diluted to 0.00315, 0.00316, and 0.00338 ppm with the appropriate amount of
internal standard added and analyzed according to the following method.

CHROMATOGRAPHIC CONDITIONS

LCparameters
Tnstrument: Hewlett Packard Model 1100HPLC
Columa: Zorbax® RX-C8, 2.1 mm x 150 mm,

Spm
Flow Rate: 0.4 mL/min
Injection Volume: soul
Column Temperature: ~~ 30°C

~~ Column Switch: 40 minutes
Mobile Phase: 0.15% Acetic Acid/Acstonitrile

Gradient:
Time (min) % Acetonitrile
00 5
09 5
10 80
60 8
61 5
70 5

MSparameters
Instrument: Micromass Qualtro Micro Tandem MS
Tonization mode: Electrospray (EST), negative ion
Capillary voltage: 2760
Cone Volage: 15V
Source Temperature: 200 -
Desolvation Temperature: 2,350"
Sean function: ipag 10.369 mz (danghter)

15 mz (parent) to 369 mlz
aughter)

Retention Te.of]ric $2min(S04L
injections)

—~
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~~ CALIBRATION & QUANTITATION

A stock solution oftheH-24921 (separate sample used as analytical reference) was
‘made in Nanopure®water. Appropriate aliquotsofthe stock were diluted withNanopure®hppaiseskver dived wisNeopalten State aold he rtonionof bo tedincsaiGvic
Analysisof H-24921 was by high-performance liquid chromatography/tandem massom, NopeI romain= Colw ar fed gr repoheSoe ns ie ihe wedioovieOibt,eleeinespl ionsTecoce vespsderolyeigpk mioiEYmeEy sienyssn beek ifmi
RESULTS

H:24921 eluted from the HPLC column as a resolved peak with a retention timeere$5ian he mene pe visenon ne egTo
~ et.Teta ysmt sein 1pi pie Eeet Tomes Meer NoweTRPoms oo
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