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GC - MS determination of related substance
in alltride and study on its stability

WEI Ning —yi WU Jian —min ZHANG Qi — ming’

( National Institutes for Food and Drug Control Beijing 100050 China)

Abstract Objective: To establish GC — MS methods to determine related substance in alltride and study on stabil—-
ity. Methods: Using a GC — MS method with DB —5MS capillary column(30 m x0.25 mm x0.25 pum) which
temperature rose by program. The initial temperature was 60 “C  maintained for 5 min rose to 220 “C with a rate
of 10 °C * min "' maintained for 5 min. The temperature of ion source was 200 °C. Results: The content of relat—
ed substance in two batches of alltride was 7.20% and 10. 11% by GC — MS method. The main impurities are dial—-
lyl sulfide diallyl disulfide and diallyl tetrasulfide. Conclusion: This method is fast simple and reproducible and
suitable for the determination of related substance in alltride and study on stability.
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Tab 1 Identification results of related substances of alltride

tr/min

( peak No.) (ions) m/z ( chemical structure) (similar search)
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( 1100104) 25 mg

25 mL o
; 1 mL I mol « L'
1 mL 2 h 1 mol L'
1 mL
. 1 mL I mol + L™
1 mL 2 h 1 mol « L' 1
mL o
: 1 mL 3%
1 mL 2 h
254 nm 2h
60 °C 2h
( 2
4.2 ( :100104)
1 mL
1.013 mg * mL ™"

0. 01013 0. 05065
0.1013 0.5065 1.013 mg * mL ™'
1 nL -
; (C)
(A) :
A=1.341 x10C +1.023 x10° r=0.9991
0.01013 ~1.013 pg

4.3
0.01013 mg * mL ™'

SIN=3 0.02540 ng; S/N =10

0.1013 ngo
4.4 (0.01013 mg
mL ") 6
RSD 1.1%; 6
( 0.01 mg * mL™")
RSD 1.5%
02468h
8 h RSD 2.1%
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A Tab 2 Determination results of related
substances of alltride
( Lot No.) ( diallyl ( diallyl ( diallyl ( individual ( total
sulfide) disulfide)  tetrasulfide) impurities) impurities)
’ | | J . #F it (sample) 041025 0.61 5.00 1.20 0.40 7.21
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c Tab 3 Content of related substances in accelerated testing
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( storage time) /d ( room temperature) /25 °C
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Fig2 GC -MS TIC of destructive test
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