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Determination of 4 Kinds of Residual Organic Solvents in Bendazac Lysline Raw Material by Head-space
Capillary Gas Chromatography

LANG Xiao-dong"’*, XU Hong-xiang’, HU Zheng-guo‘, FU Ying-hua’ (1.Pinghu Food and Drug Administration,
Zhejiang Pinghu 314200, China;2.College of Pharmacy, Shandong University, Jinan 250012, China; 3.Jiaxing
Institute for Food and Drug Control, Zhejiang Jiaxing 314001, China; 4.Zhejiang SHAPUAISI Pharmacy Co.,
Ltd., Zhejiang Pinghu 314200, China;5.Medical School of Jiaxing College, Zhejiang Jiaxing 314001, China)

ABSTRACT OBJECTIVE: To establish a method for simultaneous determination of residual organic solvents, ie. ethylene glycol
dimethyl ether, ethanol, xylene and chlorobenzene in bendazac lysline raw material. METHODS: Head-space GC was used. The
separation was carried on HP-INNOWAX bonded with polyethylene glycol silici capillary column by temperature programming.
Temperature of inlet was 200 °C and that of FID was 250 “C, by splitless injection. The head-space vials were balanced at 85 °C
for 30 min, and injection time was 1 min. RESULTS: The linear relationship was obtained for 4 residual solvents. ie. ethylene gly-
col dimethyl ether, ethanol, xylene and chlorobenzene in their respective concentration ranges (r=0.997 2-0.998 9, n=6). LODs
were 0.1, 0.01, 0.3 and 0.5 pg/ml, and LOQs were 0.3, 0.03, 0.8, 1.5 pg/ml, respectively. The average recoveries were 105.6%
(RSD=1.9% ), 103.4% (RSD=2.4% ), 103.0% (RSD=5.4% ) and 109.4% (RSD=5.4% ), respectively (n=6). CONCLU-
SIONS: The developed method is sensitive, reproducible and accurate for the control of residual organic solvents in bendazac
lysline raw material.

KEY WORDS Bendazac lysline raw material; Residual organic solvents; Head-space sampling; Capillary gas chromatography
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Figl GC chromatograms
A. substance control; B. test samples; 1. ethylene glycol dimethyl ether;
2. ethanol; 3. m-xylene; 4. o-xylene; 5. ethylbenzene; 6. p-xylene; 7.
solvent (dimethylformamide) ; 8. chlorobenzene
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Tab 1 Linear range, LOD and LOQ of 4 organic solvents
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Content Determination of Chlormethine Hydrochloride Tincture by Gas Chromatography
LI Jie(Henan Institute for Food and Drug Control, Zhengzhou 450003, China)

ABSTRACT OBIJECTIVE: To establish a method for the content determination of Chlormethine hydrochloride tincture. METH-
ODS: Gas chromatography was used and compared with previous method (titration method). DB-225 capillary column was used
and FID detector temperature was 250 “C by temperature programmed. N. was carrier gas with split sampling, inlet temperature of
200 °C and injection volume of 1 pl. RESULTS: The linear ranges of chlormethine hydrochloride were 0.05-1.00 mg/ml (»=0.999 9).
The limit of detection was 0.01 pg, and average recovery rate was 101.0% (RSD=0.81% ). Results of content determination of 4
batches of samples in expiration date were same between 2 methods; the average RSDs of 10 batches of samples were 0.54% ,

0.69% , respectiverly. CONCLUSIONS: The method is simple, accurate and reliable.
KEY WORDS Chlormethine hydrochloride tincture; GC; Content determination
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