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102.1% ,100.3% ~102.2% ,RSD 4% % 0.7% .0.4% .0.3% 0.6 % (n=9) , %# %7 kB @A &R AEH, TR TR FTAEH40 R
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Determination of Residual of 4 Kinds Organic Solvents in Ecabet Sodium Crude Drug by Capillary GC

DI Xue', LIU Yan-hua®, WANG Hai-bo', ZHANG Hui', WANG Tian-min' (1.College of Pharmacy, Liaoning Uni-
versity of Traditional Chinese Medicine, Liaoning Dalian 116600, China; 2.Beijing Fresenius Kabi Pharmaceutical
Co., Ltd,Beijing 100007, China)

ABSTRACT OBJECTIVE: To establish a method for the determination of residuals of petroleum ether, ethanol, xylene and ace-
tic acid in ecabet sodium crude drug. METHODS: Capillary GC was performed on the column of PGE-20M capillary column at the
flow rate of 1.7 ml/min, detector was hydrogen flame ionization detector, carrier gas was nitrogen with high purity, column temper-
ature was 45 “C, maintaining 4 min, it increased to 80 °C with rate of 10 °C/min, then increased to 135 °C with rate of 30 °C/
min, maintaining 3 min, the injection mode was direct injection, inlet temperature was 250 °C, and the volume injection was 1.0 pl.
RESULTS: The mass concentration was 0.050-1.952 g/L for petroleum ether, 0.050-1.941 g/L for ethanol, 0.024-0.948 g/L for xy-
lene and 0.050-1.947g/L for acetic acid (»=0.999 1-0.999 7); RSDs of precision, stability and reproducibility tests were no more
than 1.7% ;recoveries were 99.3%-101.0% (RSD=0.7% ,n=9) ,102.3%-103.7% (RSD=0.4% ,n=9) , 101.2%-102.1% (RSD=
0.3% ,n=9) and 100.3%-102.2% (RSD=0.6% ,n=9), respectively. CONCLUSIONS: The method is simple and accurate, and
can be used for the control of residual of organic solvents in ecabet sodium crude drug.
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Fig1 GC chromatograms
A.mixed reference substance solution; B.test sample solution; 1.petro-
leum ether; 2.methanol ; 3.ethanol ; 4.xylene ; 5.acetic acid
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Content Determination of Menthol in 56 Batches of Qiangli Pipa Syrup by HS-GC
CHAI Xin-li, ZHU Chun-xian, JIANG Ling-li, SONG Jian-feng (Quzhou Institute for Food and Drug Control,
Zhejiang Quzhou 324000, China)

ABSTRACT OBIJECTIVE: To establish the HS-GC method for the content determination of menthol in Qiangli Pipa syrup, and
the content of menthol in 56 batches of Qiangli Pipa syrup commercially available was determined. METHODS: HS-GC was per-
formed on the column of Agilent HP-INNOWAX, column temperature was 130 °C (maintaining 7 min), FID was used as detector,
inlet temperature was 200 °C, detector temperature was 250 °C, carrier gas was high-purity nitrogen, flow rate was 3 ml/min, split
ratio was 10: 1 and the injection volume was 1 000 ul. RESULTS: The linear range of menthol was 0.007 07-0.141 40 mg/ml(r=
0.999 1) ; RSDs of precision, reproducibility and stability tests were no more than 3.37% ; average recovery was 94.3% -99.6 %
(RSD=1.86% ,n=6). There was significant difference in the contents of menthol in 56 batches Qiangli Pipa syrup. CONCLU-
SIONS: The method is simple, sensitive, accurate and reliable, and can be used for content determination of menthol in Qiangli Pi-
pa syrup. The sampling results show it is necessary to update the detecting items for the content of Qiangli pipa loquat and strength-
en the quality control of it.

KEYWORDS Qiangli Pipa syrup; HS-GC; Menthol; Content determination
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