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Determination of 5 Kinds of Residual Organic Solvents in Difluprednate Crude Drug by Capillary GC
FENG Guang-ling"*, FENG Ai-guo’, DING Wen-juan’, KONG Xiang-yu"’, LIU Xian-hua'*(1.Shandong Institute
of Pharmaceutical Industry, Jinan 250101, China;2.Shandong Provincial Key Laboratory of Chemical Drug, Ji-
nan 250101, China;3.Shandong Linyi Botanical Garden, Shandong Linyi 276037, China)

ABSTRACT OBIJECTIVE: To establish a method for the determination of residual methylbenzene, dichlormethane, n-hexane,
acetic ether and alcohol in difluprednate crude drug. METHODS: Capillary gas chromatography method was adopted. The determi-
nation condition was as follows: HP-5 capillary column; column temperature of 35 “C at 5 min, increasing to 200 °C at rate of
50 “C/min, maintaining for 5 min; flame ionization detector temperature of 250 °C; high purity nitrogen as carrier gas; flow rate
of 30 ml/min; injector temperature of 200 °C ; split ratio of 10: 1; headspace sampling; N, N-dimethylfomamide as solvent. RE-
SULTS: The r in linear ranges of methylbenzene, dichlormethane, n-hexane, acetic ether and alcohol were all =0.999 0; average
recovery were 95.2% (RSD=1.07%), 96.7% (RSD=1.76% ), 94.9% (RSD=1.98% ), 96.1% (RSD=1.95% ) and 96.1% (RSD=
1.12% ) , respectively. The limits of quantitation were 0.445, 0.36, 0.116, 0.5 and 0.125 ng, and detection limits were 0.178,
0.06, 0.029, 0.15 and 0.04 ng. Only the acetic ether was detected in 3 batches of samples. CONCLUSIONS: The established meth-
od is sensitive and accurate for the residual determination organic solvents in difluprednate crude drug.
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Fig1 Capillary GC chromatograms
A. standard solutions; B. test samples solutions; 1. alcohol; 2. dichlor-
methane; 3. n-hexane; 4. acetic ether; 5. methylbenzene ;6. DMF
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