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Determination of Residual Organic Solvents in Flumazenil by Capillary Gas Chromatography

CHI Ying-hong, CHEN Dong-ying * ( Department of Pharmaceutical Analysis, Shanghai Institute of Materia Medica, Chinese A-
cademy of Sciences, Shanghai 201203, China)

ABSTRACT: OBJECTIVE To establish an accurate capillary gas chromatography method for the determination of residual organic
solvents in Flumazenil, including ethanol, t-butyl alcohol, dichloromethane, N, N-dimethylformamide and dimethyl sulfoxide. METH-
ODS Samples were dissolved in methanol and injected at split ratio of 8: 1. The injector temperature was set at 250 “C. and the tem-
perature of FID detector was set at 280 °C. Nitrogen was used as carrier gas and an HP-5 capillary column(0.53 mm x30 m,5.0 pm)
was used. A temperature program was applied initializing at 45 °C’ for 5 min, then raised to 200 °C at a rate of 20°C * min~'. RE-
SULTS The five solvents had good linearity within the concentration range of 6 ~ 128 pg * mL~" and the average recoveries ranged
from 98% to 104% .

which can be used for procedure quality control of Flumazenil.

CONCLUSION  This method is simple and fast for the accurate determinations of residual organic solvents,

KEY WORDS: flumazenil; residual organic solvents; capillary gas chromatography
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Fig1 Gas chromatograms of residual organic solvents determination
A:blank; B: reference standards; C: Flumazenil sample
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Tab 1 The linearity equations, correlations and LODs of the re-

lated organic solvents

-~ I ) &Lﬂi@l mﬂwﬁ,,
/pg e mL” /pg e mL

ZWE A = 1.6359C +2.9292 0.9999 6.7 ~127.9 1.6

BT A=2.6843C+ 1.7969 0.9998 6.1~122.3 0.6
THEHBE A=0.5832C-0.2776  0.997 6.4~127.6 1.6

DMF  A=1.3112C +1.2026 1.0000 6.0~121.0 0.3

DMSO A =1.2755C +0.6839 1.0000 6.2~124.8 0.3
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in Flumazenil sample
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Tab 2 Determination of residual organic solvents in samples

%% P 5t/ ppm
fit 5
L BTE: & ¥k  DMF DMSO
031010 584 A A KA H KA H
031012 206 A A KA H KA H
031015 153 A H A H A H RA H
3 Wit
FEARWEGTH S 84 435903 F I i, &477 , 2R £ g A DY &k

ety S5 VB DAy ¥ A R0 1L P 71 LA 3 DY o345 70 7 0 TR v
AR P38 R A AE TP, M LA B R I B . B
BEAE R 55, AR B 11 £ T U A 2T FR R0 i o R, F 2
T SR R T A A AT (A AR B SR AL LR, Wi 2
E)FT DASRAF BT 149 23 8 35 S 5 AT A 53 Wi Al et 2 T 1190 8 o
53R T AR LT, A A5 2 B AIR T DMSO AT DMF [
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