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Determination of 6 Kinds of Residual Solvents in Marbofloxacin Bulk Drug

by Headspace Capillary Gas Chromatography

DONG Ling - ling, WANG Xia, YANG Xing, MA Qiu —ran, YU Xiao — hui, ZHAO Fu - hua

( China Institute of Veterinary Drug Control, Beijing 100081, China)

Abstract: A method for the simultaneous determination of six kinds of residual solvents as methanol, ethanol,
acetonitrile, dichromethane, benzene and toluene in marbofloxacin bulk drug was established by headspace gas
chromatography. The residual solvents were seperated on DB —624 (30 m x0.53 mm, 3.0 pum) capillary column
using temperature programming. FID was used as detector with the temperature of 250 °C. The sample was
extracted at 105 °Cfor 20 min. The results showed that the separation of six kinds of residual solvents was good.
The average recoveries were ranged from 100% ~ 110% (RSD <8% ,n =9). Resulis of precision, repeatability
and stability were good. Therefore, the established method which is simple,reproducible, stable and reliable can
be used for detection of residual solvents in marboflocaxin bulk drug.
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Fig 2 Chromatogram of six kinds of residual solvents
The peak outflows by methanol, ethanol, acetonitrile,
dichromethane, benzene and toluene
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Fig3 Chromatogram of Marbofloxacin draw Fig4 Chromatogram of Marbofloxacin draw
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Tab 1 Results of range, linearity, limit of detection and limit of quantification.
B BRI JUFE/ (pg - mL7") LT R AR/ (g - mL™") @B/ (pg - mL™")
F B 6 ~ 1500 y = 3.6012x -7.2964 0.9999 3 6
LT 10 ~2500 y = 3.6067x -26.62 0.9999 5 10
N 0.82 ~205 y=2.78x —-1.7537 0.9999 0.41 0.82
TAR 1.2 ~300 y= 2.5591x -2.5067 0.9999 0.6 1.2
R 0.4 ~10 ¥ =10.659x -0.7149 0.9999 0.1 0. 4

LS 1.78 ~445 y=6.2321x -7.2964 0.9999 0. 89 1.78
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Tab 1 Results of residual solvents in Marbofloxacin draw material.
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