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Determination of 6 Residual Organic Solvents in Levosimendan Raw Material by GC

SUN Jin-rui"*, YI Xing-lu', ZHANG Hao-ran’, LIU Yi-hui', REN Ye-ming' (1.Shandong Institute of Pharmaceuti-
cal Industry, Jinan 250101, China; 2.Shandong Provincial Key Laboratory of Chemical Drug, Jinan 250101,
China; 3.School of Medicine and Life Science, Jinan University, Jinan 250022, China)

ABSTRACT OBJECTIVE: To establish the method for the determination of 6 residual organic solvents as methanol, alcohol, ac-
etone, dichlormethane, isopropanol and dioxane in levosimendan raw material. METHODS: Gas chromatography was used. Capil-
lary column (5% ) phenyl-(95% ) methylpolysiloxane was used as fixation fluid by temperature programming; and the temperature
of flame ionization detector was 250 °C/, and high purity N. was used as carrier gas. Inlet temperature was set at 200 °C with split
ratio of 10: 1. The conditions of headspace method included heating temperature of 100 °C and heating time of 40 min. RESULTS:
The linear range of methanol, alcohol, acetone, dichlormethane, isopropanol and dioxane were 150.1-449.5 pg/ml(»=0.999 8),
250.6-751.2 pg/ml(r=0.999 6), 249.8-749.9 ug/ml(»=0.999 7), 29.09-89.68 pg/ml(»=0.999 8), 250.2-750.9 pg/ml (»=0.999 6)
and 18.91-57.92 pg/ml(r=0.999 7), respectively; average recoveries were 99.9%-100.0% (RSD=0.88%-1.11%, n=3). The lim-
its of quantification were 0.12, 0.18, 0.33, 0.21, 0.45 and 0.99 ng. Only the isopropanol was detected in samples. CONCLU-
SIONS: The established method is rapid, simple, accurate and reliable.
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e P H (Levosimendan ) A2 47— 5.0 244 55 34 BRI 2%
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i, in DMF B = 200, #5457, A4S
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Fig1 Capillary GC chromatogram
A. reference solution; B. test solution; 1. methanol; 2. alcohol; 3. ace-
tone; 4. dichlormethane; 5. isopropanol; 6. dioxane; 7.DMF
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Tab 1 Linear relationship of 6 kinds of organic solvents

FHLTET LR, wg/ml 2tk R R r

A et 150.1~449.5 A=1.195 7¢-27.89 0.999 8
L 250.6~751.2 A=1294 5¢-97.69 0.999 6
TN 249.8~749.9 A=1.362 5¢+41.25 0.999 7
ZE M 29.09~89.68 A4=0.298 5¢-0.41 0.999 8
SR 250.2~750.9 A=1.397 8¢+23.57 0.999 6
= ae) 18.91~57.92 A=0.278 6¢+0.55 0.999 7
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Tab 2 Results of recovery tests of 6 kinds of organic solvents
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HIEE 100.1 100.0 99.9 100.0 088
L 100.1 99.8 99.7 999 1.0l
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