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Determination of the residual orgamic solvents in Fasudil hydrochloride by headspace GC
ZHAO Kai' > YUAN Hong - zhong' JIAN Yong - xue’ ZHANG Huai — tao'

(1. Hebet Kingsci Pharmaceutical Technology Co. Lid. Shijiazhuang Hebei 050091 P. R. China; 2. Jiangxi Ourshi Pharmaceutical
Co. Lid. Xinyu Jiangxi 338004 P. R. China)

Abstract: OBJECTIVE To develop a headspace GC method for simultaneously determining the residual organic solvents methanol
dichloromethane and iso — propylether in Fasudil hydrochloride. METHODS The samples were dissolved in water and three organic
solvents were separated on a AT. OV - 1301 capillary column( 30 m x0.32 mm x 1. 80 wm) with a FID detector. RESULTS Three
residual organic solvents including methanol dichloromethane and iso — propylether in Fasudil hydrochloride were completely separa—
ted. It appeared to present a good linearity within the experimental concentration. The limit of detection for methanol dichloromethane
and iso — propylether were 1.5 2.4 and 0.8 pgemL ™" respectively. The RSD were less than 4. 0% . The average recovery were 97% —
103% and the samples coincided with the requirements. CONCLUSION  The method is proved to be accurate and sensitive after vali—
dation. It is suitable to determine residual organic solvents in Fasudil hydrochloride.
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Fig 1 GC chromatograms of control solution(A) and sample solu—
tion(B)
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Table 1 Regressive equations and linear range(n =3)

Linear range/

Components Regressive equation r

pgemL !
Methanol Y =47.86X -243.51 0.9996 126.52 ~632.80
Dichloromethane ¥ =301.66X -19.19 0.9994 2.40 ~12.02
Iso — propylether Y =71.16X -659.04  0.9991 226.88 ~1134.40
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Table 2 Recoveries of three kinds of solvents( % n =3)
Components Chigh Coiddie Ciow RSD
Methanol 99.5 100. 1 101.5 1.0
Dichloromethane ~ 100. 4 102. 1 99.7 1.2
Iso — propylether ~ 97.5 99.8 100.6 1.6
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Table 3 Results of three kinds of solvents in samples( % n =3)

Batch No. Methanol Dichloromethane  Iso — propylether
20100101 0.10 - -
20100102 0.11 - -
20100103 0.12 - -
Limit/ % 0.30 0.06 0.50
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