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ABSTRACT: OBJECTIVE To establish a capillary gas chromatography method for the detem ination of residual organic solvents in
organometallic antitumor crude drug titanocene dichloride. METHODS The HP-5 (5% Phenyl methyl siloxane) capillary column
and FID detector were adopted. The carrier gas was nitrogen with flow rate 1.2 mL* min ' . The column and detector temperature was
45 'C and 160 C, respectively. The split ratio was 20: 1. N-hexane was used as the intemal standard to detem ine the residual organic
solvents. RESULTS Under the selected chromatographic conditions, all solvents were separated and the better separation efficiency
between intemnal and degradation of the sample was obtained. The linear range were 0.399 ~319.2 Hge mL"' for chloroform and 6 ~
48 Hge mL™' for tetrahydrofuran. The average recoveries were 96.7% and 102.3% (n.=9) with RSD of1.6% and1.1% (17 =9).
The lowest detectable limits were 0.23 Hge mL™' and 0.9 Uge mL™', rspectively. CONCLUSION The analytical method is sim-
ple, accurate and sensitive with good reproducibilility. It can be used to detem ine the residual organic solvents.
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Fig1 GC chromatograms

A - chromatograms of the standard solution; B - chromatograms of sample; 1 - dichloromethane( solvent, ; =2.586 min); 2 - N-hexane( intemal stand-

ard, f; =2.895 min) ;3 - trichloromethane( t; =3.053 min) ;4 - tetmhydrofuran( f; =3.212 min)
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Tab 1 Detem ination results of three batches samples(n =35)
A e
B S TECL
G /% RSD /%
20040315 0.002 2 2.6 AR H
20040421 0.003 2 1.8 AR H
20040428 0.003 0 1.2 RA H
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