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Determination of residual solvents in vincristine sulphate by headspace gas

chromatography

LUO Chun LI Yong-hua LU Liu-rong
( Guangzhou Hanfang Pharmaceutical Co. Ltd. Guangzhou Pharmaceutical Group Ltd. Co. Guangzhou
Guangdong 510970 China)

Abstract: Objective To establish a method for determining residual solvents in vincristine sulphate.
Methods Headspace gas chromatography was employed on DB-624 capillary column to detect methanol
alcohol acetone benzene and chloroform with injection port temperature at 160 °C and FID detector
temperature 230 “C. The loading gas was N, with a velocity of 10 mL/min at a split ratio of 1: 2. The
balance temperature of headspace is 80 “C for 30 min. Results The linearities ( r =0.999 5 - 0. 999 8)
were satisfactory and five kinds of residual solvents were completely separated. The average recovery rate
was in the range of 90.0% —111.1% . Six batches of samples made in our company were detected and all
results of the residual solvents were less than the limit set by ICH. Conclusion The methods were proved to
be accurate and sensitive and can be used for determination of 5 residual solvents in vincristine sulphate.
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: Figure 1 Chromatograms of the reference( A) and sample( B)
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Table 1  Calibration curves and correlation coefficients
r /g
Y=7.250 x 10°X -9. 534 x 10’ 0.999 5 854 ~4 268
Y=1.485x10°X 2. 162 x 10* 0.999 5 864 ~4 320
Y= 5.888 x10°X - 8. 084 x 10* 0.999 8 867 ~4 335
Y=3.810x10°X +3.468 x 10 0.999 5 17 ~52
Y= 5.240 x 10*X + 1. 005 x 10’ 0.999 8 1~3
2.4 5.9% \4.2% \2.8% 4.3% 4.0% -
“2.2.27 6 2.5

RSD

“2.2.27
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(2<S/N<3 1.0.0.2.0.16.0.2.0.01 pg /
ml; (10 <S/N=<20) 6.1.1.1.0.6,
1.0.0.05 g /mL.
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Table 2  Contents of the residual solvents in 6 samples %
080201 0.06 <0.000 1 0.005 3
080202 0.15 0.002 <0.0001 0.001 3
080301 0.002 <0.000 1 <0.001
000179 0.07 <0.001
000279 0.13 0.001 0.002 2
000379 0.06 <0.001
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