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Residual Determination of 7 Organic Solvents in Picroside [l Raw Material by Head-space GC
WANG Bin, ZHENG Lu, YAO Zhong-qing, LI Peng, XUE Ming, CHEN Wei-wei ( Traditional Chinese Medicine
Research Institute, Yangtze River Pharmaceutical Group, Jiangsu Taizhou 225321, China)

ABSTRACT OBJECTIVE: To establish the method for the residual determination of 7 organic solvents in picroside Il raw materi-
als. METHODS: Head-space GC was performed on the capillary column of 6% cyanopropyl phenyl -94% dimethyl polysiloxane
(DB-624) by temperature programming, the temperature of injector was 200 °C , temperature of flame ionization detector was
250 °C, the flow rate of N, was 35 ml/min, and split ration was 10: 1, headspace sampling was adopted with the volume of 1 ml,
the heating temperature of headspace sampling was 85 “C, heating time was 45 min. RESULTS: The good linear relationship of
methanol , ethanol, ethylacetate , methylbenzene, benzene, phenylethylene and divinglbenzene had been obtained (#=0.999 6-0.999 9);
RSDs of precision stability test were less than 3% ; average recoveries was in the range of 78.0% -104.9% (RSDs were
0.65%-2.47% ,n="6)respectively. CONCLUSIONS: The method is specific, rapid, simple and accurate, and can be used for the
determination of residual organic solvents in picroside Il raw materials.
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Figl GC chromatograms

A.blank solution; B.reference solution; C.test sample solution; 1.
methanol; 2.ethanol; 3.ethyl acenitrile; 4.benzene; 5.methylbenzene; 6.
DMF solution; 7. phenylethylene; 8-13. divinylbenzene
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Tab 1 Regressive equations and linear ranges

R EURYE: Ak, wg/ml r

i y=1258.7x-16157 63.00~250.00 09998
LE y=1887.5x-23.592 103.00~409.00 09998
LRLH y=10 669 v+9.0673 101.00~403.00 0.9999
p3 y=46.923 140,243 2 0.04~0.16 09997
iib y=47469x-12.88 2 20.90~83.60 09998
KN y=19.619 1+2.537 0.58~233 0999 6
ZLhE y=8881 8 1+0.1622 0.63~251 09997
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Tab 2 Results of recovery rate(n=06)

GRS MAE g WEE, pe  MERELCE%  THEMEERIGEY%  RSD,%
it 749.9 769.7 1026 1049 119
7499 7832 1044
7499 7876 105.0
7499 790.0 1053
7499 790.6 1054
7499 7973 1063
LE 12500 1260.9 100.9 103.0 1.04
12500 1296.6 1037
12500 1288.1 103.0
12500 1296.0 103.7
12500 12899 1032
12500 12919 103.4
LEBCE 1249.1 1088.5 871 875 0.65
1249.1 1089.6 87
12491 1104.1 884
1249.1 1096.8 878
1249.1 10968 878
1249.1 10848 86.8
b3 0499 0.448 89.8 89.5 247
0499 0427 85.6
0499 0454 91.0
0499 0443 88.8
0499 0448 89.8
0499 0459 920
PR 1115 947 849 86.3 153
1115 048 85.0
1115 96.2 863
1115 9.1 86.2
1115 987 885
115 96.8 86.8
KLl 5.005 3955 79.0 780 175
5.005 3758 756
5.005 3.954 79.0
5.005 3937 787
5.005 3859 711
5.005 3937 787
ZURK 5010 4,694 93.7 91.9 191
5010 4610 920
5010 4497 89.8
5010 4666 9.1
5010 4,666 93.1
5010 4497 89.8
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