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Content Determination of Residual Solvents in Nicardipine Hydrochloride by Headspace

Gas Chromatography

LUO Jing, LIU Xiaoqin, AN Xuexia, DAl Yong, LI Xia, WEI Yaning
( Shaanxi Institute for Food and Drug Control, Xi' an, Shaanxi, China  710065)
Abstract: Objective To establish a headspace gas chromatography(GC) method for the content determination of residual solvents in
nicardipine hydrochloride. Methods The headspace method was adopted,the chromatographic column was DB —624 capillary column(30 m x
0.32 mm,1.8 pum) with 6% cyanopropylbenzene and 94% dimethylsiloxane as the stationary liquid. The temperature was programmed,
the detector was flame ionization detector(FID),and its temperature was 230 °C,the carrier gas was nitrogen,the split ratio was 10 : 1,
and the injection port temperature was 200 °C. Results The linear ranges of methanol, acetone, trichloromethane and toluene were
10. 409 —401.278 wg/mL, 10. 008 - 400. 308 pg/mL,9. 877 —88.895 pg/ml,3.022 —120.873 pg/mL(r=0.994 5-0.998 7),
respectively. The RSDs of precision and stability tests were less than 3% (n=6).The average recoveries of methanol, acetone,
trichloromethane and toluene were 101.62% ,102.26% ,101.63% and 102.32% with RSDs of 3.96% ,3.54% ,3.26% and 3.69%
(n=9), respectively. Conclusion The method is simple, which can be used for the accurate determination of methanol, acetone,
trichloromethane and toluene.
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Fig.1 GC chromatograms
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Tab.1 The linear relationship of each component(n =5)
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7 A Y, =822X, -0.630 0.9945  10.008 ~400. 308
ZATRE  ¥:=0.0528X:-0.136  0.998 8 9,877 ~ 88. 895
L3 Y, =883 X, - 0.271 0.994 8 3.022 ~ 120. 873
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Tab.2 Results of the recovery tests(n =9)

FUES #EAE(wg/nl) BAE(ug/nl) WEE(g/ml) BREG) Y(%) RSD(%)

TE Atk 50.16 53.00 105. 66
A d 50.16 53.06 105.78
kb 50.16 52.47 104.61
Ak 150.48 152.89 101. 60
A 150. 48 154. 65 10277 10162 3.9
PR3 150.48 152.89 101. 60
A 260. 02 240.96 92.67
A 260. 02 259.24 99,70
A 260.02 260. 62 100.23
A 0.101 50. 04 52.70 105.11
0.103 50. 04 52.28 104.27
0. 104 50. 04 51.90 103.51
0.106 150. 12 154.76 103.02
0.105 150. 12 153.27 102,03 10226 3.54
0.101 150. 12 153.97 102.50
0.105 250.19 23,52 92.90
0.102 250.19 258.95 103.46
0.102 250. 19 259. 16 103.54
ZATHR Atk 9.87 9,93 100. 61
A 9.87 9.98 101,11
Ak 9.87 9.98 101, 11
Ak 14.82 15.23 102.77
A 14.82 15.67 105.74 10163 3.26
At s 14.82 15.98 107.83
A 29, 63 29.21 98. 58
A 29. 63 29.16 98,41
At s 29,63 29.18 98. 48
TE A 15.11 15.98 105.76
A 15.11 15.92 105.36
A 15.11 15.75 104,24
A 45.33 46.42 102.40
A 45.33 46.08 10165 10232 3.69
A 45.33 46.16 101.83
At 75. 55 70.27 93,01
A 75.55 77.95 103.18
At s 75.55 78.19 103.49
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