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Content Determination of Residual Solvents in the Active Pharmaceutical Ingredient of

Hyoscyamine Sulfate by Headspace Gas Chromatography
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Abstract: Objective To establish a headspace gas chromatography (HP = GC) method for the content determination of residual solvents
in the active pharmaceutical ingredient(APT) of hyoscyamine sulfate. Methods The column was DB —624 gas chromatographic column
(30 mx0.53 mm,3.0 wm),the detector was flame ionization detector(FID),and the column temperature was programmed temperature,

the temperature of detector was 250 °C ,the temperature of injector was 160 °C ,the flow rate of column was 1.0 mL/min,the flow rate
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of air was 400 mL/min,the flow rate of hydrogen gas was 40 mL/min,the flow rate of nitrogen was 30 mL/min,the shunt ratio was
10 : 1, the equilibrium temperature of headspace bottle was 100 °C , and the equilibrium time was 30 min. Results Ethanol, acetone,
dichloromethane and ethyl acetate showed good relationship in the ranges of 0.40 —199.60 pwg/mL(r=0.999 6),0.40 -199.32 wg/mL
(r=0.999 7),0.21 -106.56 wg/mL(r=0.999 5),0.40 - 198.36 wg/mL(r=0.999 8),respectively. The RSD of precision test was
less than 2% (n=6),and the average recovery rales were 95.59% ,99.29% ,101.59% and 98.39% , respectively. RSDs were 0.8% ,
3.5% ,0.9% ,1.8% (n=6). Conclusion The method is simple,has good specificity and precision, which can be used for the content

determination of residual solvents in the APl of hyoscyamine sulfate.
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