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Residual Determination of 4 Kinds of Organic Solvents in Bromhexine Hydrochloride Raw Material by
Headspace Gas Chromatography

JIANG Yue-hua', LI Jun®, WANG Ying-ying’ (1.Zhejiang Wanbang Pharmaceutical Co., Ltd., Zhejiang Wenling
317500, China;2.Taizhou Institute for Food and Drug Control, Zhejiang Taizhou 318000, China)

ABSTRACT OBIJECTIVE: To establish a method for the determination of 4 residual organic solvents in bromhexine hydrochlo-
ride raw material, such as acetone, ethanol, methylbenzene and acetic acid. METHODS: Headspace gas chromatography was ad-
opted. The determination was performed on HP-FFAP column. FID detector was adopted with temperature of 250 °C. The inlet tem-
perature was 200 °C for acetone, ethanol and methylbenzene, and column temperature was programmed temperature; vial equilibra-
tion temperature was 80 °C and maintained for 30 min; dimethyl sulfoxide was used as dissolution medium. The inlet temperature
was 150 °C for acetic acid and column temperature was 60 °C ; vial equilibration temperature was 60 °C and maintained for 20
min; methanol was used as dissolution medium for derivatization detection. RESULTS: All peaks could be separated from each oth-
er in chromatogram. The linearity of four solvents were fairly good (#>0.999). The average recovery of acetone, ethanol, toluene
and acetic acid were 104.4% (RSD=2.3%, n=3), 98.7% (RSD=2.6%, n=3), 105.7% (RSD=2.7% , n=3) and 100.8%
(RSD=2.1% , n=3), respectively. The limits of detection were 0.25, 1.21, 0.18, 0.32 pg/ml, respectively. Only ethanol was
found in samples. CONCLUSIONS: The method is accurate and rapid for the determination of residual acetone, ethanol, methyl-
benzene and acetic acid in bromhexine hydrochloride raw material.

KEYWORDS Headspace gas chromatography; Bromhexine hydrochloride raw material; Organic solvent; Residual determination
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Fig 2 GC chromatograms of acetone, ethanol and toluene
A. substance control; B. test solution; C. blank solvent; l.acetone; 2.

ethanol; 3.toluene; 4. dimethyl sulfoxide
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Fig 3 GC chromatograms of acetic acid
A. substance control; B. test solution; C. blank solvent; 1. acetic acid;

2. methanol
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