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( 10 min) Table 1 ~ Optimization of headspace parameters and ranges
° 3 ° Headspace parameters Range Interval
160 °C 10 min Equilibration temperature ( “C) 80 ~ 160 20
1.0 min 0. 08 mins, Equilibration time ( min) 5~30 5
Injection time ( min) 0.04~0.08 0.02
Pressurize time ( min) 0.5~2.0 0.5
1.0 min,
2
Table 2 Comparison of programmed temperature
Temperature program Initial temperature Duration Ramp Media temperature Dutration
( min) ( °C /min) (C) ( min)
E . 50 20 6 165 20
uropean pharmacopeia
140 5 6 165 10

Optimized program
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Determination of Dimethylsulphoxide as Residual Solvent by
Static Headspace Gas Chromatography

ZHENG Chao WANG Bo-Chu” ZHU Lian-Cai
( College of Bioengineering Chongqing University Chongqing 400044)

Abstract A sensitive precise static headspace gas chromatography method coupled with flame ionization de—
tection was developed for the analysis of residual dimethyl sulphoxide ( DMSO) in drugs. Liquid paraffin oil
was used as dilute solvent liquid volume in the vial and GC parameters such as autosampler injection time
headspace pressurize time equilibration temperature equilibration time and oven temperature program were op—
timized to yield the highest sensitivity. Optimum value of GC parameters such as equilibration temperature e—
quilibration time headspace pressurize time autosampler injection time were 160 °C 15 min 1.0 min 0.08
min respectively. Limits of detection ( LOD) and quantitation ( LOQ) were determined to be 1 and 3 pg/g re—
spectively. Linear regression equation in the range of 25 —300 pg/g was y =215. 49x —828. 94 with R? of 0.
9991. The method was successfully used to analyze residual DMSO in drug coating materials Kollicoat® IR.

Keywords Static headspace; Gas chromatography; Residual solvent; Dimethyl sulphoxide
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