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SPE/GC - MS determination of 3 — mono — chloropropane —1 2 — diol
residue in diprophylline

LI Run —yan FAN Bin HE Shu —juan YU Jing ZHANG Jing

( HeBei Institute of Food Quality Supervision Inspection and Research Shijiazhuang 050091 China)

Abstract Objective: A new method for the determination of 3 — Mono — chloropropane — 1 2 — diol residue in
diprophylline was established. Methods: The sample was preseparated with a magnesium trisilicate. 3 — Mono —
chloropropane — 1 2 — diol residue was derivatizated with Trifluoroacetic acid anhydride and determined by gas
chromatography — mass spectrometry( GC — MS) with the single — ion monitoring mode. Results: The linearity over
the concentration range 10 —500 pg * kg ~'(7=0.9993 n =5) was obtained. the detection limit of 3 — MCPD was
2.3 pg * kg' the recovery rate was over 96% . The relative standard deviation of the precision and the reproduc—
ibility for the proposed method were 0.389% and 0.252% . Conlusion: The method is fast and sensitive can be
used it to analyze trace 3 — MCPD in medicines.
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