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Fig. 2. Chromatograms and Mass Spectrum of Sample Solution
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Fig. 3. Chromatograms and Mass Spectrum of
Standard Solution of Canthalidin
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1,2,3-Trichloropropane
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Column:DB-1MS(0.25 4 m, 0.25mm i.d. X 30m),

Oven Temperature:

35° C(5min)—20° C/min—180° C(0min)

Purge Time: 1min Flow: 0.7mL/min

SIM Mode: Chloral Hydrate: 82, 111, 146 (m/z)
1,2,3-Trichloropropane: 75, 110 (m/z)

Injection: 1 1 L (pulsed splitless)

Fig. 4. Chromatograms of Standard Solution of
Chloral Hydrate and 1,2,3-Trichloropropane
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Determination of Chloral Hydrate in Unapproved/Unpermitted Drugs

Jin SUZUKI", Misako TAKAHASHI", Machiko NAGASHIMA”,
Takako SETO", Ken’ichiro MORI” and Shuzo OGINO™

An analysis method to detect chloral hydrate in unapproved/unpermitted drugs was developed.

In the qualitative method, chloral hydrate was extracted with dichloromethane and then analyzed with gas
chromatography-mass spectrometry and thin layer chromatography. The reagent of 2,4-dinitrophenylhydrazine was used for
staining in with thin layer chromatography.

In the quantitative method, chloral hydrate was extracted with diisopropyl ether and then analyzed with gas
chromatography-mass spectrometry using an internal standard 1,2,3-trichloropropane.

A total of 5.7w/w% of chloral hydrate was detected from the liquid sample displayed to used the Spanish fly as raw material.

Keywords: Chloral Hydrate, Unapproved/Unpermitted Drug, TLC, GC/MS, 2,4-Diphenylhydrazine, 1,2,3-Trichloropropane,
Spanish Fly, Cantharidin
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