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GC - MS Spectrum Analysis of Related Substances of Pyrimethanil
JIANG Hai - liang, YING Li — yan,ZHOU Sai — chun and ZONG Han - xing

(Analysis and Testing Center ,Ningbo Institute of Technology , Zhejiang University , Ningbo315100)

Abstract Objective:To identify and quantify the related substances of pyrimethanil. Method ; Analysis of the re-
lated substances of pyrimethanil was carried out by gas chromatography( GC) — mass spectrum( MS). The GC con-
ditions were as follows; HP —~ SMS(30 m x0.25 m x 0. 25 pm) capillary column, high purity helium was used as
carrier gas,and the flow rate was 1.0 mL - min ', injector temperature ;250 °C , column temperature ; from 60 C to
160 °C at rising rate of 20 C -+ min ', keeping 160 °C 1 min,then from 160 °C to 280 °C at rising rate of 30 C -
min "', keeping 280 “C 3 min. The spectrometer was Agilent GC — MS 6890/5973N with electronic ionization(EI).

Result : The total ion current and each chromatographic peck of select ion current were obtained, and resolution of
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these mass spectra was elucidated , the related substance A,B,C,D,E and F in pyrimethanil were identified. Con-
clusion : Scientific data are offered for studying whence of the related substance of pyrimetanil and improving its
quality.

Key words GC — MS, pyrimethanil , related substances
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o]
NH——C=CH—1|—CH3
L,

HEWEE: - FRE - B -2- W

related substance E: 4-pbenylamino-pent—3-en—2-one
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relnted substance D: 2-droxy-4, 6-dimethyl-acetophenone
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related substance F: N-(4,6-dimethyl pyridin-2-y1) N-pheny! guanidine
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Fig1 Molecular structures of pyrimethanil and its related substances
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Determination of Zaleplon in Human Plasma
by RP - HPLC with Fluorescence Detection

DENG Ming,ZHANG Su - fen, LIU Jian - fang and LIU Hui ~ chen
( Department of Clinical Pharmacology ,Bethune International Peace Hospital , Shijiazhuang 050082 )

Abstract Objective: An RP ~ HPLC method was established for the determination of zaleplon in human plasma.
Methods ; After addition of 3 ~ naphthol (internal standard ) , zaleplon in plasma samples was extracted with ethyl
acetate and determined by RP — HPLC. The analysis involved a 250 mm x 4. 6 mm column packed with Supelcosil
C; (5 um). The mobile phase consisted of 0. 04 mol - L' potassium dihydrogen phosphate solution — acetonitrile (6
15, contained triethylamine 0. 3% ,adjusted to pH 5.0 with phosphoric acid) with a flow rate of 1.0 mL + min .
The fluorescence detector was set at Ex 345 nm and Em 460 nm. Results: The linear range was of 1 -~ 128 ng -
mL ' (r =0.9995). The minimal detectable concentration was 0.2 ng - mL™". The extraction recovery was 87. 4%

-91.9% . The method recovery was 98. 8% - 100. 8% . Within ~ day RSD was 2. 9% -5. 4% . Between — day RSD



