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Determination of 9 kinds of cholesterol oxides in fats and oils by liquid chromatography—atmospheric

pressure chemical ionization tandem mass spectrometry
DING Lei, ZHOU Dianbing, SONG Wei, LYU Yaning, HAN Fang, ZHENG Ping

(Anhui Entry—Exit Inspection and Quarantine Bureau, Hefei 230059, China ;
Anhui Province Key Laboratory of Analysis and Detection for Food Safety, Hefei 230059, China)

Abstract A new method of HPLC-MS / MS for the analysis of nine cholesterol oxides in oil was developed.
The oil samples were saponified in dark for 22 h at room temperature by adding anhydrous ethanol and 60% potas-
sium hydroxide solution. With ether—petroleum ether solution (1 : 1) as the extraction solution, liquid-liquid extraction
method was used to extract the target substance, then silica gel column was used for purification, and 5 mmol / L am-
monium acetate and methanol-acetonitrile solution (1 : 1) as the mobile phase, atmospheric pressure under the positive
ion mode of APCI, the internal standard method of multi reaction monitoring mode was used for quantitative determina-
tion. The contents of nine cholesterol oxides had linear relationship with the chromatograph peak areas in the range of
10-500 . g/L with the linear correlation coefficients (+*) more than 0.995, and the detection limits were all 0.5 mg/kg.

At the addition level of 1 and 5 mg/kg, the recovery rates were 71.2%-94.4% with the relative standard deviation was less

than 10% (n=6). This method is suitable for the accurate determination of nine oxides of cholesterol in oil.

Keywords oil; cholesterol oxidation products; LC-MS /MS
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