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Rapid determination of copper pyropheophytin —a in
commercial olive oil by HPLC - MS/MS

JIN Furui, LI Ying, LI Wei, LIU Ying, SHEN Lei, WANG Qiaoli
( Tianjin Institute for Food Safety Inspection Technology, Tianjin 300308, China)

Abstract; An analytical method for determining copper pyropheophytin — a in olive oil utilizing high
performance liquid chromatography tandem mass spectrometry ( HPLC — MS/MS) was established to
accurately and quickly detect illegally added liposoluble pigments in commercial olive oil. Purification of
the sample was performed using a SPE column for pre — treatment, followed by qualitative and
quantitative detection using HPLC — MS/MS. The Chromatographic analysis was carried out on C8
column, with methanol — 1 mol/L aqueous solution of ammonium acetate ( volume ratio 8:2) and
methanol — acetone ( volume ratio 6:4) as mobile phases for gradient elution. Atmospheric pressure
chemical ionization at negative ion mode and multi reaction monitoring scanning were used for mass
spectrometry analysis under the conditions of electronic multiplication voltage 600 V and fragmentation
voltage 260 V, and the analyte was quantified by external standard method. The results of the
methodological validation showed that this method exhibited a limit of detection of 12 pg/kg and a limit of
quantification of 64 wg/kg, with spiked recovery rates ranging from 91. 0% to 106. 0% , with relative
standard deviations varying from 3.9% to 5. 7% . This method had advantages of high sensitivity and
precision, and can detect of copper pyropheophytin — a in olive oil rapidly.
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