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Simultaneous Determination of Five Microcystins in Sediment by Accelerated Solvent
Extraction, Solid Phase Extraction and Ultra-performance Liquid Chromatography Tandem

Mass Spectrometry

ZHANG Bei-bei,SHI Zhen-yu, WU Zhong-xia, PENG Ying, YANG Xue
( State Environmental Protection Key Laboratory of Monitoring and Analysis for Organic Pollutants in Surface

Water , Jiangsu Environmental Monitoring Center, Nanjing, Jiangsu 210036, China )

Abstract: An ultra-performance liquid chromatography- tandem mass spectrometric ( UPLC-MS/MS) method was developed for the
analysis of five microcystins (MC-LR \MC-RR \MC-LW MC-LF MC-YR) in sediment by accelerated solvent extraction( ASE ) and
solid phase extraction (SPE). The analytes were extracted by ASE using methanol/water ( 1:4,by volume) as solution. The
extraction temperature was 80°C and the extraction pressure was 13.1 MPa . The extracts were enriched and purified by SPE with
HLB column subsequently. The samples were finally analyzed by UPLC-MS/MS. The calibration curves of five microcystins were
linear in the range of 5 ~ 100 wg/L with correlation coefficients more than 0. 995, the recoveries of five compounds ranged from
76.0% 1o 118% , with RSDs(n=6) of 1.9% ~12.0% . The limit of detection and quantitation were in the range of 2 ~3 and 8 ~
12 wg/kg respectively. The method was successfully used to detect the sediment samples from West Taihu Lake.
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