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Deter mination of tetrodotoxin in Fugu rubripes by high performance
liquid chromatography-tandem mass spectrometry coupled
with ultrasonic extraction and solid phase extraction
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(Liaoning Entry-Exit Inspection and Quarantine Bureau, Dalian 116001, China)

ABSTRACT: Objective To establish an accurate, rapid analytical high performance liquid chromatography-
tandem mass spectrometry (HPLC-MS/MS) method for the determination of tetrodotoxin (TTX) in the Fugu
rubripes. Methods TTX was extracted from sample by 0.1% acetic acid-water, and then purified by
solid-phase extraction with C,5 sorbent. The separation was performed on the ZIC*-cHILIC (150 mmx2.1 mm,
3 um) at 35 °C using acetonitrile-0.1% acetic acid-water(90:10, v:v) as mobile phase. Samples were analyzed
by HPLC-MS/MS and quantified with the external standard method. Quantification was carried out through
tandem mass spectrometry with positive electro-spray ionization (ESI) and multiple reaction monitoring (MRM)
at m/z [M+H]" 320.3 302.2 for TTX. Results Calibration curve was linear over the TTX concentration range
of 5~100 ng/mL (r=0.9997), with the limit of quantification of 5 ng/mL. The recoveries were between 82% and
91% with the relative standard deviations (RSD) ranging from 5.3% to 15.7%. Conclusion The method was
shown to be sensitive, rapid and suitable for the determination of TTX in Fugu rubripes.
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