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ABSTRACT: Objective To establish a method for determination of tetrodotoxin (TTX) by ultra
performance liquid chromatography-tandem mass spectrometry (UPLC/MS/MS) and to elucidate the
contamination situation of TTX in grilled fillet, shredded squid and fish ball. Methods TTX was extracted
from samples by 2% acetic acid-methanol, and then purified by solid-phase extraction with MCX. The samples
were detected by liquid chromatography-tandem mass spectrometry. Results TTX was not detected in
shredded squid and fish ball. Sixteen grilled fillet samples were detected TTX and the detection rate was 25.0%.
Conclusion TTX is detected in some grilled fillet. The raw materials should be strictly controlled by
manufacturers and the regulatory authorities should increase the regulation standards for the grilled fillet

products.
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Tablel Qualitativeion pair, quantitativeion pair, collision energy, cone voltage and ionization mode of the aimed compounds
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Table2 The spiked levels, recovery and RSD of TTX in grilled fillet, shredded squid, and fish ball samples (n=6)

(ng/kg)
1% RSD/% /% RSD/% 1% RSD/%
500 100 20 90.1 5.8 86.5 5.3 75.5 5.1
500 100 20 92.2 4.8 90.1 3.6 85.6 4.5
500 100 20 88.9 6.8 86.5 5.8 82.3 5.6
75.5%~92.2%, (RSD)  3.6%~6.8% , TTX,
7 , , TTX ,
3d 7 , TTX
RSD 5% (0.8 mg/kg 2.0 mg/kg)
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16 13
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Table3 Thedetected resultsof TTX in grilled fillet samples

(mg/kg) %
=0.005 48 75.0
0.005~0.1 6 9.4
0.1~1.0 6 9.4
>1.0 4 6.2
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