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Abstract: A simple and quick analysis method was established for the determination of streptomycin, dihydrostreptomycin and
kanamycinresidues in fish products by solid-phase extraction coupled with liquid chromatography-tandem mass spectrometry. The sample was
extracted with sodium heptanesulfonate and phosphate buffer, and cleaned with C,g, The separation was carried out on a ACQUITYUPLC BEH
HILIC C,g column with a gradient elution using acetonitrile and 0.1% formic acid, The mass spectrometer was operated in the positive ion mode
using selected reaction monitoring for the qualitative and quantitative analysis. The external standard calibration curve was used for the
quantification. The linear ranges were from 5.0 to 100 pg/kg with a good linear relationship (R*>0.9992). The detection limit of this method was
2.5 pg/kg, and the limit of quantification was 5.0 pg/kg. The relative standard deviations ranged from 1.16%~7.35% (n=6) and the average
recovery rates were from77.4%~107.3%. The method was suitable for the identification and quantification of streptomycin, dihydrostreptomycin
and kanamycin residues in fish products due to high reproducibility and selectivity.
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Table 1 Elution process of the separation

. TR A%
A 18] /min i /(mL/min)

A B
0 0.30 30 70
1 0.30 30 70
1.01 0.30 10 90
4 0.30 10 90
4.01 0.30 30 70
5.5 0.30 30 70

£ 3% F: . WatersACQUITYUPLC BEH HILIC
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Table 2 SRM parameters for 3 drugs

. ) #HEHT Faf+ .,
%5 BEY AE AL E/eV
(m/z) (m/z)
1 wEE 582 263*246 30,36
WAL
2 - 584 263%*,246 30,36
FE
3 + ;’é’ 485 163*,324 2722

Note: The Parameters with * are for quantitave ions.
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Fig.1 Recoveries of metabolites of streptomycin,
dihydrostreptomycin and kanamycin on different SPE columns
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Fig.2 SRM of streptomycin, dihydrostreptomycin and
kanamycin
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Table 3 Linear equations, correlation coefficients, LODs and LOQs of 3 compounds

%5 B 474 LOD/(ug/kg) LOQ/(ug/kg) KAz K F K
1 #®EE 25 5.0 Y=24529.1 X -127521 0.9992
2 PEV e 25 5.0 Y=31366.5 X -120574 0.9996
3 FREE 25 5.0 Y=25619.2 X -243652 0.9993
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Table 4 Recoveries and relative standard deviations of 3 compounds in blank samples (RSDs, n=6)

10 pg/kg 50 pg/kg 100 pg/kg
B A4
Recovery RSD Recovery RSD Recovery RSD
#“Ex 77.4 2.67 86.1 2.88 98.8 4.96
MELEEE 86.3 5.32 93.6 2.14 107.3 7.35
FIREE 80.5 3.09 94.4 6.92 94.0 1.16
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