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Abstract: A method was developed for determination of highly polar fungicide fosetyl-aluminium in plant-derived product
of tomato, cabbage, grape, flammulina velutipes, rice, peanut by using liquid chromatography-tandem mass spectrometry.
The best experimental conditions were established by optimization of chromatogram, mass spectrum and pretreatment.
Sample was extracted with acetonitrile and purified by HLB solid phase extraction cartridges. Separation was performed on
the AQ C,4 column. The mobile phase consisted of methanol and 0.15% formic acid solution. The sample was analyzed by
gradient elution and the flow rate was 0.1~0.2 mL/min. The mass spectrometer was operated in the negative ion mode
(ESI') using select reaction monitoring (SRM). Isotopically labelled internal standard calibration curve was used for
quantitative analysis. Results showed that there was a good linearity for fosetyl-aluminium in the range of 20.0~
800.0 ng/mL with a determination coefficient (+7) of 0.9904. The limit of quantitation in the method was 100.0 ug/kg. The
average recoveries of fosetyl-aluminium at three levels were in the range of 69.6%~112.3%, the RSDs were 1.0%~9.8%.
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The method is simple and sensitive, and can meet the requirements of domestic and foreign standards and regulations on the

residual limit of fosetyl-aluminium in plant-derived products.

Key words: plant-derived product; highly polar fungicide; high performance liquid chromatography-tandem mass

spectrometry (HPLC-MS/MS); isotopically labelled internal standard method
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Table 1 HPLC flow rate and gradient elution procedure
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3.0 0.0 100.0 0.1
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Table 2 Spectrometric parameter for fosetyl-aluminium
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Fig.2 Chromatogram of fosetyl-aluminium in different mobile phase
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Table 3 Signal to noise ratio of fosetyl-aluminium in different mobile phase

TS FHBE-0.1% FH R AT FHEE-0.15% H IR 1 HF B2-0.2% FH AR A W ZM-0.15% H IR W Z5-0.2% F R IR T
fRMELE 337 375 330 280 339
B XIC of -MRM (8 pairs): 109.000/81.000 Da ID: —Z J#§2% from Sample 8 B XIC of -MRM (8 pairs): 114.000/81.800 Da ID: —Z i fi24#-D,; from Sample 6
(7 77)1l1£85.500 ng) of Data = Z J##241-1022004.wiff (Turbo spray) (7711 £25.500 ng) of Data = Z JP#4#-1022004.wiff (Turbo Spray)
474 4.70

A 5.0e6 [ B 2.2e5
4.5¢6 2.0e5

4.0¢6 i 18¢5 | L MEMH-D,
3506 1.6e5
_ ~ 1.4e5

2 3.0e6 4
S s & 1265
B ¢ % 1.0e5
E 2.0e6 = 8 0cd
1.5¢6 6.0e4
1.0e6 4.0e4
5.0e5 2.0e4
0.0 - - , ) —_ : . 0.0 ;
0 1 2 3 4 5 6 7 8 9 0 1 2 3 4 5 6 7 8 9 10
Hf[E] (min) FsFTE] (min)

Kl 3 = LJPEmRER S ILTRM 3R AR 2 S i € 1 4]

Fig.3 Multiple reaction monitoring chromatography of fosetyl-aluminium and fosetyl-aluminium-D, 5 standard solution
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Table 4 Linear test results and LOQ of fosetyl-aluminium
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Table 5 Mean recovery rate and precision (n=6)
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Table 6 Recovery rate of pure solvent calibration and tomato
matrix-matched calibration (n=6)
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