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Analysis on Residues and Dissipation Dynamics of Azoxystrobin in Onion
LI Chunyong, JIN Jing, WANG Xia, QIN Shu”

(Shanxi Center for Testing of Function al Agro-Products, Laboratory of Quality and Safety Risk Assessment for
Agro-Products (Taiyuan), Ministry of Agriculture and Rural Affairs, Taiyuan 030031, China)

Abstract: To evaluate the safety of pyrimidil on onion, the residue level and digestion trend of pyrimidil in onion were
studied. The samples were extracted with acetonitrile, purified by PSA and GCB adsorbent dispersion solid-phase
extraction, and then detected by high performance liquid chromatography-tandem mass spectrometry. The average recovery
rate of cyproil in onion was 94%-104%. The relative standard deviation was 3%. The average recovery rate in onion plants
was between 100% and 101%. The relative standard deviation was between 0.4% and 2%. The minimum detection amount
was 1.0 X 10™° g. According to the dosage of active ingredients 300 g/hm? and 450 g/hm?, spray application was conducted
for 2-3 times with 7 d interval and sampling at 10, 14 and 21d interval between the last application.The final residue test in
Shanxi, Henan, Jiangsu, Shanghai, Guangxi and Shandong showed that the final residue of cytosyl in onion was less than
0.010-1.08 mg/kg.The degradation half-lives of onion plants in Jiangsu and Guangxi were 3.9 and 3.8 d, respectively. The
method is simple and reliable, and can meet the requirement of pyrimidil residue in onion. The residual amount of
pyrimethanil in onion is lower than the maximum residue amount stipulated by CAC, EU and Japan.
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10 mg/kg

[6-8]

0.014~0.106 mg/kg

0.008~0.653 mg/kg
0.010~0.080 mg/kg
0.010~1.350 mg/kg.
- UPLC-

MS/MS QuEChERS

1

1.1
TSQ QUANTUM ACCESS -
QUINTIX224-1CN,
BS210S.CAP8201
GM300
R.5824 R

5804
Varispenser 10-50 mL
LP2500
XK80-A
99.0%
50%

PSA . Cleanert PestiCarb GCB
SHIMADZU-GL
WondaPak QUEChERS SPE 4 g MgSO,+1 g NaCl+
lg +0.5¢g N

SHIMADZU-GL WondaPak QuEChERS SPE 142.5
mg MgSO,+20 mg PSA+7.5 mg GC-e

]

1.2
2018 N N
s 50%
300,450 g/hm? 2 3
7d 3 15 m?,
450 g/hm?
1 3
14.21.28 d
12 N
° 2h 1.3.5.7.10.14.21,
30.45d
I cm
150 g2 -207C o
1.3
1.3.1
100g 50mL
10 mL 2 500 r/min 5 min,
4¢g .l gNaCl.lg 05¢g
2 500 r/min 5 min 8§ 000 r/min
5 min, 1.5mL 142.5 mg
MgSO,+20 mg PSA+7.5 mg GC—¢ 2 mL
2 500 r/min 5 min 5 000 r/min 2
min 0.22 pm o
1.3.2
Waters Atiantis dCg 100
mm X 2.1 mm 5 pm 0.3 mL/min
30°C 10 pL A 4 mmol/L
0.1% B 4 mmol/L
0.1% I,
1
/min /(mL-min™) A% B/%
0 0.3 10 90
2 0.3 10 90
2.1 0.3 90 10
7 0.3 90 10
7.1 0.3 10 90
10 0.3 10 90
ESI
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1.5kV 1 750 kPa 2.2
875 kPa 270°C 0.01.0.1.2.0 mg/kg
95V o 96%.104% 94%
5.10 min RSD 3% 0.01.0.1.15.0
404.0/329.0 m/z 30 eV mg/kg 101%.100%
404.0/372.0 m/z 15eV . 100% RSD 2%.0.4% 2% NY/T 788—
) 2018¢ yuor
2.3
2.1 1.2
0.1 mg 10.14.21d
10 mL 1 000 pg/mL o 2 0.010~0.021
N mg/kg 0.010~0.015
mg/kg 0.010 mg/kg
1 000 pg/mL 0.010~0.015 mg/kg
0.01.0.02.0.05.0.1.0.2.0.5.1.0.2.0 pg/mL 0.045~1.08 mg/kg
o 132 3 0.010~0.021 mg/kg.
X y 5
y=5x10"x+
134 505 R=0.999 9
y=5x 10" x+51 304
R=0.999 8 0.01 wg/mL, o
2
/(g-hm?) /d (mg-ke™)
10 0.020 <0.010 <0.010 <0.010 0.42 0.014
2 14 <0.010 0.015 <0.010 <0.010 0.42 <0.010
200 21 <0.010 <0.010 <0.010 <0.010 0.045 <0.010
10 0.018 <0.010 <0.010 0.015 0.45 0.010
3 14 0.012 0.010 <0.010 <0.010 0.62 <0.010
21 <0.010 <0.010 <0.010 0.010 0.092 <0.010
10 0.021 0.011 <0.010 <0.010 0.31 0.021
2 14 <0.010 <0.010 <0.010 <0.010 0.79 0.014
450 21 0.011 <0.010 <0.010 <0.010 0.21 <0.010
10 0.017 0.015 <0.010 <0.010 1.08 0.016
3 14 <0.010 0.010 <0.010 0.012 0.79 0.013
21 <0.010 <0.010 <0.010 0.013 0.25 <0.010
ND ND ND ND ND ND
ND 0.01 mg/kg.
2.4 N e,
3 N N
. 5d 80% o
3.9.3.8d o N N N
3 o
QuEChERS 5.7.3.9.3.8d 23.1C.
UPLC-MS/MS 27.8C.21.5TC
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o GAP
NY/T 788—2018¢ yuo
0.010~1.08 mg/kg
CAC .
10.0 mg/kg', ¢ e
(
Y1131
CCPR
JMPR
MRL 2 mg/kg,
(4]
1.7 mg
13.7%:.
50%
40 g/ 300 g/hm?
2 7d 14d.
N MRL °
3
/d / / /
(mg-kg™) % (mg-kg™) %
0 5.98 11.60
1 5.25 12.1 11.90 2.7
3 5.98 0.032 12.60 -9.0
5 0.25 95.9 3.66 68.4
7 0.48 92.0 3.05 73.7
10 0.25 95.8 1.75 84.9
14 0.20 96.7 1.30 88.8
21 0.082 99.3 0.390 96.7
30 0.041 >99.9 0.049 99.6
45 <0.010 <0.010  >996
y=4.041 3 ¢ y=113.145 ™18
R 0.930 1 0.9878
T 3.9
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