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Determination of imibenconazole in fruits and vegetables by ultra high
performance liquid chromatography-tandem quadrupole mass spectrometry
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Abstract: The sample was purifid by solid phase extraction column. . .
A simple, fast, accurate method for determination of Imibenconazole - UPLC—MS/MS LC
in {ruits and vegetables was developed by ultra high performance lig- MS s
uid chromatography-tandem quadrupole mass spectrometry (UPLC—
MS—MS). The linear range of the method is from 1.0 pg/L to 100

pg/L ,and the correlation coefficients were 0. 998 7~0. 999 6, and
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the detection limit is 1. 0 pg/kg. The proposed method has high sen- 450
sitivity and good reproducibility for determining Imibenconazole. — » UPLC—MS/MS s
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1.2
— . Waters ACQUITY
UPLC/Xevo TQ ;
:ML104 — ;
: HeraeusMultifuge X1R
: TALBOYS . ;
:DSY-1I .
1.3
5.00 mg 50 mL
, 0.1 mg/mL ,
4 C .
1.4
10.00 g , 50 mL s 20
mlL s 1 min, 5~8¢g s
, 4 °C,8 000 r/min 5 min,
100 mLL ; 20 mL s
4 °C,8 000 r/min 5 min, 100
mL ,40 C , 5 mL
— 4 :6,V/V) s o
Florisil 10 mL — (4
2 6,V/V) s , 50 mL
) 25 mL — (4:6,V/
V) 100 mL Florisil s
.40 C . 1 mL — (5:5,V/V)
., 0.22 ym . .
1.5
: ACQUITY BEH C18(1.7 pm, 2.1 mm X100
mm) ; A 0.1% B (
1); 0.3 mL/min; :5 pls 140 C,
(MRM) ; :1.0 kV;
150 C; :800 L/h; :400 C; N
2,
1
Table 1 The elution conditions of mobile phase
/min /% B/%
0. 00 30.0 70.0
0. 50 30.0 70.0
1.00 5.0 95.0
3.50 5.0 95.0
3.51 30.0 70.0
5.00 30.0 70.0
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Table 2 The MS parameters for detecting Imibenconazole

(m/2) (m/2) /V /eV
413.0/125.1 26
413.0/171.0 413.0/125.1 28 18
413.0/343.9 18
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Figure 1 The UPLC—MS/MS of Imibenconazole
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0.1% ) ; 0.1% . 3
s Table 3 The standard curve of Imibenconazole
’ b ’/
° (;Lg'Ifl) (r)
2.3
1.0~100.0 y=406. 9x+246. 9 0.998 7
1.0~100.0 y=435.2x+198.3 0.999 3
s 1. 0,10. 0, 20. 0,50. 0,100
~ y=— 3C Q4 / 0QcC
0 yg/Lo ) 1.0~100.0 y=2399. 9x+244. 2 0.999 6
) ) ( 3), 1.0~100.0  y=418.8x+213.4  0.999 1
1.0~100.0 ‘u.g/L 1.0~100.0 y=426.3x—11.2 0.998 9
, r 0.998, 1.0~100.0 y=4912—231.6 0.999 4
1.0 ;lg/kg . S/I\]>3,
3.0 ng/kg S/N>10, , 3 (1.0,5
1.0 pg/kg. 3.0 pg/kg. .0,20.0 pg/ke) .
2.4 (RSD) 4, 4
6 [11]
4
Table 4 The recovery rate of Imibenconazole in samples
//
1 RSD/ RSD/ RSD/ RSD/ RSD/ RSD/
(pg+ kg™
/%% % /% % /% % /% % /% % /% %
1.0 80. 3 3.6 84.1 5.5 83.8 6.3 86.5 4.2 82.8 1.9 83.9 7.8
5.0 85.5 1.6 87.6 4.3 89.6 2.8 88.5 4.9 84.6 1.6 86. 6 5.6
20.0 92.5 3.5 88.9 1.3 93.6 2.9 92.4 3.8 90.9 2.3 94.7 5.8
3 Lrl . 2008,27(1) ;234 ~
237.
5 s s s
— (UPLC—MS—MS) o
[Jl. . 2004, 23(1): 181
(2] [4] , ss,
’ 1.0 /Lg/kg’ 6 Akiko Kaihara, Kimihiko Yoshii, Yukari Tsumura, et al. Multi-
° Florisil ’ N residue analysis of pesticides in fresh fruits and vegetables by su-
° Florisil percritical fluid Extraction and HPLC[J]. Journal of Health Sci-
’ s ence, 2000,46(5):336~342.
o GPC 7 . s ,
B [Jl. , 2002, 43(8):22~23.
8
( y[S]. ,2001.:428~437
1 . . Imibenconazole [J]. 9 ’ ’ ’ -
,1996, 18(4): 63~64. [1]. , 2012, 40
2 s s (2):286~291.
(. . 1998, 16(6) 508~509. 10 TMo. : .
3 s s 2006: 80~82.
[Jl. , 2002, 20(4) . 383~384. 11 . NY/T 788—2004
4 s s s [S]. ,2004.

77



