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Determination of anilazine in rape and rapeseed by LC-MS/MS

DOU Yin-hua
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Abstract: Objective: A detection method was developed for
benazolin residual in rape and rapeseed by High performance
liquid chromatography-tandem mass spectrometry ( HPLC-MS/
MS). Methods: The rape and rapeseed were extracted with aceto-
nitrile reagent, purified by Pesti Carb-NH; , separated by Cig col-
umn, carried out with methanol-ammonium acetate aqueous solu-
tion, detected by HPLC-MS/MS. Results: The liner relation was
good in the ranger of 0.01~1.00 pg/mL, and the coefficient of
determination was 0. 999, the limit of detection (LOD) was
0.008 mg/kg, with the limit of quantification (LOQ) of
0.027 mg/kg. At the spiking levels of 0.03, 0.06, 0.15 mg/kg,
the recovery rate of the method was 73.3% ~91.3% . and RSD
was 4.4 % ~8.1%. Conclusion;: The presedent treatment method
is easily-conducing, efficient, and highly sensitive and selective,
and it can be used to determine benazolin in rape and rapeseed.
Keywords: benazolin; rape; rapeseed; high performance liquid
chromatography-tandem mass spectrometry ( HPLC-MS/MS) ;
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E HLEE 1 (Florisil) [ A ZEBUHE : 500 mg/6 mL, 3
[E Waters 2~ #]
1.3 HEmETALIE

(1) WK HEPR & 5.00 g T8 IR X5 Ml 3, In A
20 mL Z i .15 000 r/min &) ¢ 2B 2 min, T A 5~7 g
AN, ZW A HEPET .8 000 r/min B> 3 min, B F
B A 10 mL Z i, HE 2 B HEH B I B R
10 mL, F 40 CRBPEIRZIE T MA 3 mL ZH§—
HREW (Ve * Vier 03+ DL RS

(2) MR ARG UEFR R 5.00 g TR R A7 BT 32K .
A 10 mL ZJE—IEC B m B2k ek %, # &
30 min, #ERFTA 20 mL ZHE—IE C B WM T 2 WK,
15 000 r/min 5J3Z$EH 2 min, KR IEC k)2, IMAS~7 g
FACEN 3 ZUHR P, 8 000 r/min B0 3 min, B EFR . MA
10 mL 1E C Lt F Y 2 5 18 B A 4R I 2 Wk MERG RS I |
THWK 10 mL, T 40 CRBHRAIARZBIET. WA 3 mL &
JE—H BB Ve + Ve 30 DR

(3) ¥tk : 5 mL Z i — 20 W Tk Wk Ay 2 Ak ik
B—EIE A, 5 R . K TR 08 Uk A [ A
AN BT 3 mL WO —HE Vg t Ve I3 D
WWUES . ERE 3 . T 40 CARBHFAREERT . mA

I mL - KBEBR Vet Vi 1 DER . 0.22 pm
R A

14 LCMS S Hi&s

1.4.1 WHETE @K N Poroshell 120 Cig (3.0 mm X

100 mm, 2.7 pm). i 85 A A 9 2 B W S A B R
2.0 mmol/L ZER#—0.1% F fR /K V& W 7 # 0.3 mL/min,
PEREIRRL 5 oL BRI 40 °C L4536 1 HEAT MR TR

LAz B A B TR mis TR TR E
350 C. PSR 5.1 L/min. L IES) 2.4 X107 Pa,
IR B 300 °CL YA B 11,0 L/min, T 404 1 JE
4000 V.MM R 1 100 VL IERE THMEX B H T M
FHTHRESHLE 2.

®1 REEEREN

Table 1 The mobile phase elution conditions
R/ WEhAR WA A i) / = R £ I |
min A/% B/ % min A/% B/ %
0.0 95 5 6.0 5 95
2.0 95 5 8.0 5 95
3.0 65 35 8.1 95 5
5.0 65 35 10.0 95 5
*2 HERIRMNBETFHNTETFRIESY
Table 2 Themass spectrometry parameters of the

precursor ion and product ion of benazolin

HETFOn/2) FETOn/2) HILEE/V HifEfER/ eV
244.0 197.9 73 10
244.0 169.8* 73 22
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1.5 R HiE

1.5.1 At gzl RS MERR i AR E A B ER R P E
ZLECH R BT R B Oy 1 mg/mL AR HER 5. B
1 mL AR fE I 28 0 P 25 T AU 9k 32 43+ 391 11000,
10.0,1.0,0.1 pg/mL B4R E P AW, T 25 F1 4 5T 0 0l i
#1 0.025,0.050,0.100,0.500,1.000,2.000 pg/mL fY 5
RIRMEV W T AR TR 2
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M/ E 3 (GCB/NH,) & 4 SPE /NME R B W Rk 4 HE k47
XF Ll s 8 REBR AR M BN A B 25 1 BT R 2 R
HeAb R 2 [ A A RS ¥ Ak, S A SR L T AR T

e
154 EEEFIMES  BOE BAR R AR E TR T &

DB EHAR T, 45 mA CBE KB B 2R+ K
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LB ME LU — D A A O Al s 2R R A
S8 A6 B BB R A ) Bt 4R O R R R IR L A
R AR, X T AL Bl S, DUAE O be i A 2 6 1R
PR RN ZIE IR A TIEC S P M EBR R L IE
Okt X AEERR O PRI 2 2% 5T, A R T3 — B il
2.2 BALNEREE

P 1~ 3 AT 0 T 2% Bt 5 3% L Florisil A i W Bt
8 BAR L X B R R E AR ma LT PR H Ay
759 e 45 1 GCB/NH, #EF A 75 & P 1E 7S JC 3 4544, H
B A AUR BB RO 5 3R R A BT 3T T 2 BR R T
90 96 FY % I LR 1Y 3 25 M R v 5 b R R B 2O A
R Sk L [l R 85 % e A . R . % % GCB/NH,
HEAE A Al
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Figure 1 Benazolin standard working solution spectrum
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Figure 2 Standard spectra of benazolin after purification

by florisil solid-phase extraction column
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Figure 3 Standard spectra of benazolin after purification
by GCB/NH, solid phase extraction column
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Figure 4 Effect of resolution solvent on recovery rate
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Table 3 The matrix effect of benazolin

3L Vg TRT R
g 30 725
THSEHF 27 968

CHE+HK Vs Vi1l 39 392
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2.5.3 WEHIESK®EE  HhFE 4 9H,7E 0.03,0.06,
0.15 mg/kg #ANZKFT i 3 5 B b R BR R 197 1 g
K Hy 86.3% ~91.3% , Xt 5 A 25 (RSD) 2y 4.4% ~
6.7 %6 s JHI S AT 3 T b R BR L O 2y IR Dy 73,306 ~
84.2% ,RSD N 7.3% ~8.7%.

x4 ERREKGERMEINIRERE
Table 4 The recovery rate and relative standard

deviation of benazolin

IR/ 3 HiPs
(mg + kg™ 1) FHyElgR/% RSD/ % F4lali/ % RSD/ %
0.03 86.3 5.9 81.0 7.3
0.06 87.6 6.7 84.2 8.1
0.15 91.3 4.4 73.3 7.5
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