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Determination of prothioconazole and its metabolite residues

in foodstuffs of plant origin for export—
LC-MS/MS method
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1 SeHE

ARSCOFRUE T M R R it o DA T e B A6 A 0 TN T e P R - T/
K g5 i

AR T /ANAE R A i VIR OR IR EL ISR R L A A AT TR AR VISR AR SR R
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2 MEHsIAXH

B ST A P A A SR R 5 R T AR SR AN AT A Rk Horr T H I 51 SC
PF AZ B XL B RS 35 AR SO s AN VE B 51 SCrE L b 8 RS CRL3E Fir A 948 e B 38 1
AR,

GB 2763 BMEEEZRFME &5k LA

GB/T 6682 4315250 % FH/K FUAR A48 )7 ik

3 RIBHENX

RSB A T B S B AR FE S

4 FEIEE

R i R D T e A O A MO P L T P B B SR T 0.1 00 TR R Y & AR B R T 3 HIC I A
WAL S SR AR (- B / B I 5E | SN I E

5 X7 F0AF#

BRAE 55 A BT, BT AR 2 2 2 i 4, K S GB/T 6682 MLAE 9 — 20K .

L - ik,

VYRR

R . 3k ol

LR B (kA

IEC ke i al,

ORI AR

AL,

ToKBEREE : 22 650 “CHIBE 4 hofiff T T B &R R M5 & 1.

1Y% W R LG W B 1. 0 mL R (5. 3) % 100 mL & h - H NG (5. DEFEEZE, 0k
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5.5 M.

5.10 1. 5% HUIRIM AR YA W - B 15 g HLIRIMER (5. 6) , F/KFR B I E 45 % 1 000 mL,

5,11 20% LHEEEW B 20 mL (5. 1) KRR B 2 A % 100 mL,

5.12 PR B MR #E ) 5 (prothioconazole) : C, Hy; CL, N, OS, CAS 5 178928-70-6 ; I 7 P4 A7 12 W A 7
¥ JF (prothioconazole-desthio) : C;, H,; C1, N, O, CASNO. 120983-64-4, 4l ¥ K T4F 98% .

5. 13 A oA VA VI TEC ) < 9 B PR TGS ek P A TR A AR D R TR AR B o ORS 2 0.1 me) s Ml &
I A TR SR BE R 1. 0 mg/mL ARERTAIE IR .0 'C ~4 CREREGIRAE, AT 6 D H .

5.14  hEHESPRIEG W - 435I WCE 1. 00 mL PABRE TR M A M it 48 TR B 1. 00 mL MR PR A T WA s YAk 5
W(5.13) A 100 mL FE R B, H OB R WIRE R 10 pg/mL, 0 °C~4 C¥& LR LT
AR 3 AN H

5.15 Al AR - AR 75 28 WG dEAr o T [ (5. 14) L e il A 1. 25 pg/L.2.5 pg/L.5 pg/L.
25 pg/L.\50 pg/L WITR A AR A W . 58 FH AT 1

5.16 | /\ b ks G RER(C) .50 pm,

5.17 N-WNH 4 — W (PSA) .40 pm ~60 pm,

5.18 JEME.0.22 pym. . AHLER.

[ep]

B s

VA - T/ BT A < TiE HEL I 55 5 TR (ESD
O3 A K- B 0,01 g F10.000 1 g,
HREHIL

HAE L,

RS FLAE A 2 mm,

I #%:15 000 r/min,

A EHR 37 %

1R VS VR B O L B AT T 10 000 r/min,

o OO OO OO0 OO OO OO0 O
0 N O OO B~ W N =

~

DWMER

7.1 BEmEl&EERE
7.1 INEKE GRE EREEKRFEHRNF KE EC ERHF

BB A AR PERE AL 500 g AR AL 4 R B I FE 00 R 50 29 50 70 1l 2 AR A sl L 20 A3 v ) 2%
ar BB AR L, T — 18 C AN IR RGO AE
7.1.2 MR EXEBEHENFH.E5.].IKE

% GB 2763 BYRLE BOREIRAT o X AN HRER/IN O RE i o JBURE J5 42 W0 AR 35 X T MR BR 1 S AR 1 2
(=IO 18 RN T 1571 D WA SR L D O R (RSN - R O 2 B el g et B o S~ e =
ity s TR A [a] S0 A2 D0 B0/ i BB/ B AR B 5 BOUS AR R LU L SE 70 IR 2 1 U 43k JBURE B4
LGN REAIL R 48 B 2T L 3 20 00 i 2 VR D AR L A AT T R AR Y L BB IR U AR IE . T — 18 TR
TR ELR AT
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7.2 RE
7.2.1 INE KE ERE BE AE . EX.FE.DRE

FREZA 5 g IO B R 0.01 @), BT 50 mL B ZEZEAE.LE P, P#EIMA 10 mL r IR il BR & W
(5.10), iR & 1 min [FIREESE IR AREIMA 10 mL1% F IR ZIEER (5. 9) . IR TETRE 58 i H
10 min; [ BOEHFIIA 5 g EALBNG. D L IREYE Y 1 min;8 000 r/min 4°C &> 5 min, B 1. 0 mL I
ZiE WL,
7.2.2 WHEEX.EN.ENGH.AEE

I 5 g iFEOR I E 0.01 @ . BT 50 mL HZEREGE.OE PR A 10 mL Fi 8 Il B2 3 K
(5.10), % HE 1 min; MA 10 mL 1% H R MBI (5. D IRTENR G I 2 min, 25 EOETIMAS g
AN 5. 7 IRHEYR Y 1 min;8 000 r/min 4 “C .0 5 min. B 1. 0 mL 2 EW g1k .

7.2.3 H3EHF FEEAZ R

FRELZ) 5 g iMFECHEMMZE 0.01 @ BT 50 mL HZEREEAE.OE P, R A 10 mL HTIR i B2 % K
(5.10) . % B¢ 1 min XA 2MIE . RIEMA 10 mL 1% HF R 2G5, 9) IR HEIR S G 7 1 B
10 min; A BELEFMA 5 g MG, D IBHETRE 1 min;8 000 r/min 4 CE.L> 5 min, B 2. 0 mL F
JEWE W Z 5 A S WA 0 1E 8 i BRI AR LB 1. 0 mL T 2 WS ARGk
7.3 &

7.3.1 IZNE KREZEHE.EZ FX . FE.XE HMEEX.BH. BN .FE5.5E5.04£F 3

1.0 mL EERRASRES 50 mgC, (5. 16).50 mg PSA (5. 17) Fl 150 mg LK B BREE (5. ) 1Y
2 mL B0 H, I\THE 30 5,10 000 r/min 4 “CE.L 5 mins B 0.5 mL FIEW . MA 0.5 mL 20% Z I5
W5, 1D R B e 1k A HIL &R 8 IS 2= b R S L it HPLC-MS/MS K,

7.3.2 M3EHF FEHEAT EHHT

# 1.0 mL FIS WO AR 150 mg Cis(5.16) .50 mg PSA(5. 17) 1 150 mg JC/K B BR 5 (5. 8) fY
2 mL B I E 30 s,10 000 r/min 4 ‘CES.L 5 mins B 0.5 mL EWW L. MA 0.5 mL 20% &
WS, 1D B o A WL R IR (A7 % 3, AT 10 000 r/min 4 ‘C B0 5 min, BRI 80 A HLR 8B
BAEOE S HE HPLC-MS/MS #:3

7.4 WE

~
N

1 REBESELEHG

LT B Cl AR .50 mm X 2.0 mm (AR L1, 8 pm, B PEREA K
WA A RaiK.B AN,

MR35 CE1 C,

HEREHR 10,0 pl,

Wik 0.4 mL/min,

LSl AH LB B eI A LR 1

NN NN NN
e e
Lo L Lo
D 01 B W DN
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1 RIERBERREFEHEV +VY

B ] /min WA Va/ % TR Vy/ %
0. 00 80 20
0.50 80 20
2.00 40 60
4.00 40 60
4.50 10 90
6. 50 10 90
7.00 80 20
11.00 80 20

7.4.2 RiESEEH

7.4.2.1  BFURHWEZE EF IR (ESD

7.4.2.2 AR A I E R,

7.4.2.3 kil gy 2 O A X (MRMD .

7.4.2.4 AR TR A R AR Dy o 2 R B S A R SR s R N A Y A AR R e A
T D8R R BRI SR . WSS R e R 2 R R il 4 BB S HL R (RN AR L B AR R, S % S S A
Z: LIS AL

7.4.3 EMMNE

2 IR WAR (3 BT 3 / B 38 4% 1 00 o R VA A TR O RS T ) o 0 i 0 R B I [ 5 R o
by DR B ST () A 25 AN B 22, 500, 58 P 1 A ARDGE 2 B2 I TR X T e 53 8 1 42 B2 9 5 B2 1 20 LE 310D
5 e B2 AT 25 B v A S TR AT T SR B — R, AR R R e R 25 A B a3 2 RLE I L DU e ) A
SRR DO PVA: UL 3IIE7/N

R2 EUWEINBENBEFFENERKATFRE

M ERE/% >50 >20~50 >10~20 <10
S A R R 2/ % +20 +25 +30 +50

7.4.4 TEENE

TEAR RS2 50 25 P T 4 R UARE TAF IR W (5. 15) 4% W B2 by A1 21 i E A D, DA SE 1 8 - 06 i -
W PEVR IR AR BUARME M2k o 1 A 980 AL e S R AT A 1 g 0 197 7 o o o 2 0 1 Y BT P ol o 46
1 Y 11 D) 157 0 2 A LS B N R AT . R TAMbR IR E B . 7R ORI A E T L DB TR e B LA
Py 5t A P AL TR A 4 22 B s I (MIRIVD €35 [ 2 LR 7% B, 08 1) 70591 08 2.9 min #1 3. 2 min,

7.4.5 =HiXKE

R AN IaRE S, e L3RI 5E AP SR AT .
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7.4.6 ZHRIHTESRRA

R R R D0 1 5 i e (0 A Ak B B X (D TR TR A R R A L

¢ XV X1 000
=X 1000 AR
st
X G B b e B 237 S 2 9 T (ma/ k)

445 31 14 T 2L 43 T R B W B A B2 T (/L)
V — PR e 8 R RL, B Z T (mL)
m —FERAE 24 AR R, PR A TR ()

8 EEMRS@MIZE

8.1 E=FRLOQ)
AT 1 TR TR e G A P B A A 1) g 1 BR Y R 0. 005 mg/kg.
8.2 [EUg=x

TE =B I BE VR Y JE“{ PN CF Y N B SN/ TR i1 B 2 S NI AN {0 Y - & AN B N
ST VB TR S AL R A | B A v T B S A A (RS K S 2 T R s 2 W
ff% C
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W% A
CRBHE)
AR TR R BN S B R

WOAH 35 - B / Bl s 25 S 7%

a)  TEAIR r“ 320 C,

b TR A6 L/min,

o) FEASRIES 275, 8 kpa,

d BRI 320 C,

e) B 12 L/min,

D BYEHRE:3 000 V(Pos),3 500 V(Neg) ,

g)  MEMEHL R 500 V,

h) 8 B TR R R AR R R (FP) (R BB R (CE) L3R AL L.

Al TREARERBARERHYESES FX . EMEEFX.FP.CE

G-y & W24 R R R A BT R R/ V iR =/ V
i 342.2/100. 0 12
ESI™ TS R s 342.2/100.0 110
342.2/125.1 16
) 312.0/70. 1 20
ESI T B TN A T e 312.0/70.1 98
312.0/124.9 40

D ARl AE B R AL TSI S HORTE Agilent 6460A LC-MS/MS JFik (X [ 58 )8 9 » L AR 51 158 AR A8 28 54X
BN TRBZE IR Rk B SR bR A 2 ORI T K AL S i 433
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Mt X B
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T T B M R B B TR R M AR R B RO IA I (MRMD £ i [E
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1 1

b ek ol

342.2>100.0

1
J 342.2>125.1
o @ S N

0.2 04 06 0.8 1 1.2 1.4 1.6 1.8 2 2.2 2.4 2.6 2.8 3 3.2 3.4 3.6 3.8 4 4.2 4.4 4.6 4.8
Counts(%)vs.Acquisition Time(min)

PERP R RNNR

i

SRR LPELReR

I
5 o
— O NW AT DN D= ~NWA DR N ON A DO NG 0NN A B WA

I
e

B B.1 AHREMEIREYRS KMNSNMRM) &% RE(10.0 pg/L)

2.4
2.2 312.0>70.1

-

312.0>124.9

0.2 0.4 06 0.8 1 12 1.4 1.6 1.8 2 2.2 2.4 2.6 2.8 3 3.2 3.4 3.6 3.8 4 4.2 4.4 4.6 48
Counts(%)vs. Acquisition Time(min)

B.2 it P R AR AR W B & S B MBS (MRMD £ 3% & (10. 0 pg/L)
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WoR C
CRBHE)

T 0 35 o 7 9 T T 7 S ok F R L 4

FC1 HF@mBRMREREWENLIETE (=6
AL TR R TSR A
FE i 24 B
WM EE /(mg/kg) Il Z /% WM EE / (mg/kg) ik ZE /%
0. 005 73.4~86.8 0. 005 72.4~89.4
INFE 0. 100 80.3~93.3 0. 100 82.8~97.4
0. 400 80.4~96.3 0. 400 88.8~100. 0
0. 005 70.4~92.4 0. 005 76.8~95.2
KF 0. 200 81.4~94.4 0. 200 84.1~97.7
0. 400 82.9~93.4 0. 400 81.6~95.2
0. 005 71.4~90. 2 0.005 73.2~88.0
e 0. 050 81.4~97.9 0. 050 79.9~92.9
0. 100 81.2~93.9 0. 100 81.7~92.6
0. 005 70.2~86. 8 0. 005 72.0~89.0
B 0. 050 80.9~-95.8 0. 050 80.9~94.8
0. 100 82.0~94.6 0. 100 85.1~93.4
0. 005 69.4~92.8 0. 005 77.6~93.0
Fok 0. 100 82.8~96.0 0. 100 82.1~93.5
0. 400 89.8~99.9 0. 400 89.0~100.5
0. 005 71.0~91.4 0. 005 77.8~96.0
Ui 0. 400 88.0~99.2 0. 400 85.2~99.0
1. 000 89.4~98.8 1. 000 87.6~93.8
0. 005 64.8~84.2 0. 005 66.4~86.8
MIEX ¢ 0. 100 80.6~91.5 0. 100 80.9~93. 4
0. 200 80.1~93.6 0. 200 80.9~94.5
0. 005 73.2~90.2 0. 005 75.0~89.2
KE 0. 050 80.9~92.4 0. 050 84.5~91.8
1. 000 92.8~98. 1 1. 000 92.4~97.8
0. 005 60.2~77.6 0. 005 64.4~84.2
iR 0. 020 65.6~82.0 0. 020 68.4~84.0
0. 200 81.6~92.8 0. 200 80.0~90.0
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RC1 HERNAMKEROKERLEHEGR=6)

PR T W I8 T AT T e
HE i 45 FR
WMk E /(mg/kg) mICR G /% W e/ (mg/kg) MR G /%
0. 005 65.6~85.6 0. 005 61.8~80.8
AT 0. 050 70.1~84.4 0. 050 75.6~86.3
0. 200 80.8~93.9 0. 200 82.3~92.7
0. 005 78.6~94.2 0. 005 81.0~95.6
flie 0. 100 80.7~96.7 0. 100 80.9~94.7
0. 300 81.8~94.1 0. 300 81.7~93.9
0. 005 77.4~90.6 0. 005 72.4~90. 6
M3 0.010 76.2~89.5 0.010 81.0~95.2
0. 200 85.4~94. 2 0. 200 86.2~96.0
0. 005 75.8~92.8 0. 005 79.6~97.0
i 0.010 79.7~94. 1 0.010 79.9~94.5
0. 200 84.0~91.5 0. 200 84.2~94. 4
0. 005 79.6~93.0 0. 005 79.8~98.4
B R 0. 200 81.6~95.5 0. 200 80.3~96.6
0. 300 83.6~93.2 0. 300 84.3~95.0
0. 005 66.4~85.4 0. 005 80.0~93. 2
T s 0. 020 80.4~92.4 0. 020 80.8~95.8
0. 040 82.1~92.6 0. 040 84.7~101.4
0.005 61.2~82.6 0. 005 79.6~98.2
AL 0.010 76.3~85.4 0.010 78.0~88. 2
0. 200 80.2~87.2 0. 200 83.8~95.5
0. 005 76.0~94.0 0. 005 80.4~93. 4
A 0.010 78.7~91.9 0.010 75.9~90. 2
0. 200 80.4~95.1 0. 200 83.1~96.7
0. 005 80.8~93.0 0. 005 81.6~93.8
0.010 78.3~91.0 0. 010 79.3~91.9
A
0. 200 82.2~92.0 0. 200 83.0~95.8
2. 000 88.5~95.0 2. 000 90. 6~96. 6
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