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Determination of metamifop and its metabolites residues in rice

Liquid chromatography-mass spectrometry
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7K FE5 e M ik B Bz K2 ELAK 14055 BB E AU ZE
R BRI/ RiEE
1 el

ASSCAFRURE T 7R P W A 9 e K% SEL A Bk B B VRO B - B /o i D 2 5 9
ASSCA 3 T T 7R W A I e S EL A (0 YRR €% - B/ B v

2 AetsIAxH

B SCA A P A S R P 5 | TS AR S AN R A ) SR e o, 3 H
(51 R SR, A H AT R AR ASE AR St AN HAR 51 SO, Hsol iRy (B pr
ARBSCER) &H A

GB/T 6682 7 #1525 28 FI /K FkE A58 77 v

3 RIEFIEX

IHUARIEANE SGE A

MEEmdeFpt B2 i X ELAX 514 metamifop and its metabolites

M e g 0 fi A — O AR R BRI R PR AR, A =M =, o B N-Q2- R
F)-2-(4- B R A IE)-N-H L 5 ik (HPFMPA ) . N-(2- fill 7K & )-2- ¥ 5t -N- FF 3 7 i
(HFMPA) Fl4-(6-5 - &Me-2-PE ) K|y (6-CBO) .

4 R

R S, A+ )\UniEa R (C18) MIN-HIEZ — % (PSA) [FAHZEEL Bl
WAk, FYRORH €61 /o AR I R RFIE , AR B & o

5 Wi SHE

BRAEA B RESS, BRI AT e, KFFEGB/T 6682 1 —%K.
5.1 &M (CH;CN) . ik,
52 FAkEN (NaCD : Zffrats
53 N-WH-Z 7] (PSA) : 40 pm~63 pm.
5.4 )\ gt SRR (C18) : 40 um~63 pm.
5.5 RZGHRMES . WEMRER R (CAS 5 256412-89-2, 4lifF 95.0%) . HPFMPA (CAS 5


file:///D:/Program%2520Files/Youdao/Dict/8.9.6.0/resultui/html/index.html%23/javascript:;

256412-88-1, 4ifF 99.9%) . HFMPA (CAS 5 1257227-64-7, #iJ¥ 99.7%) . 6-CBO
(CAS 5 19932-84-4, 4lifF 98.5%) .

5.8 FRAEERICH

5.8.1 WM R e S HARUR VIBRE At £ VAR ol AE BF PR KDL S Wl P e frg A AR P
#Edn CREFZE 0.01 mg) , FH LSV, 3 Il s 1000 mg/L FRAERS & VAW, -18 °C
NRAF

5.8.2 WM B S FCAR AR G A v v (VAR AR 75 22 40 ol BDEG S A A T R e R AR Ut
YIHIARAERE 0, ) CRERRERL 10 mg/L Rk [B1VET, -18 °C R RAT

6 XFESKE

6.1 e RO - B/ A BCE WSS B R (ESD
6.2 M RF: & 0.01 g A1 0.0001 go

6.3 HLUREML.

6.4 =g JRERFEAL: 10000 r/min.

6.5 Fat.

6.6 E5LHL: 4000 r/min.

6.7 IRIEIRA .

6.8 BIOVE: 50mL, ¥k,

6.9 JEME: 0.22 um, HHLH.

7 SRR

7.1 HERHIE

RERANRETCHE il K HH (B REREAE AR, HURENLERN TR B 5e CAnREA R, T
ST TR o RREKAIRESE 2 IR A5, 0 BUREK 200g FE 8B AESE, 2N
FEARLER S WS BR 28 5 LRIV - 18°CUKAR v U 46

FEATRERD CHVREARRE AL = REKFERARFEA BT K Tom LT AO/NBE  FH R T BERY AL
CRIAnZD & AR Bt (30 g FEARBI T TR) 4 30 8D, T80 R SIE HIDU 70487y, HL 200g
FESRARE S, WIFFRAE 5 SEETON-18°CURAE T AR 4 -

72 HREDRSEK

7.2.1 HERFATET

FREGAEE 5.00 g CFERAZE 0.01 g) F 50.0mL .08, 07K 10.0 mL £ % 30 min, JOIA
20.0 mL i, 7E¥R% 4 L% 40 min, I 5.0 g &4bHH, @ LT, JRIEZ) 1 min, A
B0AL, 4000 r/min B0 5 min, WEREX 1.00mL _EEWRT 15.0 mL 208 (BRRTFREF 100
mgPSA 1 50 mgC18) it jaid 0.22 pum JEME, AR €6 5T i/ 5 150 5E o
7.2.2 FEFF



FREGARE 2.00 g CREREZ 0.01 g) T 50.0 mL 208, 07K 10.0 mL EI% 30 min, JIA
20.0 mL i, 7E¥R% 4R LR 40 min, I 5.0 g &4bHH, @ LT, JRIEZ) 1 min, AN
B0HL, 4000 t/min B0 5 min, WEL 2.00 mL _EEWRT 15 mL B0+ GRFTFREF 100
mgPSA F1 50 mgC18) gk faid 0.22 pum JEME, FHVRAH (i -5t ol /o i il 5 o

7.3 ME

73.1 HHEGBIESELN
a) it CI184F, 150 mmx2.1mm (i.d) , 3.5um, SiMEREM 2.
b) HlE: 45°C,
¢) Vii#: 0.4 mL/min.
& FENAH: A MK, BAHRNCNE, BEEEVEM AR NAR 1.
e) FFEE: 2.0uL.
1 RIEREBEZEH Ltk

(Hrﬂra?) (nﬁii/ r]r%n) V(%) Va(%)
0.00 0.4 70 30
0.50 0.4 70 30
2.00 0.4 10 90
4.00 0.4 10 90
4.10 0.4 70 30
7.00 0.4 70 30

132 RIESEZH
a) BRI S B TR
b) AT SRR T I
c) HMIZHLE: 3.5kV;
& BAELmIREL: 300 °C;
e) filtd#E)JE /J: 1.5 mTorr;
£) #<: 30 arb;
g) i~ 10arb.

®2 IEMEBEREEHERGHINS KBTS

) . N i BRI} ] Tilf 1 B8 =
LFK B3 B 18] /min TE B TR /m/z EEE T /m/z ) v

S (&}

IV A 5 f 441.2/180.0 0.1 25
3.70 441.2/180.0

Metamifop 441.0/288.0 0.1 24

290.0/109.0 0.1 33
HPFMPA 2.46 290.0/109.0

290.0/137.0 0.1 14

HFMPA 1.48 198.0/126.3 198.0/126.3 0.1 12




198.0/180.1 0.1 11

168.0/76.3 0.1 28
6-CBO 2.36 168.0/76.3

168.0/132.0 0.1 21

733 BIENESWHIE

FREAAE Bl I ) & B 0, e E o) S A B (R A o AR VROEEAT (a3 73 A o Al AR
TRORRCRE HH e 47 (v A 35 S AE A SR R MR RIS R A o 7B FORANER SRR T, BEMRIE B
HPFMPA. HFMPA. 6-CBO HJ{& BRI [A] 5 729759 3.70. 2.46. 1.48. 2.36min, LR+
Il P 25 LB S Ao 38 R SRR AT AR S , A AR o 99 €2 1 0 O B B i) 5 4
—E, B S5 WREEAR AP TR AR 2 — B, AR 2 e Vi 22 A 3R 3 e VG
B, DDA ST BT ot o A7 E R S R AR A

*®3 EMHIEENBTEENRKRITRE

X E T FEE >50% 20%% 50% 10%% 20% <10%

TV A AR X 2 +20% +25% +30% +50%

74  ZARE
BRAIREESS, ¥F Bk B L kAT .
8 LHRITEMIFTIA

ISR B B2 (1D TR S RGN & &, IHRART R AEmER.

x = A 00 (D
Agxm 1000
A
X WA AR E AU, BACAZ W T (mgkg) s
A TORE VA Y R B A D R P O T A

V— BRI BIERARL, AN ZTE (mL)

Cs PRUE AR S NP IR M AUE, AN Z BT (mg/L)
As— FRAE AR PRI i) o7 2 O v 1] e T A 5
WHEENEE, B8 () o

T E SR ATIE AP RR, DR AT R
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10 E=RAEYER

10.1 EEMR

KITVEREBIR BEMRE S % . HPFMPA. HFMPA. 6-CBO ¥J°4 0.01 mg/kg.
10.2 [EigE

AT A IR AR ] g e L LBt % €



Mis A
(FERH)
MZE RAA Y 258 B % ELAC T AILC-MS/MSHYIE IR = F 5N (SRM) i

M AR i 0 fie % ARSI C-MS/MS I £ 25+ I (SRMD a3 B ILIEIAL 1.

RT: 0.00-7.00
246 NL: 1.03E5

100 247 TIC MS HB02-3

20 2,54
029 060 084 1.06 1.39 2,63 2.91 484 512522 571 587 616 631 6.76 6.89
0 2.36 NL: 3.38E4
100 )
TIC F:- ¢ ESI SRM
80 ms2 168.000
[76.299-76.301,
60 131.999-132.001]
40 MS HB02-3
20
024 055 079 1.04 130 176 190 247 253 307 317 347 3.83 394 433 446 4.76 496 512 543 558 583 6.05 6.44 6.81
o .
148 NL: 1.79E4
3100 TIC F: + ¢ ESISRM
< 80 ms2 198.000
2 [126.299-126.301,
3 60 180.099-180.101]
< -
< 40 MS HB02-3
a WLES
< 20
© 029 060 071 1.19 R . 251 279 301 318 3.61 3.81 399 4.24 448 472 494 507 539 571 587 624 644 6.68 6.89
o 246 NL: 1.03E5
100 TIC F: + GESI SRM
80 ms2 290.000
[108.999-109.001,
60 136.999-137.001]
10 MS HB02-3
20
0.19 0.31 054 0.84 1.06  1.35 152 1.80 1.98 2.20 271291 327 371 382 420 445 456 5.00 5.12 562 581 6.16 6.31 6.76
370 NL: 5.02E4
100 TIC F: + ¢ ESISRM
80 ms2 441.200
[179.999-180.001
60 287.999-288.001]
40 MS HB02-3
20 \
0.12 032 0.59 0.76 1.04 148 163 182 204 236 272 283 3.9 336 382 410 451 484 518 534 563 590 6.06 631 665 6.80
L e o e s s e L e ey e e e | B e LA e B B e e ey e ey e
0.0 05 1.0 15 2.0 25 3.0 35 4.0 45 5.0 55 6.0 6.5 7.0
Time (min)

Al BB E BR R B ILC-MS/MSEYEFEEF IS (SRM) it




Mi% B

(Fset)
SUEANEEHEKR

I ENELIER, WEB.1,

% B.1 LWERNEEMEX

B 20 535 K% FE(RSD)
mg/kg %
>0.01<0.1 <20
>0.1<1 <I5
>1 <10




Mis% C

(FTRME)

ISR e 5 e & HL A A A 7K RSB B R B0 IR EE RN Bl R S

I AR 2 b AU AL /K R i 5 o f) T~ g [l W R AR X AR e 22, R C. 1

TR 7S T FEFT
ZFR Fortified Rice Rice hull Rice plant
Name concentration/ SEEEE SPEEMEE 2 Eles
RSD/% RSD/”% RSD/%
(mgkgh Recovery/% Recovery/% Recovery/%o
) 0.01 88.5 4.7 94.7 5.8 95.2 43
I B
0.05 99.7 2.8 101.5 5.5 103.9 5.1
Metamifop
0.5 101.5 6.8 959 11.6 979 9.1
0.01 102.0 7.1 74.6 3.7 744 1.8
HFMPA 0.05 83.6 8.5 70.1 1.8 80.0 44
0.5 94.0 8.8 73.0 39 86.0 22
0.01 108.8 39 73.8 43 73.7 4.7
HPFMPA 0.05 97.1 7.5 954 119 76.4 3.1
0.5 91.8 10.3 86.0 6.7 96.1 6.3
0.01 753 49 90.0 2.0 742 39
6-CBO 0.05 752 54 82.8 6.3 75.7 48
0.5 84.5 44 75.8 1.9 734 35
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