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National food safety standards—

Determination of diphenyl ether herbicide residues in cereals and oil seeds

Gas chromatography-mass spectrometry
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REREERTE
PREFIZRE BN 7E
F 285 SHEE-FRIEENE REFZOHFH 2 XBRAKER
Ef%EE

1 %M
AHRAENLE RS SR DAL, LR SRE RBRE TR, SHBE, TR

R WS, ZAURNRE, Z PR AREOR: AR R AR R VAR G TR .
AR oK 5 K PO — R R BT R IORO S, U T BT

2 MEiES| A

NHISCAE N T ASCAE RN A& AT U H AR 51 SCF, AT H A I RROAS & F A
o NARAEBHIM SISO, HEHRA (BFEFTE MBS @A

GB 2763 & & aEEIRME &P R 4R KRR E

GB/T 66824 Hr 5256 2 FH /K FUAK A EE 77 ¥

3 R
WEEH 532, 9% Bk [EA AU ik, S B - i Al g , ARk g &
4 RFAR

BrAAMES, B RFIS A4, ACAFFAGB/T 66827 HLE i —ZK

1 &R

1.1 TAEd (CH3COCHgy) : fhifkali,

1.2 ZJ5 (CHCN) : fhek4t.

1.3 IECKE(CeHu): friltafi,

1.4 FT/KIREREN(NaSO,): 4 650 CHIkE4h, BT TrgsetsH.,

2 RESR

2.1 IRERRPRVEFIFRUE i SIS A

3 IRERREH

1 ARHERE AT HERRRREOE AR RS . HORBREEE . AR, ARMAER . BRER. 4
ARERE. CREERE, o ARG RIS S aREMT, WREM2ST 1000 mg/L, fif & A7
7E-18°CLL R,

4.3.2 JRAIAERRER: HWEFRROE &R R FRERERE . R R, FLRORER . R
LR ORISR SRR TR S B, HNIRE R EZIE, &M KRR Ak
B4 10 mg/L, AR AFAE-18'C LA R .

4.3.3 IRAEIHETAEET: HEK IR S AR b AR L R R RRE, IS T IR RS RR
VA5 TR B VA FE () A B b R R SRR Bk, TR O b SRR SR B VR A v LA VAT, TR A brvE LAE
TRWAE 0~4°CI AT .

4.4 #MH

4.4.1 3p% Bt L EAHACEUE: . 500 mg, 3 mL.

5 {NERMikE

5.1 UMEE-TUNB, Al T .
5.2 MWIRF: BKE 0.01 g M10.0001 go 5.3 ELAHL
5.4 MEIRAAL.

ol el el el el e

w
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5.5 [HIAHAEINE:EE .
5.6 IRHEIREIE

6 AEHESHEE

3 ECE AR OR TR BAE SR 21500 g, FF 5L URE SR AL 32GB 2763 SkAAT, FE ke, R4,
TENTE RN, BHIFFRAFRL, T4CABIRAE

7 DHP]

7.1 W

FREXS g CREAAZ20.01 g) FEAT-50 mLESOEH, IIA2 mLKAI20 nL LG, A2 g oKL,
IR TRIRA) 28 FVR2AI3 min, 5000 r/mingS.05 min, ¥ FE10 nLZEEBA Y —15 nLgE.0&d, T
40 C/KHHFREZRT, HIECHEARZ]L nl.
7.2

T b % BURE - A AR B R E 7 A L em@ /K BREREN, 0 BI A6 mLIANERAI6 mLiE 2t Tkt .
BB A AR, DAL d/sER R, FRMEW, A5 nLiECki-TAE (60+40, /1)
HEATIEME, WML d/s. WD T 15 mLES O H, TA0°C/KIEHFMRERG 2T, HIE QKT
EAAEL 0 mL, SR R -5 e .
7.3 Mz
7.3.1 SEGE-RESELHY
a) failfkE: HP-5MSI AR F: 30mXx0.25 mm (K4 , JEE0.25 pm, BikH4# .
b) R 70°C (2 min)Xmin, 180°C C/ming 2p0°C 2EMming 220°C 22 M 280°C (10 min).
c) HHFEDRAE: 270°C.
d) WA =A, 4 KT99.999%, JiiE1.0 mL/min.
e) FFEE: 1L,
£ BT AR, 1.5 min/5 I
0) BTHEE: 230 C.
h) fHiZkiRE: 280 C,
i) HEA: El
j) HEHERE: 70eV.
Ky Waaira. &P I (SIMD o, WIS T2 UL A
I) ¥FIFER: 5min.
7.3.2 @iENESHIE

4B R A 2R 2R R 7R e B ) I 0L 3 U s AT PO B HE ARV VR o At ARV AR
Fh IR SRS o R Bk B D A X8 SR AR RUASE D 2 1 Y L P o AR AR IR AN VR SRR 5 22 13
M o Gn R S bt TAE S IR S 7 il v, 7EAH R OR B B TRt atk it 300, - R]BF BT i B 28 11
F L SARERE AR TR FE—3, MRUEAERZEZ N (IR 1), RIEERE7x Kt 74
PREE R, £ ERASMHEE/ LG T, HPER . =M SR . CERERE. R, AR, H
ARRERE. HRPRERE. ALRARTE R SRFERET R L Ao 0.02mg/L JRAFRAE LA
TR EEE S W% B B B. 1.

1 FRASHGIE-RIEEMNENEFEERARIFRE

AXFERE (FEi%) >50 % >20 %ZE 50 % >10 %ZE 20 % <10 %
FEVF BRI R 22 +20 % +25 % +30 % +50 %
7.4 ZESE

BRANINARESL,  $93% 3R D BRBEAT .
8 SHRITEMRR
T (D TR TR B
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_ AxCsxV
Asxm

X

A

X— FEahrh RS S R, AN Z T 5, molkg;

A— FRRUR 2R BESS PR G A 5

As — FRE AR D IR BESR R FR T A

Cs — e TARVRRUT 2R MESRER FFNR L, AN Z & TE, mg/L;

m — RAFERARIIAFE &, 00087, g

V — FRBRZE R, BADNZETE mL.

T TSR ER A A, WE S R IE E AR BN, RE P BT
9 WEE

9.1 (EEE VLM N HAF PRI 5E 45 B4t 2 5 HERFHEMEE (0% , NS
P SRDAYEESK

9.2 FEFBINELME T HAAM PRI E 45 R 4axt ZE 5 EEARTFHENRE (o) , NEE
B B HIESR .

10 EERFEYWEE

10.1 EEMR
AT E 2 PR A 0.025 mg/kg.
10.2 [ElgZE

NNk F40.025 mg/kg. 0.050 mg/kg + 0.100 mg/kgh, KoKk B Hr 2R kA bk B 71 [m] A 2 4L
B8 DL 3R C
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FTA1 “ERMEREANELRED. REMEFENEFERBL
PRZGHSL PRATHESL = SR e £
7 P P CAS = TR T £ Er?]ﬁ?[ﬂ "
0
\ ] ] 1057(100), 123(44), 154(15),
1 PRIk cinmethylin 87818-31-3 C1sH205 270.40 10.041 169(16)
o , 190" (100), 126(31), 162(18),
2 AR Fluorodifen 15457-05-3 Cy3H,F3N,05 328.20 14.229 309(9), 328(9)
. 252" (100), 280(16), 300(31),
3 | CHEHEEBE oxyfluorfen 42874-03-3 | CyHyCIFNO, | 361.70 15.177 361(38)
] _ 283" (100), 139(27), 202(49),
4 o T ik nitrofen 1836-75-5 Cy,H:CILNO; 284.09 15.680 253(18), 285(77)
. . 264" (100), 77(49), 183(38),
5 IR L ik aclonifen 74070-46-5 C1,HCIN,O4 264.66 16.694 194(32), 212(38)
. 313" (100), 232(36), 266(79),
6 4 FR %/ | chlomethoxyfen | 30861-85-1 Cy3H,CI,NO, 314.12 19.584 283(33)
o ] 3417 (100), 173(18), 189(17),
7 FH 22 o e bifenox 42576-02-3 Cy14HeCILNO; 342.13 20.404 310(26), 343(71)
e 3447 (100), 207(24), 223(26),
8 AFARFR lactofen 77501-63-4 CygH1sCIFsNO; 461.77 21.616 346(40)
. fluoroglycofen-et 3447 (100), 207(63), 223(59),
9 | LAMNRE byl 77501-90-7 | CiHiCIFNO, | 447.75 | 21.880 315(31)

HE RRLE TSR T
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Mt & B
(FERMEHSR)
9 M_EKBARET B FREIEE

Abundance

8
2200 1
zZo00o
1800
1600
13200
1200
1000
200

=1 N

T T T L
10.00 11.00 12.00 1-300 1400 1500 1500 1700 1800 1900 2000 =21. OO

Time—=

B.1 —HFMAREFIRERREETREIEE
1: MEER; 2. —HEER,; 3. ZERER,; 4. RER,; 5. FER;
6: FSERER; 7: FRERER; 8: AFMAER; 9: CHAER.
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Mt % C

(BERHERSR)
AKRERE = FBRSEBRET 7% 0 = Wi 2

RO 1 KRS XEHh_FE PRI AYA

RRIEEI

J HEMATR
KK PN
1 P Lk 72.0%~100.0% 72.0%~104.0%
2 = A LT 74.0%~110.0% 70.0%~108.0%
3 AT 70.0%~98.0% 70.0%~106.0%
4 W B ik 72.0%~107.0% 70.0%~106.0%
5 Sk 72.0%~105.0% 71.0%~102.0%
6 AU BR B 70.0%~107.0% 72.0%~96.0%
7 FH 2 PR LR 72.0%~107.0% 72.0%~108.0%
8 FLMARKLR 70.0%~106.0% 71.0%~104.0%
9 LRI 72.0%~104.0% 70.0%~104.0%
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Mf & D
(FATE MR )
IWERAEETHEKR
*D.1 XWEAEIHER
BRAN & B KT
mg/kg %
<0.001 36
>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14
M RE
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(FUSEEMIR)
=R F I ER
F E.1 L =EEHFIRMER

WAL AR’ i
mg/kg %
<0.001 54
>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
=1 19




