ICS 67.050
B20

B & &=

T/ NAIA XXX—2024

HEMEEED 4 R IR ISFRET
HAE SUEHEEIE-REERISE

Determination of Four Phenoxyacid Herbicides Residues in Grape and Wine by

HPLC-MS/MS

2024-XX-XX & %5 2024-XX-XX SLjitf

TEAESHMRATE %X B




T/NAIA XXX—2024

][]

Al

ARSCHFHIE GBIT 112020 CHREEALTAE S 55 1 M50 ARIEALSCPFRILE R EHI) #L5
5.
RS AL A B 2 AR F I T,

RSP, S T A X A BT ICBE I M T se s RO R
Btz ) ) o FEALEAHIRE 2.

A R
AT 2024 4 XX H XX HE R KA



BERMAEES 4 R ERBR LR SRR G- SRR
%
1 35H

ASCAFRUE T R AR A T 4 AR ORI RER 71 (R R . RER L L IR 5 R AR
MR B R D 1R e RG] € - £ BB i 5 A 5 9% o
ARSCA 3 P A AV A 1 4 R R SRR R SRR B P U R AR E o

2 FIEMESI A H

N F SRR T A SCA: S R AT A o Pl H I 51 SO, AGE B IR A& B A
S LEANEEIAM S S, HEFRA CERETA MBS &R T4 304

GB/T 6682 3 #5256 =5 F /K A A S256: 77 1k

GB 23200.18-2016 (@ FAE S SR 15 FPEUACIR R BR BL770 7% B S e WA k)

GB 23200.38-2016 CHEAIUE 1 £ i 24 ) B S B R0 770 5k B B (R 08 YRR €3l — i i / o i v )

SN/T 3983-2014 (4 & i i 2 SRR IS A HLBA BR B 7715k BE = I e VROAH il — o 3k / o 15925 )

GB23200.24-2016 CHRAFRKGH 11 FrEREAGRE RN E SAH RS- FEE)

3 RiBME X
ASCAFBEA 5 E5E AREAE 3o
4 JRE

WAL OB AL, QuEChERS LG, &S (i, AR ENE, HsdoR
R T — B B O 5 M IE,  AMFRiE o

5 AR

ATPEF R, BRAARUESN, BIunthat, K GBIT 6682 MUE i) — 4K
5.1 X7

A Ol ikl

2 IR ik,

.3 HR: fhgiati,
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.7 AR (GCB) : AifE 100um.

SN IS I S R RS
. Y Y Y N N N



T/NAIA XXX—2024

5.1.8 N-NEZL % (PSA) : Kiff 50um.
5.1.9 T/KMMRE: (MgS0,) : FifE 50ums.
5.1.10 % 0.1%F A HEE: WH 1.0mL FEZT 1000 mL HEEF, 225,
5.1.11 & 0.1%HFRI/KER: WEL 1.0mL HERT 1000 mL /K, #2757,

5.2 MR

5.2.1 brdEfh: MRR (4iF: 98.9%, CAS: 76578-14-8) . KRE R (4ifF: 99.1%, CAS:
40843-25-2)  KEiMLAORHER (4iFF: 99.3%, CAS: 83066-88-0) FlFE WM AE R (4ifE. 98.1%,
CAS: 113158-40-0) , #4474 1000 mg/L.

5.2. 2 bruEfE & 23 AIERRIR X 1000.0 mg/L 1) 4 AR EFIBRER R % 100uL, H LIV E 2
% 10.0mL, Ll 10.0mg/L FIVR SR , T-18°ClEGIRIE, AR 3 MH.

5.2.3 4 FhSERER RBR TR A A e TAETE: TEIROR RARFR AR fig 2, FH 2S5 38 i
il B 5 B B 3 N 1.0 ng/mL. 2.0 ng/mL. 5.0 ng/mL. 10.0 ng/mL. 20.0 ng/mL. 50.0 ng/mL+
100.0 ng/mL. 200.0 ng/mL. 500.0 ng/mL ] &5 kruE TAEW, I LA .

6 U E

6.1 WAH - R e P B R

6.2 KF: J&E 0.1mg F10.01g.

6.3 IMIEIRA .

6.4 EHATURES ML BRI 10000r/min.

6.5 (it C18, 2.1lmmx100mm, Kif% 3.5um BLPEREAEY.

7 MESE

HERIFRIEL 10.0g CRERAZ 0.01mg) 5] HI & AL T 50.0mL HLIZES.OEH, I 10mL B,
4 ¢ TKBRBREE. 1g AN 0.5g Frigie N E s K &9, midtimfiefE % 3min, 8000 r/min &5.0»
3 min. FHEEREREA 900 mg 7Kk MgSO4. 150 mg PSA 1 15 mg GCB &l &0 &H, iWiE
VB4 2 min, 8000 r/min B.C» 3 min, FJ 0.22 pm A HLIEEL IS, EHLIE .

7.2 (UBBSEENG
7.2.1 HiHBESE LG

7.2.1.1 FEif: 35°C,

7212 WM A: F 0% FRRIKER, B: & 0.1%FH BRIV EE; BAEELEH LK 1.
7.2.1.3 Jitif: 0.3mL/min.

7.2.1.4 @#FEE: 2uL.

R WS BBV A

B 18] /min Jii#/ (mL/min) WMENHH A/% BN B/%
0.00 0.3 95 5
5.00 0.3 95 5
5.01 0.3 50 50
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15.00 0.3 50 95
15.01 0.3 30 70
22.00 0.3 2 98
23.00 0.3 95
25.00 0.3 95

7.2.2 RigSERM

7221 B BBFE I (ESD .

7222 AT EEFEH.

7.2.2.3 T 2 RMEN (MRMD

7.2.2.4 BSURSE: 350°C,

7.2.2.5 #YSRE: 12.0L/min.

7.22.6 FALAFE T 45 psio

7.2.2.7 WiBEHE A 500V,

7228 BAEHIE: 4000V,

7227 EMHEE TR EEE TN, HRAE. MEEESESHS IR A.

7.3 EENE

MRAEARB & B DL, 310608 W AT A 2k o AR 5 VAL, ik o b R Ao YRR 45
DB AR 47 1 i IS AL 223 LA A2 ARG () e PV B P o 8 AR A VR 5 A5 PR VL 5 O S5 AR R A
SE o ARTEIR SO % 7.2.1 A1 7.2.2 BUE RIS AFREATINGE A0 A 5 b s WU (R FR) OR B IS
AL, WX BATHIE . 9 FhiE B 2 bnitEdh 10 2 OB (MRMD (3% B2 JLHE % B, R
BE TR A AE M 2R AMRVE E o

7.4 EMME

ZERIE 7 BT I A o € e O B I ) 5 s EA) A — B8 IF BLAESNBR T SR ORI B A, P
WEFEE T R P £ B 1 B L S AR IR AR OSBRI R B MU AE TS
VHmZEZ N (R 2D, IRTAE R bt A7 A2 LK 4 4

R2 ERHIERHEXE T ERERRK A RE

X E >50% >20%% 50% >10%% 20% <10%
FOVF AR i 22 +20% +25% +30% +50%
7.5 EARE

ERAIRESE, $93% EIR D BRHAT

8 STEGREIRIR

BB 4 FIRSURRZSRR BRI £ R (D) I

X:chXIOOO

m x 1000 (1)
e
X WA &R G &R, BACNHOE RT3 (ug/kg)
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¢ ——HAREIMZTHE A FRE IR, AN R Z T (ng/mL)
14 BRI R € A, AN ZTE (mL)

m Wb E, AN (2) .

tEaE

M 5E 25 R ATAT I E RO B ERIR, R I BT
9 BEE

7 A IR 52 251 R SRS A R VR ST N S 45 R 446 06 2 (AN AR B Y 10%.
10 Hft

MFEEE A 10. 0g, EAAEFUN 10mL B, MERR . RER. RHLHRE R FERMRE R [Fis
HFR M 3.0ng/kg, EEEN 5.0pg/kg.
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Mz A
(FORME )
KA1l A FRERMREBREN A FESH
75 Y 2 R R T (m/z) FE T (m/z) LR (V) it e & (ev)
1 R R 373.1 271.2*%,255.1 130,130 24,36
2 RHER 358.1 281%,120 80,80 12,24
3 i1l T N 384.1 328.1%,282.2 120,120 12,20
9 i MR B R 362.1 288*,121 121,121 18,30
E: *NEEBF
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