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National food safety standard

Determination of clopyralid in foods of plant origin

Liquid chromatography-mass spectrometry
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1 SeE
AFRAERLE 1 AR B b S FR B B B VRO € - R I U R T 7k
ASHR T FH T A AR £ i b S IR AR 2k BRI

2 AetsImAxH

N EUSCAERE T A S R AN R (o MUREE H R 51 SO, DO HBIR AR AR 1& A A3
o NARANEH I SIS, HEBTA (RS MBS E M A,

GB 2763 £ fih % 4z [F S b AE £ il TR 25 K0k B IR
GB/T 6682 73-#r 556 % F /K RS Ak 26 125
3 JRIE

BURE R 10 S NE R 2 IRAL LB FEIC, [ ARMRBRF7 2> AL e, SRR (il - A IR Bl e, 4k

PRVETE B
4 RS
B A BEIAAN, E S AT HR AU A3 AT 4R R RIGB /T 66827 HILE 1 — K .
4.1 145
4.1.1 &Jif (CH,CN, CAS‘5: 75-05-8) , thif4l,
4.1.2 HEE (CHO4 CAS 5: 67-56-1) .
4.1.3 4R (C;H40, CAS 5: 64-19-7)

4.1.4 W (HCOOH, CAS 5: 64-18-6) , fhif4fi,



4.1.5 %54kf4 (NaCl, CAS 5: 12125-02-9) .
4.1.6 ToKIREREE (MgSO,, CAS 5: 7487-88-9) .

4.2 ARECH

4.2.1 ZI5-2FRIEW (98+2) « WRHEL 2 mL Z®In AT 98 mL Z &, JRA).
4.2.2 WEER (0.1+499.9) : WEHY 0.1 mL FEEIIAF] 99.9 mL /Kth, VBA.

4.3 ¥R
UL E FRARUE S (CgH3CILNO,, CAS 5 1702-17-6) , 4/F>99.0%.

4.4 FRERIRECH
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4.4.1 PRAERHZIOR (100 mg/L) « MERAFRHN —SULIE BRbr#ESh 10 mg CFEEAE] 0.1 mg) T 50 mL kg
Moeb, H CRSE R R %S 100 mL FET, HOERZZE, |®A, T—18 CUUNEOLIRF,

AR 6 A H

4.4.2 FRUETARER (Amg/L) - AERRIREN 1 mL — SR BERR bR THEAE 2591 100 mL &5, iR

EREZE, WA, T 0C~4CUKFEMMEE, B 1.
4.5 MR

4.5.1 A HE4HK: 60um ~80 pm.

4.5.2 JEfE: 022 um, HHLR.

5 {UIF|/FEZF

5.1 VRS- BRI, A5 R (ESD .

5.2 HFRP: J&=E 0.1mg F10.01g.

5.3 HEFWEWL.

5.4 /NEUREEHL.

5.5 BT
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5.6 ELHL: FHEAMKT 15000 r/min.

5.7 imlieiRE A

6 HHEHIE

Bisie AR AR S AL A PR E L — e 5, HURERR AL GB 2763 ALE $hAT o X T/ MAEUNHIFE
IR R A AL B 50T MR B R A S SO &, PSR PRl O R T L 73 B BT i N R 5 AL B s %) T

WK T B AL S AR S A E R IR &, RTEANRIRRALOIIUIN Fr s e/ N B AR 2 s HUR B i
W HOIWE, 78R, HIDY B s BTN H LG TENL P 35T BRI . AR LR A AT

AR ZEHRE R 500 g, e L AX @I 425 pm MIARAERIGE, BONR S d . BumeHEY).
AWty USRI R %% 500g, MR FEMR S, TIANR IR EAE

TSR PR 5]
WP T-18°C UL MR R A7
7 DHPER
7.1 RE
711 B kR, RREE

FREC10 g R OFs%) 0.01g ) T 50 mL &0, S Wkt A #hKe SRS 10 mL ZfF-2

FRVEW, WAKE L min 5, I 29 &AL8N, WHEdRE% 1 min, 5000 r/min &0 5 min, £Ffk.
7.1.2 tE¥HE

FRELS g iFE CF5R8%) 0.01g O T 50mL B0, SIS A #Ke TIN 10 mL 2 -2 BB i
W, e 1 min f5, I\ 29 &ALEN, WREEIET 1min, 5000 r/min 250 5 min, FHFSEXZSEL 430 i
WMAE] 5 — 50 mL B0, RIS H 10mL Z1E- 2SRRI — X, SRR,
(SR
7.1.3 AY. AR, BRE

B, WHORLRIR L. FREXS g idkFE ORSA3 0.01g ) T 50 mL B0, SIS A fhK. #E
15 min, A 7.5 mL 25 2B, g 1 min J5, IO 2 g &AL, IREdRE 1 min, 5000 r/min

3



GB XXXXX—XXXX

B0 5 min, B4 A8 EIEBOINE] 53— 50 mL BLE T, FRE 7.5 mL LS LRI IR,
IR SRR, Rl

71,4 FHW, EER

HERAFREN2 giFE CRER3)0.01g ) T50 mLE - LEH, S 0L FA*NK. ## & 15 min, 15 mL

CNE-CIREEW, IWHEL minfg, A2 g& b8, JRIEHR%1min, 5000 r/mings.05 min, fFiil.
7.2 Ak

W EXL.5 mL _EyE T 3545 150 mg e /KR BR BEAI10 mo A S4Bk 12 mLE-O A, Wliel min,

14000 r/min{& 023 min, B _E{EBI40.22 pmig i, ARl .
7.3 WE
7.3.1 ((FESEEH
7.3.1.1 RHEBESERNY
a)fi k. C18, 100 mm>2.1 mm Gid) , 1.7 pmBLAH 2%
b)fEi: 40<C;
C)shAH: A: 0.1%MF RV, B: HIEE;
d)dfFEiE: 3 ul.
TRBNARBA BB %1 WK 1.

*® 1 MEBRBERRFS (Va+Ve)

fsf ] BN B
min Va Vg
0.00 90 10
1.00 30 70
2.00 10 90
2.10 90 10
5.00 90 10

7.3.1.2 RiEBEEHE
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QB FUREA: ESI;
b) BAE I 3.5kv;
o) M. &R, WE: 500 Lih;
d)fiEE R G
e) A7 BT
AT 2RI (MRM) |, WE4A0F 3% 2.

*2 ZREEN (MRM) B&EH

&Y E T B X SE BT HEFLHLE il 1% g
\Y; \Y;
190/146 8
AL E R 190/146 18
190/35 8

7.4 EFrrgETEr%

T e IO B 0 B — ML PR AR v ARV, 2 B AR RO B, T ) BT 94K 52 290,005
mg/L. 0.01 mg/L. 0.02mg/L. 0.05mg/L. 0.1 mg/L. 0.2 mg/L. 0.5 mg/L &% i bruEiEw,
AR TE - BT IOCF OGN g o DA TR NARAR X I7 8 o R v VR 5 BV P R AR, 1) B o
bRt AR 2R, SR BT FRATAROC R 4.

7.5 EHREE
7.5.1 {REBETE)

AT it AP € T A £ % B R 15 R IS 4 €10 105 U 1) £ B IS TR LG, AR R 22 B
TEA2.5% 2 [A] o

7.5.2 EEBT. EMEBTRTETFEL

FERH R S50 26 A T BEATAE A DU 2 I, S SRR, L P €t 0 1 OR B I T S5 e R R — 20, JF HLAE AT BR
HRJE IR USRS, B SR s e s R A B, BN AR T AT T
1 HL A — Itk 0, R4 &4, At H AR S P 00788 5 IS 5 2 BE 5 R AT 24 B B A AT
b, HAHXH W ZE AN LR 3 DUE BOVE R AT AWAeE d A A — S E IR

*3 EMFENBETFFEENRARITRE
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X E T FEE >50% >20%% 50% >10%% 20% <10%

FCYFARST i 22 0% 425% 430% +50%

7.6 GMZE

R AR AR ORI 70 S0 N B s - B B PR S e, DAOR B AN ()M SE PR 8 15 1, o i
F SR GE P S AR S INLAE A v A g 24 o R B Y0 Bl P, e s v A ot 20 5 R P R A ot S A
FEJRRERE, RSN E R, RIS i

7.7 ZAIRE
BRAIARESN, R 52 2 R )20 Rk AT AT 81 .
8 #HRitHE

BRI A B U B0 o T, AL R T e (malkg) &, E AR (D) 5

o= Ax pxV
Asxm

A

o— R R ERR L &, AN =R AT (mglkg)

p— ARUETE R —SENE R A BRI, PR T (mgl L)
A— B LT S E R Y U T AR

A A AR SO E R AU T A
V—RRBUEBAIR, AN ZTE (mL)
m—IRFE R, AT (g) .

TR 2h B DL P 25 T FRA3 B IO S I 5 25 R AP IME RN, PR AL A . 44
KT 1 molkg B EREE 3 LA 80807

9 BEE

Tt
Bt

9.1 FEEEVEFRMT, MRMLIENSREAKTEEER (D, ERER (0 MEEEN:

5 880.05 mg/kght, EEMR (r) 80.012;
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BR300 mglkg N, EEMR (1) % 0.016;
FEN05mgkg I, EEMR (r) 5 0.084;
LR 1.0 mg/kg N, EEMERR (1) A 0.17;

8N 1.5mglkg I, BEEMR (r) ~0.21,

9.2 FEHIUWEFRMAT, MRMSLINE SR ZAKTHIER (R, HIER (R KIEHEN:

&N 0.05 mg/kg B, FILEERR (R) 5 0.031;

P 0.1 mglkg B, FILMER (R) 4 0.053;

&y 0.5mglkg i, FILMER (R) 24 0.23;

&N 1.0 mglkg B, FILPERR (R) 4 0.38;

N 1.5 mglkg B, FIWER (R) 4 0.23.
10 Ht

HORMEPI 775 2 2 BRN0.1 mglkg, AR 728 EERN0.5 mg/kg, HAbAE S 7 ik e &
PR 240.05 mg/kg-
" EiE

SR R R VAV P L L
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MRM of 2 Channels ES+
TIC (Clopyaii)

10.05mg/L — SN IEER AT ETR

7 Time

460  4B0 500
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RAL FMEEREKE, MEFERENEHKEEESR
i

B 4R K FREE R PRI KA
% g g
SRR 85 10 1.5
Tk 95 10 0.5
& 95 10 0.5
Hhi¥ 90 10 1.0
LA 80 10 2.0
# h 95 10 0.5
BAs) 75 10 25
[ 85 10 15
R 85 10 1.5
73 90 10 1.0
% 80 10 2.0
ISR 85 10 15
i 90 10 1.0
1= <10 5 10
SR <10 5 10
ok <10 5 10
INSE <10 5 10
Tk <10 5 10
PN <10 5 10
Gk <10 2 10
1EH <10 2 10

G AR ETEARR I T AR A K A G AT AR K
FE 2 SRR A K E AR E 10 g.




