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Determination of metaldehyde in plant of origin foods

Liquid chromatography—-mass spectrometry
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BmEEERNE
ERMRERT R IEZXBENNE REGIE-FOEIKRE

1 JEE
AARHERE T AED IR £ it DU 3R M B B R VRORE € - i S B M 5 T ik
AKREE ] TAE IR 6 it b DU 2R Z R AR 25 5 B B R E

2 BFEMSIAXH
ISR T A R AN R (o NLREE H IR 51 SO, DO B IR ARCAS 1& A A3

o FLEAEHM S S, HEHRA CEIEIERMESCR) EH A
GB 2763 & %4 E AR MER M R 2 NIk B TR &=

GB/T 6682 73556 = FI K FA% A6 U5 25

3 IR
BURE VY 2R S S TRIG SRR ZE 2 W R Bt v Ak, FHVBORA € - Bl G F G 5 - A

ER.

4 HR5R5
B AU AE, AE M P AU 22 B AR ANGB/ T 6682 HILE 1 — K.

4.1 X7

4.1.1 ZJE (CHsCN, CAS5: 75-05-8) : faiffali,

4.1.2 HWEE (CH3OH, CAS5: 67-56-1) : faif4l,

4.1.3 H (HCOOH, CAS5: 64-18-6) : faijfal,

4.1.4 2% (CHCOONH,, CAS 5: 631-61-8) : fuifi4l,
4.1.5 SAkH (NaCl, CAS 5: 12125-02-9) .

4.1.6 ToKERREE (MgSO, CAS 5. 7487-88-9) .

4.2 BiRECH
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4.2.1 ZFREHEW (5mol/L) « WERGFREL 385.4 g ZFRELVAMR T & E /KT, HAKEZESE 1000 mL, #
51
4.2.2 WRIZIRAT(1+0.05+998.95) : &AL 1 mL HERAN 0.05 mL ZERELV (4.2.1) I 998.95mL
K, A
4.3 fFrfEm

R (CgH1s04 CAS 5: 108-62-3) Frifhfh, 4% =95%.
4.4 FRERRECH
4.4.1 VUR ZREBRUEGE A (1000 mg/L) = AERAFRELVURE 2 EbriE S 10.0mg T 50 mL ketr, Al
CIEHIRE R 10 mL AET, HOReA2208, B4, BE T-18CRLfRE, ARUH6 MH.
4.4.2 VYR OREAHEFRRA (10 mg/L) « #ERAIRE 1 mL DY SR CBEFRHERE 23 T 100 mL A&l
t, HZREERZEZE, 5, MET 0C~4CUkiE, AL MA.
4.5 R
4.5.1 N-NHEZ % (PSA) : 40um ~60 um.
4.5.2 f=fbRE (GCB) : 120pum ~ 400pm.
4.5.3 +)\JpEHE AR (Cig) ¢ 50um,

4.5.4 JERE: 022 um, AHLR.

5 (UF/MEE

5.1 M- RIS FOA IS E TR (ESD .
5.2 HFRT: JEE 0.0001g. &&E 001g.

5.3 HLHREHL.

5.4 /NAUBERL.

5.5 mplIIAS: FE AL T 15000 r/min.

5.6 B0l HE AL T 15000 r/min.

5.7 Wik

5.8 B.OE CRIUHE LK : 10 mL. 50 mL A1 100 mL.

o

A&
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B KRB R ALAN SR ER e &, IUREALI% GB 2763 MUEIAT o Xt IMARUIMT
Ffbt, BUREJE 2B AL B X T MR A AR Y SR iy, AR PR BN AR T L 70 0 B D7) /N B i b 2
TR P S B AR S A Z R R, ATEEAN[E B AL DU P B s N B A B U Y
RS OIS, FIDY /AR B EL B N A SR FENL P R R A . SRR SRR dh

B 6 i 500, A i L A B mT dE R 425pm FIBRERI, TN SE L@ algR . BOdEHEY)
AR U UM SR AR 25 500g, KRR TE MRS, TINR LG

R/ HEN SR CE VRS SO

AR T-16'C~-20°C %M IR AT

7 SHER
7.1 $EH
7.1.1 ERIE. KR EREH

FREX10 g CREABZ20.01 @) AFET-100 mLE LB, S ILIARMK, ##E10 min, K510 mL
O (4.1.1), FENEYFAE L5 000 mins K HEH2minfE, A2 gfib (4.1.4), JRIENREL min,
L5000 r/mini 035 min, fFFk.
7.1.2 A4, meh RBRE. EYEHAE

PREXS g OF5f220.01 @) BlFE 17100 mLIE L, 2 WM AMK, & E10min, RJ5IIA10 mLL
g (4.1.0), WEERE2 minjg, JIA2 g&ALEN (4.1.4), WWIERF1 min, LA5000 r/min 05 min, £55
.
7.1.3 M, HERHK

PREL2 g OF5T220.01g) 10K 37100 mLE L& H, S ILsRARMK, ##F E10 min, SRJ5IIA10 mLL
5 (4.1.1), VKIBHE 7515 minj, LA5000 r/min .05 min, iS4 3 N 59— R s 362 g /i (4.1.4)
150 mLE L E Y, FREHI0 LA (4.1.1) BRI, &IFMxIRIN BIEHW, wWhEk%1 min,
LA5000 r/min& 05 min, fEi$4.
7.2 A&k
7.2.1 REHX. KR, AAE. &Y. AR BR, Eh. FFER
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YERFfR N 2 mLSZ G T #5745 100 mg PSA (4.5.1). 100 mg Cyg (4.5.3) #1300 mg /K inlizes (4.1.5)
(1110 mLE L R, 35 B 367, i iEl min, L5000 r/min 05 min, BU_EEWGL0.22 pm B WL R JEHE(4.5.4),
Rl .

7.2.2 RBHR. Fit

TR B 2mL B BSUA T- #5745 100 mg PSA (4.5.1). 100 mg GCB (4.5.2). 100 mg Cyg (4.5.3) #1300
mg KR IREE (4.1.5) 10 mLE O, & L35+, WWHEL min, BA5000 r/minEg.0x5 min, HX EiEHod
0.22 pm A HLRIENE (45.4), £l
7.3 (URBEEH
7.3.1 HHEBIESEERNE

a) fBilHE: Cug 50 mm>3.0 mm, $if£1.8 um, ZAHZE

b) WEHAH: AN0.1%H ER-0.25mM L BREHVE TR, BAZNE, FhEEDRMLRERF W21,

) Jii%E: 0.4 mL/min;

d) fHi: 40<C;

e) BEFEARFR: 2 L.

% 1 RAERMBERBR S (VATVB)

I [
) Va Vg
min
0 90 10
2 80 20
3 40 60
5 10 20
7 0 100
9 90 10

7.3.2 RESEZN

b) BAIEHIE: 2.5kv;
¢) FHS: &S, MiE: 660 L/h, iEJE350 C;
d) AR WA
e) HFfi A IEE TS
f) & 2NN (MRM), B4 K2,
% 2 MBZEAORBRENSREEN (MRM) B

5
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g o o HEFL LR il R

wam o P T e TRt =
min Vv Vv

VUK 2 B8 3.1 194/62; 194/45 194/62 70 2: 30

7.4 FREIERRZ

W DY 5 2L v Hh () 3 9 P 25 1 SR DU A R ol S5 #2:94¢ & 290.001mg/L 0.005 mg/L.. 0.01 mg/L. 0.05
mg/L. 0.1 mg/LA10.5 mg/L ¥ 5413 BT VL RCAR VAW, BLBRE (- BT B H O €« DADY 5 2 ot ik
JE AR, AR R W TR AR G NN AR, 2l brviE 2, SRIATAT7 RERIAHOC R4 R T VT RCARAE
R NI o
7.5 EMHRER
7.5.1 {REERTE]

WM AE v DY 5 288 0 1 U (1 O B BT 1) 5 A IS v €5 9 06 1) £ B BT (B) A B AL, A R 438 22 LA
2.5%2 .
7.5.2 EEBF. EEBTRTFETFEEL

FEAHTR S0 2% A T REATAE S I, G SRS H 110 €0 v 0 (1 OR B T 1) 5 A A A — 380, 9 ELZE T BR
T RUG MR TS T, ARSI E M T AU, B NAE AN TR T
5 ELIF — AL, %o [ — Ak &4, K b H RSP 001 B (R A = L 5 R B A 2 (b RV YA
b, HAHX R ZE AR I R 3 MU HOSE ], 0 mTH TRE t E TE DY SR L

3 EMEENETEENSALIFRE

AN BT F >50% >20%% 50% >10%% 20% <10%
REFHE R 2 +20% +25% 430% 50%
7.6 ME

P 58 57 UL FC bR A A VA VRN AR I 20 9 N VRORE v - S v B FH A PR, DAPR B I 1) A g 4 B 7 o
P, R VU SR 2 R B R P R EbRvE TAE M 28 ff ik FEEVE N, SR FAMR L E 5.
7.7 ZHIRW

BRAIREESE, SR 78 AR R 10 BT P AT 18 AF

8 GRIHH
BURE TR R Z R R DU B o 3, B S AS To(molkg) B, BRAR (1) 14
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o= Ax pxV
Asxm
A

o— AR IR ORI IR B &, A =T 5 (mgl kg)s

A— R DY SR e e T A

As— AR ZTHRIETE W VY 5 I F e IR 5

p—IRAEE R VU SR CRER IR IE, By e d Tt (mgl L)

V—RIBOR ISR, BT (mL);

m—iAFERIBTR, AT (9);

THELEE R DL H RS AT FIRAS H8 OB L e 45 R E AR E RS, IR PIRL AR T, 44858
KT 1 mg/kg IR BE =40 A 80807

9 BEE
9.1 FEEEVEFMAT, MRMZMENSREAKTEEWER (D, EEER (D MEdE:

8 N0.01 mg/kgif, EEMER (r) 790.00236;
TR 0.1 mglkg I, BEEMER (r) Jy0.0231;
SEA 1.0mglkg I, BEEMER (r) 24 0.185,
9.2 TEMBUERMET, PIRBSZIE RS R EAR T HIIER (R, HIER (R HEdEN:
RN 0.01 mg/kg B, FEILERR (R) 4 0.00306;
RN 0.1 mglkg B, TR (R) 4 0.0473;

EEoN 1.0 mg/kg B, FILMER (R) 4 0.375.

10 Hft
A7 € B R 290.01 mg/kg.

M B
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0.81
0.6
0.4+
0.2

GB/T XXXXX—XXXX

3.1

194/45

98]

194/62

05 1 15 2 25 3 35 a a5
Time (min)

1 0.01mg/L B Z BEFR R R IERE



FTZEREKE. HEBRRERAIMKERRR

MR A
(BERHMEMIR)

RA 1 FEEREKE, MEEBRRENEKEEER

GB/T XXXXX—XXXX

B 4R FKE Pk i FEMAT MK B
% g g
Bk 90 10 1.0
A 85 10 15
R 85 10 15
X2 90 10 1.5
Gk 80 10 2.0
4 85 10 15
Bas) 75 10 25
K 95 10 05
TERBR 75 10 2.5
[y 75 10 2.5
KEEK 95 10 0.5
iR 90 10 1.0
F 95 10 0.5
Tk 95 10 0.5
3K 95 10 0.5
i3 95 10 0.5
LY 80 10 2.0
[ 85 10 15
% 80 10 2.0
K 75 10 2.5
L 90 10 1.0
T2 90 10 1.0
K <10 5 10
ek <10 5 10
VS <10 5 10
izas <10 5 10
PN <10 5 10
%k <10 5 10
K <10 5 10
G <10 2 10
TEML <10 2 10

FE Y AN ETEARL PR AR S KR RS BTN
2 IR A KRR E 10 g.




