ICS mifILeAbAm ICS 5

R AR P E AR B 2 K S GB

fe AR £ M EEB X 5 #

GB 23200.99—2016

RESN/T 2572—2010

\

BEmZeEFINE
EFRPZHMEERRIERKRAKEEN
M E
M - B/ )

National food safety standards

FH

Determination of multiple carbamate pesticides residues in royal-jelly

Liquid chromatography - mass spectrometry

2016-12-18 2% 2017-06-18 325

hit \REMEERIEEMITMNEBTERS
ch 4 AR 2t 0 E A<l 5B % fh

ExXEmAREEEREREE



GB 23200.99—2016

it

]

AFREAEESN/T 2572-2010  Cf H M6 F 2R o 22 P g i FR IR T 21 A 24k B Rl 7 32 YA €81 —
JREEE/ TRREED) .

AFRAESSN/T 2572-20104HE, FEALIT:

—RiE SCA RS B A B 22 4 [ SR A 3K

—hrfEBRR CREH TR SO TR

—hRAEEE I “HE B RS EHUT .

AR HE BT AR R 1 D3 IR RS R AT LA -

—SN/T 2572-2010.



RAREERFE
T RPSHIAEFRERXRGZBENNE
At BB/ R

1 EHE

AARAERE T R R BEAUR. RS HEBL KZ B WEB B T Bk
B WU O -5/ s 2 7k

AARAEIG H T R R MR HUE L WEEEL KEZ L wE B DU T Rk
I E AL, HE R s ST

2 BEMsIRAXH

N BISCAE N T A SO I S R AN o N R H IR 51 RSO, AT H R AR ASE B A3
o LA SIS, Hasfhios CEFEIrE Mg o) & T A0

GB 2763 &ML EFnME &P AR 2R KR E R &

GB/T 6682 4341 S =5 FH K FIAS Ak 36 75 vk

3 R
REEFH CIEREL, LS EEAE ENT S, WO S-S e, MRk e E.
R 7 FndA %t

KA s, Bra il b at, AKONFFEGB/T 66827 M 5 i — 2K .
R
FEZ (CH40) : faitfal,
LG (CHN) « faifhadi,
Pl (C3HeO) - faifeafi,
LBk (C4Hipo) : thifEali,
LM% (CH;COONH4) : fhiftali,
SALEN (NaCD .
BRI
1 0.005 mol/L ZFRE AW : FREL 0.19 g ZBEE TiEE/AKF, FHEAZF 500 mL.
2.2 HEE—0.005 mol/L ZEREVAR (644, V1) : HL600 mL HEE, A 400 mLO. 005 mol/L Z.
FREZ VST, TR
4.2.3 NE-ZBEEW (248, /1)« EBL 200 mL PNEE, A0 800 mL Z.ME, #RAIE .
4.3 trRfES
4.3.1 AW IREGIEARUHE S WO WA S B PR v R U A T Al fE =99, 0% .
KZECH 98.8%, WP A.
4.4 FREBRRES
4.4.1  FEEFTREGFRERE W FEHAREUE 2 0 IR EE bR E o, FH R VA, Jo il e ) Btk B 9 200
ug/mL [IFRAEfE 24, A CUKFRAELTE -
4.4.2 FIEWIREER S TAREW: AR T, 2 A BCE g % T [ — &=, B EE—0. 005 mol /L
LRV WM B 2208 IR B TAE A . RF T ACUKF N .
4.4.3 FERREGE AR S]: AR G 4% 7. 1 F 7. 2 AbBR I 25 EORE SV TROW R OR B
5.0, 10.0. 20.0. 50.0. 100.0Mg/L. f£FET 4°CUKFEN -
4.5 o8
4.5.1 hpESEAR AR E A ZE BN (500 mg , 3 mL) : AFFHRETH 5 nl ZEEMEE.
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{UEE AR &
VRORE E T - R IR B I FH A O AT PSS 55 25 Y RN DU AR I 5 20T 2
S RF: A 0.01 g F10.0001 g
WEIR R4 -
e AR A o

BNl KT 5 000 r/mins
EIAHZERCEE, WHT R
HEWRBE O 50 nl.

AR ESRE

BUARRMERE i 20 500g, HUFEERAZA% GB 2763 Bk A $hAT, K ILHI DB FEI 50, NIRRT a8 N ET
FERRUIbRIC. T-18CUL N ORAF . EHIFERIRIEIIRE T, SR I RE a5 JeBlUR A B W05 B AL

7 SHIR

7.1 EW

FREX 2 g WEECHE B2 0.01 @) B T 50 mL B0, 0 10 mL /K2R 1 min, # & 5min. 1A
15mL Z 5 HEIRS) 1 min, LA 4000 r/min 250 2 min, %8 FEERE] 50 mL 508, wRETEn
A 2mL KA 1S mL 2, EERI—K, AIF2 IR, i & &R IR 2] 1 min, LA 4000
r/min B0 2 min, % 2B T, 40°C LT AR S 2T, BRI 3 mL - 2 6
RAEBHRGE, Frigth.

7.2 &

W F R SRR A B AR M B, FH10 mL T - ZBRIR S VAT 4y S IR RR S, B, R
WIEAED mL/minZE 47 o WA TVERR . 40 C LU R /KB IBERAE 2+, HHFEE—0.005 mol/L Z IRk
BRI E A E4.0mL, FHlE.

7.3 ME
7.3.1 HHEGE-RLESEEXHE

a) ik G, KifE5 um, 150 mmX4.6 mm(NAE.), BAHAAIERER: .

b) Wish: A: FEE, B: 0.005 mol/L M ZLBRERTR, TRBhAHRS BEYEiFE s 1.

¢) Vi#: 0.3 mL/min.

d> FFEE: 20 ul.

e) HE: 20 C.

) F#TR: EE T,

g) K 2 NI

h) SR AR SR, RIS AR WINPT (n/2) RIAR S5 244 ILIH 3% B,

#*1 BERKRER

o vroooo oo o
N O O1 v W N —

fif [a] (min) A %) B (%)
0. 00 70 30
8. 00 90 10
8.10 100 0
15. 00 100 0
15.10 70 30
20. 00 70 30

7.3.2 LC/MS-MS jlzE

PRI BE R A5 0 A2 25 8, 368 5 VAR P R RO B AR LE ST, SRV H AR5 0 42 6 T 7 AL 2 A B A 0 g
LEMETE N . RRIE IR AR AR 5, 7 R il 4k R, 3 F RIS 1 (i B LB =% ¢ I
C. 1.
7.3.3 HiEGE— RILHIE

E SRR €0 1 — R I 0 2 PF R AT 5, IR R A 040 P o A B ) S A I Y VR % A B ) ) e
VBT P, A58 T (AR S 2 5 o S A IRV VR AR X 2 — 88, iR ZEAN I 2 e i Ta L

®2 EMHBHIFENBTFFEENRAAFRE




GB 23200.99—2016

AN FEE >50% >20%% 50% >10%% 20% <10%
SR KR +20% +25% +30% +50%
7.4 AW

BRAIIRFE SN, 3% BRI 5E o0 AT .
8 LHRITEMRA
g H i A BN B T (DD Sl b & R R AR A 15 &

X = A S e (1
Asixm

Ve

Xi ——3RFF 25 2 IR IR 2 ﬂm%%ni,ﬁﬁ%%ﬁﬁ$ﬁ,m&&
AT ——FFI 25 B 2 R i 2R A 24 T e T AR

V —— PR & 8 BARF, A RET m

Asi ——FRiE TAERR H & 23 H R TG Ak 24 (1 e TR 5L

Csi ——brfE AR 225 HIRER IR 2R, Ao E=TE, pe/nl;
m —— AR TR AR, AN, g.

i IFEES RN AME, WEg R PATIE EAREBMERR, REMNA B F.

9 HEE

9.1 FEESMEFAF TR JOMALIE &5 R ZE S HAEARPFERIE (Arx) , NS
P SREMIEK

9.2 FEFFILMERAT T IR R AL E 45 R ZE S HEAR P RERIE (Bax) , NS
PSR ESK

10 EERMEWE

10.1 ZEEMR
ATTEB IR REGSAR 2] e B RN 0. 01 mg/kg.
10.2 [

W F AN 0. 01mg/kg~0. 05 mg/kg WL/, [R5 0B =% D
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Mt R A
(HERMEMIR)
ST E EHEEERRAPHRIGEAZR, CASE. UEFFR. F#FEER

<A1 SHEERRIEARAPELERZIR, CASE, UEHTFR. #FERER

A 25imH % HE 4 CAS 5 5y 13 NTE
DES Methomyl 16752-77-5 C.H,N,0,S 162
TG L1, Bendiocarb 22781-23-3 C,H.NO, 223
TLH Carbofuran 1563-66—2 C,,H,sNO, 221
258, Carbaryl 63-25-2 C,.H,,NO, 201
PR, Pirimicarb 23103-98-2 C N0, 938
=57 Isoprocarb 2631-40-5 C,,H,,NO, 193
T %, Fenobucarb 3766-81-2 C.,H,:NO, 207
= Methiocarb 2032-65-7 C.HNOS 225
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AP| 4000 LC-MS/MSRZHIEEE FFEESE &M

BNBEFHREESH:

a) ETURERE: 400 C;
b) HMIZHE: 5250V
¢) fillHE<IE: 5 L/min;
d) AAAVE: 25 L/min;
e) FESWHE: 55 L/min;
f) HBSIE: 30 L/min.
#xB.1 FUMEM/ EEESF. KKBEE (DP). flliiESAEE (CE) RIREERTE
7. V&l E P B4 SE 1 B4 xR R E | mEESEEE | SEEETE/ms
m/z m/z DP/V CE/V
1 K%, 163.0/88. 1 163.0/88. 1 43 13 500
163.0/106. 2 43 15
2 e g 224.1/167. 4 224.1/167. 4 60 13 500
224.1/109. 2 65 25
3 AL 222.1/165.5 222.1/165.5 75 18 500
222.1/123.1 75 31
4 F 2508 202.0/145. 2 202.1/145.2 60 13 500
202.0/127. 2 55 39
5 L 239.1/71.9 239.1/71.9 75 30 500
239.1/182. 4 75 23
6 SN, 194.1/95.0 194.1/95.0 60 25 500
194.1/137. 4 60 13
7 T B, 208.1/94.9 208.1/94.9 60 24 500
208.1/152. 3 60 14
8 R, 226.1/169.4 | 226.1/169. 4 50 14 500
226.1/121. 1 50 27

FERGALAE B BRARAT SIS ELRAEAPT 4 00051 (e, BhAb S I XA 5 (U N TR BE2 5%, JEAW &

[ERIAEN:OE

SR P A R R AN A -
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0.0l 000!
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1 ooes ] AR S s
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S 194, 1795 0 S 194.1/157. 4
0.0 oo 2T
& -] 19 iz i+ L3 3 -] 1=] iz i+ ie i
T &, min T &, min
> 0e5 1oz 118z
‘#‘TE’C 100es WTH:
1.0e5 08 1794, 9 -
" SO0 208.1/152. 3
0.0l 000
& 2 19 12 14 18 12 2 10 12 14 16 1=
T &, min Thi e min
e (NF-t-] 182
TaEs & 100es iR
& 226, 11211
1.08 226.1/169. 4 —
0.0 T3 L1223 o0l
[ - 10 12 14 16 12 - 10 1z 14 16 1=
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RE4H i 1 B R
KL, 0.01 70. 3~89. 4 13.5
0.02 84.2~96. 4 10. 8
0.05 77.5~106 9.6
I o g, 0.01 75. 1~96. 2 10. 2
0.02 85.3~98. 0 4.9
0.05 77.7~91. 1 12.9
4 0.01 78.5~97. 8 10.9
0.02 85.4~93.7 8.7
0.05 82.7~93.3 8.5
25 0.01 72.6~97. 2 9.3
0.02 93.3~98.3 5.4
0.05 81.4~90.5 6.3
PLuF 0.01 73.8~98. 0 8.4
0.02 86. 7~94. 9 9.2
0.05 84.5~100 5.1
SR 0.01 75.0~93. 4 9.0
0.02 89. 6~102 7.9
0.05 89.0~103 13.1
T, 0.01 77.7~95.7 8.5
0.02 97. 1~114 12.0
0.05 97.2~103 11.6
R 0.01 70.9~89. 8 10.8
0.02 85.0~101 9.1
0.05 81.8~88. 2 8.9
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Mt R E
(FSE BT 3R)
IRENESHER
RE1 SRENESHEKR

A& E BEE
mg/kg %
<0.001 36
>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14
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Mt ®F
(FUTEIEMER)
SN FEFIMEER
#*F.1 SSEREHBRMER

BNAHEE BEE
mg/kg %
<0.001 54
>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
>1 19




