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National food safety standard—
Determination of carbofuran and its metabolite 3—hydroxycarbofuran residue in
bee products—Liquid chromatography—tandem mass spectrometry method
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REmZEERRE
BrmPraBEEREHY - RERARKBEENNE
R HE B - B B ik

1 EHE

ASCAF R AE T W W R ORI A A TP vl R R AR A 3R S e R AR B R A DN 1) o R RN A £
T — B R 0 5 T ik

A SCARE T W 0 ORI AR b vl R S AR I ) 3 3k v R B A E
2 MEHMsIAxHE

TN SO RS 2R 8 A SO B FL I S R A AR SO s AN ] A i Ak Horp L H RS 51 A Sk,
{03% H AR B A R A 3% T F A48 SO s A H a9 51 A e, s B iR A (B A g i ) 6 F 4
A

GB/T 6682  4rHr 3L 50 % FH K #LAE Ak 56 7 v
3 RIBHENX

R TERERARERE L,
4 JEIE

R ER B B 25 T 100 LR SN 8 IR I, 0 BT A A6 BG4, SR P RORT €0 335 — £ 6 o i 00, % Jo
D P A v T VR A 1

5 A0 At

B o5 A B2 S B A R 342 4 B 4l K R A G GB/T 6682 #iLE i — 20K .
el

2B (CH,CN) ;{4 ,

LR (CH;COOHD) « fajat,

F R (HCOOH) ; taifafi,

LR E (CH,COONH,) ; i ali,

FAALHI (NaCD .

TR R BE (MgSO,)
2 BT
2.1 1R CRENERER R 10 mL, HZ M BZE 1 000 mL,IEA .
2.2 0. 1% HR-5 mmol/L ZBRE /KW 0.5 mL HER A 0. 193 g £ R &% DL /K ¥ fift I B & 500 mlL,
e
5.2.3 50% CIEAKE IR  BUAF AR B FIOK IR
5.3 &M
5.3.1 3EE (Carbofuran,C,, HisNO, , 43 F i :221. 26 ,CAS % :1563-66-2) : 4 =98. 0% ,
5.3.2 3-BIHTH B (3-Hydroxycarbofuran, Cr, Hi; NO, , 4% T fE : 237. 25, CAS 5. 16655-82-6) . 4li JF =
98.0%.

or o o on o or o1 o1 o1 o
o O A W DN —
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5.4 IREBEHE

5.4. 1 FRUEMH A IO A B 3-F8 L v A RUAR M S A 10 me MBS HOIE B RIF R E R &
100 mL, e il BUTT & ¥ BE Ol 100 pg/mL ISR HERE AR . 76 4 C TR AR 6 4~ .

5.4.2 RAARWE TR RS B B RO 3-8 3 v E AR MERR A 0. 2 mL A1 2 mL, I & AR R 4
210 mL, Bie il % 5E E U 3-FR L T R BE A BN 2 pe/mL F1 20 pg/mL AR R, £ 4 CF
AR HBU N 1 AH

5.4.3 RAARE TR AE BB BURS AR E P E 0. 2 mL. JH ZHEH B2 2 2 100 mL, Bt il il ve o gk
FER 4 pg/L . 3-FFE 5 HEOR N 40 pg/L MR A bR TR M. PRS2 & I LR IR A b TR
0.1 mL.,0.25 mL,0.5 mL,1 mL.2.5 mL.5 mL, AZEMBEEREZE 10 mL, & H 5 & Bk E
0.04 p1g/1,0. 1 pg/1.0.2 pg/L.0.4 pg/L.1 pg/L Ml 2 pg/L,3- 3550 [ B E X 0.4 pg/L.1 pg/L,
2 pg/L.4 pg/L.10 pg/L F1 20 pg/L M RINR G ME TR . LIRIR A AR ME TR E 4 °C TR A2,
AR R 1A,

5w

5.1 LT N-N SR S (PSA) R 4R 40 pm~60 pm,

5.2 b\ RE B A R (C) R AR 40 pm~60 pm,

5
5
5
5.5.3 TALIEHE A HLARD 0. 22 pm.,

[op]

WESEE
VBUAH €5, 335 — B B T 5 B0 A PiC A H IS 25 15 1L (ESD)
BT R 8 R 0,000 01 g F10.01 g,
T e TR A1
BOHL:5 000 r/min &L E,
LG,

o o o o o
S, I O TURY RN

~

HENHESRE

~

R ERE
11 e
VLI ek B i A R 9 25 1 i e N L PR I A0 X A S S AR L L EE RIS LT L B T A
i 60 °C KA P & RRRE S AL S ST R H AR . A A i R T RE R B B R R
Frig .
7.1.2 #F3E
VU3 S i B R 9 25 1 e R R R A 5T s X TV R A B CRE L TR IR R R R RS
U o Ko IR B ST DT o = T [ I =Y 1 G B T i
7.1.3 #&iE#H
K HECRE SRy B J5 T8 TR AT . A I 1 IR B AR SR B L IR R ARl
a) I T R L A S R
by HUI S FIRE S AR R as PR
o) ICEY T ZS PR L VS I AE BV B A bR o T ARV AR R S AR IR
7.2 RAEMRE
W H TR IR
W F . —18 CLLTFRAE,
WAL R - IR AR

~
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8 MESR

8.1 iz

FRIGREH(240. 05) g, T 50 mL HEERFNMEECE T MA 10 mL /K GRIERA G #E 10 min, A
5 mL 1% R NG R R IR HEHREL 3 min, JINA 6 ¢ TL/AKBREREEM 1.5 g FALEN G 37 BURI ZU4RFE 1 min, b
JE LA 5 000 r/min &0 5 min; Bl EVEHR 1.0 mL £2F 50 mg Ci5.50 mg PSA A1 150 mg JG 7K B BR £ )
2 mL B.O8 T BIEIRS 30 s JFLA 5 000 r/min .0 5 min, WH W 0.5 mL 5 0.5 mL KIEA] .4
0. 22 pn P8 A5 Ik U8 22 F RE /N o 7 VRORE €00 135 — £ B0 JBT 33 6 FH ASCI 2
8.2 ERITEIRETERRNGE

HERA 0. 5 mL £ R ORI ALY 28 F 0B B S AT A 0.5 mL IR G bR ifE TAE S A7
50.5 mL 7KIRAT o fcFL 8 BT o A v B BE M 0. 02 pug/1L,0. 05 pg/1.,0. 1 pg/1.0. 2 pg/1.0.5 pg/L.,
1 pg/L F2 pg/L,3-32 370 F MM E N 0. 2 png/1.0. 5 pg/L.1 pg/L.2 pg/L.5 pg/1..10 pg/L 120 pg/L
19 32 91 L ST TR 5 s M AR VA VR AL OB €00 13 0 IO O 00 o s AR VS AR O i AR R A A AR A L i B T
g TG AR A PN AR o o 22 T B o T AR R 2R
8.3 M=E
8.3.1 mHEBESELY

a) A Cis (50 mm X 2.1 mm,1. 7 pm) A2 ;

b)) WEIM A N B A 0. 1% HBR-5 mmol/L 2 BRE K W B Ve FE 7 L35 15

x1 mohiEERBREYE

isf (1] A B
min % %

0 20 80
2.50 20 80
2. 60 30 70
6. 00 30 70
6. 10 90 10
8. 00 90 10
8. 10 20 80
9. 00 20 80

¢) W :0.2 mL/min;
&) HEHE 40 C;
e)  BEFER 10 pl.
8.3.2 RisE&H
a) B S (ESD
b) TR R R R
o) il Iy . 22 I (MRMD
D BHEHRE:3 kV;
e) BT URIREE.400 °C;
0D ZAEAAHE 800 L/h;
g) HEFEAR . YRR N WS
h) @A 0. 15 mL/min;
D PR R R S TR HE AL R R R R S S (LR 2,
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x2 REFNE. EEEFN . EEFETFY ELBEMMERE

A {4 B 1] & M X FE B X HEFL AL R Hlf 48 fi 12

" min m/z m/z \Y4 eV
222.0>>123.0 18

A 5.33 222.0>165.0 30
222.0>165. 0 10
238.1>>163. 0 14

RESZE S NN ) 1.79 238.1>181.1 30
238.1>181. 1 10

8.3.3 MEXE
8.3.3.1 EMME

FEAR R A PF T RN WO 7 7 L 3-8 56 e 11 5 i it DG C s o 3 0 P e 1 B 30 R e T
(14 O B8 A 18] s 2 75 0. 1 min RAPA 5 ELAS 00 380 0 AR 0 88 5 2 5, 07 15 9 J38 AT 224 ) 5 Joi DC I A v 34 90 AH ) 2
THE B AV £40%.

8.3.3.2 EEME
YRCIRCARH 8 Y80 R0 2 S DUC P s 1 38 90, A PR 22 R 2 SR T e DA T AR AR, 3 Jo DG S A e

VI S AORE A R TP o ORI 392 e L 7 L R4 A S A N Y 2P TR P o % T Ok R e T R
3~ 70 T Ak Ak R S AR S R Y LAY DL 50 %6 U KT VR R R I VR A R TR R R 5
T B 35 T ) WD I T A gk I S A Y R A 5 [ A 9 A R BT D T R I A I R A SOV B R R K
P W R R — 2, e B RO @3 - RIS A PF T L vw T U A 3-8 v A o (D
DC JHC AR VA 1 VR I 25 1 o (3 1] DL 3% AL
8.4 =HIKK

s 1 aORE R T8 A AR ) B 484 A0 SRR AT AT R4

9 FRItEMKRE

o o 5 R 3 T R R B I R A S (DR L BB AR (D TR
Eii

o B SE E ER 3 H TAR BBE A BOE L 3 fir  BE E T (e ke) s

ps T DT A P 5 R, 3R BV T (B B T g/
A BURHAW 5 T 39 T R T L

Vo R BB L A BT (mL)

A —FEJBT VT FC bR M W b v R a3 v 1 e 0 T AR

m BRI L R L 3 () 5

fo— R A 2,

X = Xsom - 0. 93X Xy yingprp coereeeeeseeeesessnsesenssenenaninsacns (2)
A
X R v R R B R B RUE L B D BOE A T (g k)
Xoww — —aUHEP 500 BUR B B I BUE B IEOE B T 38 (ng/kg) s

Xyposrm — R AP 3-8 5 0 Tl 3 P i PO (L L B 5 T 7 (g k) 5
AR AN T 1 pe/kg IURR 3 (ATBORCT 1 g/ ke DUF B S /INEUMUR 2 i

10 FERGE EHENEEE

10,1 R&gE
AT vE T RO 35 L S AR BR300 0.2 pg/kg B 2 pg/kg, s BERRIT B 0.4 pg/kg H

4 pg/kg.
4
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0.2 EWmE

ATTE LA WAL 0. 4 pg/kg~2 pg/kg IR AKF B AY IR 60 6 ~ 12026 5 3-F8 28 50 A BUAE
4 pg/kg~20 pg/kg WA EE K LB EICR D 6090 ~120%.
10.3 HBEE

2% T VA PR R X A T AR 2 <15 V6 o At TR XA D 25 <<20 %6 .
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M xR A
(FHHE)

EEBEEEREY-ZETARER(EE ) LREMERRBLEBETRERIEE

|55}

ST S AR Y 355 ik T Bl BT (e ) DG AR v VA VR AR AR B T R (R R LA AL 1

Sample Name: 20220616-19

20220616-19 Smooth(Mn,3x4) Carbofuran F1:MRM of 2 channels,ES+
fengmi—jizhibiao-0.1-1 5.31 222>165
%
100 1709 1.446e+004
| 4.56
0 sessloeselonsslooselonnslossolonnnlonnelonnnloseeladavt I el | | VYWY S wwwu WY STTTE Bu v v wu CORTE FRTTE FERTY PTTTARRRT FTTRI IRAREFTTTY {, min
20220616-19 Smooth(Mn,3x4) Carbofuran F1:MRM of 2 channels,ES+
ﬂ;ngmi—jizhibiao—o.l—l 5.32 222.00>123.00
1(/)00 - 1454 1.192e+004
0 L ¥ P T o Sy o e . i £, min
3.60 3.80 400 420 440 460  4.80 500 520 540 560 580 6.00 620 640
Sample Name: 20220616-19
20220.6 ]..6_1. 9, Smooth(Mn,3x4) 3—hydroxycarbofuran F2:MRM of 2 channels, ES+
fer;lgml—pzhlblao—o.l—l 1.88 238.1>181.1
0
100 - 2520 1.703e+004
0 L t, min
20220616-19 Smooth(Mn,3x4) 3-hydroxycarhofuran F2:MRM of 2 channels, ES+
fenngmi—jizhihiao—o.l—l 1.89 238.10>163.00
" 2901 1.9826+004

100

A E e o o |

t, min

1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80
BA1 ZEREO g/ LDEEREY - RERTEE( pg/DER(EE)
EERESEIFIEFREREE










