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National food safety standard-

Determination of benzoylureas residues in aquatic products by liquid

chromatography—tandem mass spectrometry
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BmEEERIFE
7K P i R 2R FR R AR 26 2540155 BE E RO E
TGNt Y
1 e
A T K B SURAEIR, TR WRHUR. AR, FER. SRIR. SEIR, AR,
BRI RO . TR S RO 0 A RT3 XA 79

AT A, 0F. 88, KRR EERIR. KA. RAR. FAR. AR, AR,
SRR, SMEUIR. FUBENR. FVEMENR. EUMAR. ST IRIR B ERWE, HAhAT R S RRAT .

2 eS| R

T S P A e S AT B | P T AL R AR SO AN AT A 4R B, E TR 51 ST
A% IR0 2 FORRASSE FR T A SO s AN B I 51 RSO FEmelifsds (BAE A OB IR SEH T4
A

GB/T 6682 437256 28 F 2K SR AR I8 7 v
GB/T 30891-2014 7K/ Sl iEHI i

3 ARIEMEN
A SCAFBA T T I ARTERE X
4 JRHE

SRR B S RS2, A Z ISR, N-FEZ T (PSA) AEGFEARREEL, WHH -
TR B (SRR, R 5 UG e 2R A MRV SE B
5 RFTIFRAA R
BREMESN, FTERF SR KATE GBIT 6682 HlEH)—HK.
5.1 RF

51.1 ZJi§ (CHiCN) : faitdd.
5.1.2 WE (CH;OH) . fifhaf.



5.1.3 HE (HCOOH) . fjfaf,
5.1.4 FTAKWEEEE (MgS04) : 650 °CH1Be4 h, WHIEFHHERT&H.
5.1.5 &4k (NaCD) .

5.2 iRiGECH

5.2.1 0.1%HEER: WFE]1mL, FAKFHEE1000 mL.
5.2.2 T0%ZBEEW: WZHE70 mL, FKFEZE100 mL.

5.3 frifif

FHERDR . RENR. BREAR. BAR. REMR. BAER. FOR. FURR. MER. iR, &
AR, FER, SEH=98.0%, EEIHTEA.

5.4 FRERBEIE

5.4.1 JRMEMERE (1 mg/mL) : ARREEFRESMLENR. ROIR. BEIR. BHR. 28R, M
IR SECHR. RN, FUEENR. SRAeIIR. FUFHR. JRUEBRARES S 10 mg, 20 HIE 10 mL HEH P,
HZIGHIR, FRREREZE, SHIEH 1 mg/mL SRR &R, -18 CLL R, B3 6 A,
5.4.2 BEVEFRERNR (10 ug/mL) « HEMERFRHE SRS 0.1 mL, B 10mL ZEHS, FHZER
BERZZRE, FHIBIRES 10 pg/mL IR EVFHEF R, 4 CUL TR, G302 F.

5.4.3 JREMMETIER (1 pg/ml) : WETHER 10 pg/mL AR SFRESRFE | mL, & 10 mL A8,
I Z TS BEE A, TR BN | pg/mL BIRAHRE TR, 4°COLFIRT, 20 2 .

5.5 #H

5.5.1 N-HFEEZ. =% (PSA) : 40~60 um BH 243 .
5.5.2 BZEZIEE.LE: 10mL. 15 mL.

5.5.3 ZAEM: 10mL. 15 mL.

5.5.4 JERIMFLUERE: 0.22 pm.

6 IUFRFNEE

6.1 MAHGE-BIREE: AiH RS SR,
6.2 SYHTRF: BE&E 0.000 01 g F10.01 go

6.3 TRIEECHL: 8000 r/minEL P L.

6.4 EBERIETER.

6.5 FEIR{L.

6.6 IRIERE .



7 RENFIESEE
7.1 WREEAYHIE

1 GB/T 30891-2014f St B ZLR il B .

a) BRI UEARES, R EREAT

b)  HUSBRE AR, (B R

c) BRI ARER, WINE B RE AR TR, BB,
72 REERRTE

-18 °CBA {47
8 MESE

8.1 =M

FRELK = i (2£0.05) g, BT 15 mLAEZIFELE S, MAZNE mL, WIERA30s, BAIE
H72 min, FEMMATKIRESEELS gl & L470.2 g, IRIEIRA30 s, 8 000 t/min® 025 min, EIEWAEE1S mL
ARET, REMZE nLESRN—K, &3 EERT1S mLARRY, AZEREZEZE, ',
%

8.2 Ak

R B IR 7.5 mLT 10 mLES O, IMATEKEREREE0.5 gfIN-IHEE Z. =% (PSAD TR
31100 mg, JRHENRF 1 min, 8 000 r/minf 05 min, EIEWHE R —10 mLELEH, T50 CRARE
T, WETIINT0% 2[5 VAW | mLIEMRAR Y, IRHERY30 s, 8000 r/min, #5425 min, HL LI, 30.22
A FLIEIE,  AEVROHH 6 - HR TR o
8.3 ERICELFRAERLZ R &

FE R BERIR S TR, F70% 2 JE VA C il Ak 2 92 ng/mL. 5 ng/mL. 10 ng/mL. 50 ng/mL.
100 ng/mL#1200 ng/mLiK R FIRAFRHEIEE, 2B mLITAGHZ: “8.17 JRHLAN “8.27 b= Hik
BRI T, WEEEMAEEAY), 8000 t/min, B55 min, BT, SGRFLEERE, LG G- A BT
B 5E o CLAINR ZG DR AE 85 T 50 B B I U AR, Fof B 1Y 5% DL R ARV VA BV B o e 4, 2211
HRILECARE L, REATRAIAE S R
8.4 lE

8.4.1 RiHBIESE SN

a) filtAl: il Cip (100 mm x2.1mm, 3.0 pm), HiAH 3

b) HEE: 40°C;



¢) WE: 0.4 mL/min;
d) HEFEE: 20 L
e) WEIAH: A WEE B.0.1%F . BEREPRBREE WL 1.
F= 1 HERREY
it (7] A B
min % %
0.0 60 40
2.0 95 5
8.5 95 5
8.6 60 40
10.0 60 40
842 [RiGBELH
a)  ETR: HWEEETUE,
b) HAEFA: AETFHE
o) AT ZRMIEN (MRM) ;
d) WiFEHEHK: -3000V;
e) ZERSKERE: 300°C;
)  EESKIEJ): 3 L/min;
g  HBNSJEA: 1.5 L/min;
h)  ETFERERE: 350 °C;
i) HREHESES: &S, 1.5 mTorr;
i) R FEFARERERSEENER.
2 HFUMBETF. FEFMEGEESEE
i R T FHET b Ak
m/z m/z eV
SRR 246.0 ik H
91.2 29
KR 307.0 R -
126.1 27
ks IR 309.0 = =
156.0 13
AR 343.0 o i
160.0 27
o 1570 154.0% 15
176.0 24




- 339.0% 13

iR 379.0
196.0 25
439 0% 14

IR 459.0
275.9 21
467.1* 12

S IR 487.0
411.1 15
471.0% 14

LR 491.0
305.0 19
304.9* 15

JRBEA AR 504.0
484.1 15
326.0% 20

AR 509.0
339.0 14
518.0% 14

SE R 537.9
355.0 23

ik RN T

8.4.3 MEX

8.4.3.1 EMME

TER EIMREEAE T, RF VAR 45 TR IR 2 245 400 5 ik o U P 1 YL 4% PR ISR 2 1 R BT e [
RZECE+0. 1 minbAP ;s AT HOHIXS B TR BE, PS5 v BEAH 24 i 5 R UL FCAr v AR B TR — 2

oAV 2 N+40%.

8.4.3.2 E=IE

IR R A AL IR DU FCARAE VSR, R B Bl R, BSMiR e . R DL LA RV B AR
YR B A0 O O 249 S A BRI O 2 M YO L P o 7E LR YRR - R R A R, ARV P

FRAE T R B i R LB 3B o
8.5 Z=HIRIE

W2 (R, BRASINZG WS, SR 5e 2l R I 52 20 BRHAT PAT I E
9 HRITEARR

R R B RS A M R 5k B B R L B A I R A 50 (1D AL
¥ Cix AxV, %V,
AsxV, xm
Rk
X——A P P IR R A SR B B, AN T3 (ugke)

Co——HE R UL EE ARV P 28 R IR IS 25 MR AL, B AN AN T (ng/mL) 5




A——RBFIE P AR 25 1 1 (i T A

A— FEJR TCFEARHETE 0P 26 B AR 251 1 i e v

Vi— RIGREAR, AT (nl)

Vo— HEHBEH T, RRERBGRIETR, BAohETT (ml) |
Vs W R&EAGIR, BACONETT (ml) |
Ptk i, B (2) .

E: WHEERUHTIESROFEA T HERT, R/E 3 6788

m

10 FHHRREE., EHMENBEE
10.1 REE

BITEFMRNR . KENR BrdR. AR AR, SRR, AR, AR, SBHR. Fneif
IR BRSO IR AT PR 482 pg/kg, EERIAS uglke.
102 AERAE

FFEAMENR . REMK BRfiR, FAR. RENR. FORNR. WANR. MEMR. REIR. e
R EVEAR . SRUEIRTES nelkg~50 pg/kg TRINHR B 7KF _ERIEIRCER 70 %~ 120 %.
10.3 HFHE

ATTERIREPI A AR R ZE < 15%, b IRTHE S AR 25 <20%.



Mt A
(BERHE)

FHMREADH R BZIR WEDTFANCAS S

H BRI rh IR (ST ARICAS T HARA L.

TA 1 KRR EPESCBIR, KESTAF CAS S

AR FESCATR 272 CASS

S AR Forchlorfenuron C12H10CIN3O 68157-60-8
RENNR Chlorbenzuron C14H10C12N202 196791-54-5
[ H IR Diflubenzuron C14HsClIF2N202 35367-38-5
AR Penfluron C15HoFsN202 35367-31-8
AEENR Triflumuron C15sH10CIF3N203 64628-44-0
AR Teflubenzuron C14HsClFsN202 83121-18-0
MR Hexaflumuron Ci16HsCl2FsN203 86479-06-3
AR Flufenoxuron C21H1CIFeN203 101463-69-8
FRALIR Novaluron C17HsCIFsN>04 116714-46-6

HE R Fluazuron C20H10CL2FsN30;3 86811-58-7
IR Lufenuron Ci7HsCi2FsN20s 103055-07-8
FRME R Chlorfluazuron C20HoCi3FsN30s 71422-67-8




Mt & B
(B4 )
PR TUFIEE T R E AiEE

A TR SIS 25 W e B 1 8 i B L I 1

RT: 0.00-10.02 SM: %«

RT: 0.00-10.02 SM: 76

s RT: 5.60 NL: 1.93E4 b RT: 6,61 NL: 6.4BE4
miz= 126.60-127.60 F: -c miz= 438.50439.50 F: - o
a0 ESI SRR m<2 246.000 1 ESI SRM ms2 459.000
1 (80.650891.350, q [275.650-276.950,
60 126.65§-127.350] MS 50 438.650-439.350] MS
Sppbed IcIS Sppbstd
40 2 0
K]
20 2 zoi
o — - [
T RT:6.47 NL: 6.93E3 i RT: 7,38 NL: §.97E3
miz= 153.60-154.60 F: - ¢ miz= 466,50467.50 F: - ¢
o E51 SAEI ms2 307.000 - ESI SRM me2 487.000
9 [125.699-126.350, 8 [410,650411.350,
60 153 656-154.350] MS &0 466.650467.350) MS
Sppbaff 1CIS Sppbatd
40 e 40
5
20 e 20
0 T 0
i RT. 635 NL: 4.27E3 S AT: 6.58 NL: 4 53E4
miz= 208 60-289.50 F: - c E miz= 470.504T1.50 F. -¢
. ESI SRB! ms2 300.000 - ESI SRM me2 491.000
3 [155.6%-156.350, 9 [304.650-305 350,
60 268 658-209.350] MS 60 470.650471.350] NS
Sppbf 1CIS Sppbstd
0 40
=
20 & 20
RT:6.35 NL: 2.80E4 o RT: 724 NL: 1.86E4
19 miz= 322 50-323.50 F: - 1 miz= 304.50-305 50 F: - ¢
P E51 SR me2 343,000 e ESI SRM ms2 504.000
[159.63p-180.350, [304.850-305.350,
50 4 322.65§-323.350] MS 60 10 483 650484.350] MS
ICIS Sgbsd ICIS Sppbstd
40 3 40
|
20 = 20
RI: 652 AT: 698 NL: 3.32E4
100 mlz= 325 50-3 [
80 ESI SRM ms2 K
[325.650-326 350,
&0 5 '
40
20 J
o mr . o
100 RT. 7.3 NL: 2.11E4 100 RT:7.7% NL: 4.62E4
miz= 338.50339.50 F: -c miz= 517.5061B.50 F. -c
ks Esl SAYt ms2 378,000 20 ESI SRM m2 §37.900
195 68-196.350, [354.650-355 350,
60 6 338.65§-330.350]) Ms 80 12 §17.650-516.350] MS
Icis 5pbad ICIS Sppbatd
40 H 40
20 : 20
[
0 AL T o e o e e e ) L e
0 2 4 [ 8 10 0 2 4 6 8 10
Time {min) Time (min)

FREFS -
I—& MR ; 2——K4hIR;
T—REIR,  8—FAR,

3— PR, 4—AINR;
O—RBENR ; 10—SnE g, 11——= iR ;

——aBIR, 6—WEIR;
19— EHR .

EB. 1 FERBIREDHYIREZRFHEE T RERIERE (5 ng/ml)




