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National food safety standard-
Determination of Carazolol residue in animal derived food
by liquid chromatography- tandem mass spectrometric method
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BmEEERNE
M RMPFRLERZXBENNE REGIE-HEKRIE
1 sEH

ASCAERETE T S B i o R R0 2R B B SRS 0 ) A A5 R VRURH €08 - £ BB 1 M 32 5 95
ASAFE R THE S XSRS B IE. R ARG AR R by R ik B A

2 MEMsIAxXH

TIEN A PN 8 I SR A S| R T A BOCAS SO A AN R SR e, v H A1 S,
A% H AN B AR ASE F T A ASEH B 5 FSCE, HEdiRA (B3 FTE g & T4
4.

GB/T 6682 43T =256: = F /K A% R 36 T v o

3 ARIBRIENX
AN BAT T B E AR E S
4 JRIE
BURE 5 B 1R R AR R FH .19 FH R 2 B T AR L, TRA BUBH B8 7 28 ek i At,, VUM €% - A I 1 1
B RE, WAREE &
5 HFFIMR
B A RES, BOA RN AT 4, KA FFEGBIT 66828 & 1 — 4K .
5.1 it

5.1.1 H[fE (CHOH) : faifhaf,
5.1.2 ZJiE (CHCN) : faijtal,
5.1.3 H[ (HCOOH) : fajfal,
514 27K (NH4 OH) .
515 1Ecki (CeHia)

5.2 & iRBLH

521 0.1%HMMEHER: BFERLmL, FEHFEE1000 mL, E2].

522 0.1%H RV : B mLHE, F/KFBEZ1000 mL, JRA).

5.2.3 50%ZFEiAW: BX50 mLZFE, H/KFRE100 mL, VR,

5.2.4 S5%ZAHEER: 5 mLZK, FHEMFEZR100 mL, JE5.

525 CIEMRIIECK: W wERIEck, MALEN AN, BE, #iba)Z, W EEIECK.

5.3 trfEm

5.3.1 FHii& /K (Carazolol, CigH2N»02, CAS:57775-29-8) , & >99.0%.
5.3.2 FHii& /K-D7 (Carazolol-D7, CigHisD7N20», CAS:1173021-02-7) , & >99.0%.

5.4 tRERRHIE
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541 RS RAMEM R BCRBIE KA S TIEMERS 10 mg) , RE%E, I OIEIE &R
HMRE RS 10 mL, FHIEIRE N 1 mg/mL [ RH& KRR e & . -18°CLL N EBELIRAE, ARUIA 3
MH.

5.4.2 RAVEIRERUE TAER: AR RAVS RARHEM & 0.1 mL, T 10 mL H&EHH, HZEREZEZ)
%, FCHIEGR N 10 pg/mL BFIARHE TAEMR . 4°CLL NEBEBIRAE, AN 1A

5.4.3 RHVE/R-DrN bR & : BURPER-Dobnitedn RS FIETER 2910 mg) , K E, IalEE
BRI E A 10 mL, BB E N1 mo/mLE)RHI% R-Dr NARE & -18°CLA G 1RAE, A
B R3ANH .

5.4.4 KHii%/R-D7 WARTEIR: AEFEECRRIIR/R-D; WARMEEW 0.1 mL, T 10 mL Z&EM T, i
FERZIEE, Bohl e RAvg /R-Dy WE N 10 pg/mL AR . 4°CUL RIS IRAT, AN LA H .
5.45 RHi/R-Dr Wbs TAEM: #HEMRICRBLE/R-D AR R 0.1 mL, T 10mL &Y, HER
BEAZIE, B RH%/K-Dy W EE A 100 ng/mL [P bR TAER . s FHELAL .

5.5 M

5.5.1 JRARIPHE T A2 e [E AHAEHUR: . 60 mg/3 mL, BiAH % .
5.5.2 AHHALIE T JEE: 0.22 pm.

6 NI E

6.1 AHEIE- RIS oA RS R TR (ESD .
6.2 HrRF: E&E0.01 gl 0.00001 g.

6.3 A1 AR,

6.4 INIEIRETS.

6.5 WIERE G-

6.6 AR EOHL: FEIETTIA10 000 r/min.

6.7 [HAHAERRE .

6.8 AWML

7 AHENBIESRE

7.1 AERIHIE

W S e B O 1) B Y, e, IR

H 3 B e B O 1) 1 BB AR b, TR AT

& S i a1 2 B AR &, B R IRE

a) MR JE IR it 9 KBl

b) BAIHRARIZE AR, AR

¢ MAIHRJE I Rl A8 INE B AR UE ARG AF 928 A I o
7.2 AERRE

-18°CLL F R4 -
8 MELE
8.1 1ZE

FFRRE S B HE. FERG. . 405 MEFRRBGRE (24£0.05) g, T 50 mL B0, IN-RHER- Dy
bR TAETR 100 L, #ERAINN 0.1% H R 2. 1579 10.0 mL, #4iE 10 s, %% 10 min, 10000 r/min 5> 5 min,
P IEW, FKMREZE 25 mL, TRAIEH .
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WA HERFZEBUARL (24£0.05) gT-50 mLELE T, II-RHE /K- Dy AR TAEMR100 i, #ERH AL
mLO.1% FERVAW, WiElRS], FEIIA9.0 mLO0.1% HEE LGV, #nii€l0 s, #R:%10 min, 10000 r/minfEs.Cs
5min, FHEIER, HKMBEZ25 mL, B
8.2 Ak

[EAHZE BT 2 3 mL FEE. 3 mL K TEAL, HERRARL B 5 mL £ Fa A, 3 mL /K ik, T 30 s, 3 mL5%
AT EEIEHEL, WOERGEI, T 40°CRBASIRT, #EFEE 1.0 mL50% LNEE AR, A 2 mL
CREWANE S ke, WRiE 10 s Ja#FE 10 min, HUNZIEW, LuEE EHLE .

8.3 Fr A&

A 2 IR RS R bR TAEMRI R PV /R -Dr WAS TAEBOE R, F 50% GV MRe e R B0 Rk
N 05 ug/ls 1ug/Ls 5ug/l. 10 ug/L 20 ug/L. 50 ug/L GEEEAAW54 0.1 ug/L 0.5 ug/L~ 1 ug/L 5 ug/L.
10 ug/L. 20 ug/L) , KHi¥&/R-D7 WARIKEEYI A 2 ug/l B R BIFRUE TR, BUECHUT, ARk i - o gt
JRREACIE o CA-RFLIE IR FN-RBLIE 7K - Dy FORFAE B o1 B i I AR LU A bR, s VA WA FE A AR R
extilbritE Mz . SR FEAAE G R EL.

8.4 ME
8.4.1 HHEBILSERM

a) ik C18 4, K 100 mm, WE2.1mm, Kifd 1.7 um, A%

b)  FEi: 35°C;

c) HFfFE: 2uL;

d)  JiE: 0.4 mL/min;

e) ViENAH: A: 0.1%FRRIEW; B: 0.1%H RGN CIEEW, s B IR T Lk 1.

= 1 BBk B

AL, min A, % B, % ih 2k
0 90 10 /
1 90 10 6
3 20 80 6
5 20 80 6
6 90 10 6
7 90 10 6

8.4.2 BERILESE XM
a) S BEE (ESD B
b) PR IEE P
o) KT 2R
d) HEHE: 05kV;
e) YRIE: 150 °C;
£)  BEFVRIRE: 500°C;
g) HEFLSIE: 150 Lih;
h) BRI AE: 1000 L/h
1) EMETX. BTN R AL F R AR LR 2.
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® 2 FRLUB/RMFRLE/R-D FHER FEERIESM

& M R SE T ) filf 4 e
L&) HEFLHE V
m/z m/z eV
299.1>116.0 18
FRIIKIR 299.1>116.0 34
299.1>222.0 18
RHiiE/R-Dy 306.1>123.0 306.1>123.0 34 18

8.4.3 ME*.
8.4.3.1 EMME

TEAHFAR A, RFEER R R A& /R S HFEN ZZNAR CRADER-Dr) IR BEE ]2 B 5 PRk iA iR
R R R SRR AR (RRE/R-Dy) MR BRI 8 2 R ZEE1% LN s EAS I B ARG 25 7R
IS 22 559 FEE AR 24 PR IE R A TATRAR G 25 T 2 — 8. LR w22 £40%.
8.4.3.2 EEBMNE

HRAE TR TR A LRSIV T, VR s a2 e, Wik &, R BRI TR P R Hri& /K
5 -RBLIE 7R - D7 1 M AR 251 I 7SR AT U 114 28 1 Y0 BBl 2 PN o 6] 3Rl H R R Rk B St A o S 2 0 e 2
BRI 117, TESR IS R 2549 B AH N3G N N AR AR S &L, AR VRRR e 5 R i Rk (e S 7EAN 2 4%
PEYEREI, X LR B IR -Dif 8 5 AR AE ih 2 1) 25 R hnis /R -Dalk [ — 3. 78 Bk G-tk &,
P IR -Dr LR LI SRR E R IR AE B8 7 o 2 0 3 P LB 3% B o
8.5 TR

B FRE, BRI IIAR R Ah, R AR R il e A B AT AT 454

9 #RiHE

SR Z T B R AR A R AR (1) T
4 psxAxAinvl ><V3 X 1000

A " kR St St 1
@ =TT X A, x V, xm x 1000 @

A

w— PP AR Zi A B, AN T o (olkg)
ps— PRI R Rr I 2D, AN R (gl
A—ARFE B A U 254 1) W TR 5

A BRAERR R AR 0 T AR 5

A hRUEIIB A 2970 (¥ D TR 5
AR BT A B RV T A

Vi — IR PR BRI S AR, A2 T (mL)

V=W T SR B A AR EL, A 2T (mLD
Va— & EFRM, BANETH (mL)
m—FER R, AT (@) o

T WRERANTL uglkg IR B O A R 1 uglkg A T DR B /NS R 247

10 FEARME. EWMEMRBER

10.1 REE
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AT RS B RN A= 4G H PR 0.3 g/kg, B PR ONO.5 wolkgs & BRI AT R4 UL, HTFARE.
BE. a5 A H PR N0.5 olkg, E R N1 o/kg.
10.2 IEFARE

AT FAEAG RN 15H0.5 g/kg~5 polkg AR IR BE KT, R R /R 6 R N 70% ~120% .

FEXSFIZE ] S ELHEY UL, FFAE. B BRI "1 polkg~5 po/kg I IR EE KT, RHiE IR 1)
[ETUAL 3 R 70% ~120% .

FEREATE LA VL. IR B WE. BEWT) 1 polkg~50 Lo/kg RN BE /K, 4 ig /R (1) Bl i
N70%~120%.
10.3 BEE

AT VES AR BT AE R 22 <20%,  FH 8] AH X FR v e 22 < 20% .
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M & A
(ZERHE)
FHESFREAIEE
RALIE IR BRI IR -Da b AR AL 25 i = i LRI AL

2: MRM ot b Channels ES+

100+ 250 306.1 > 123.0 (carazolol-d7)
] 6.16e6
]
O T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00
1: MRM of 5 Channels ES+
100+ 251 2991 »116.0 (carazolol)
] 32466
2
O T T T T T T T T
1.00 2.00 3.00 4.00 500 6.00
1: MRM of 5 Channels ES+
1004 250 2991 » 222 0 (carazolol)
J 9.20e5
EE;
0= T T T i T T T f Time
1.00 2.00 3.00 4.00 500 6.00

A RRR IR SR BLE R -Dy SRR A AL T TR il B (CRA%R 1 ug/L,

RHEIR-D72 ug/L, M BB BTN 306.1>123.00 299.1>116.0+ 299.1>222.0)




