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thiouracil , tapazole and Z-mercaptobenzimidazole residues in bovine

- thyroid and muscles—
L.C-MSMS method
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£ FAIR BR A0 S P PR AR AR IS IE B Tt Al R O
1F 79 S5 AR W UE o B2 e 30 25 25 3 IOk e
% B )l ZE
M2 AE B iE- 88 B B

1 EHE

AR HE T E T 48 B B AT 4 P P 3 IR 6 BE ( 2-thiouracil) . B 3 5 B & BE (methy] thiouracil) . IEH
3t 7 R 196 BF Cpropyl thiouracil) . & B M (rapazole) , $ii 2 25 3 B M (2-mercaptobenzimidazole) 3% 88 B #&
HEek-eRmiEleETE,

PR ifEE R T4 PR BRI 4 B op o R e B | B B i R R I | IE T O DR O L B R O B R I R
wERBTE.

FATEFENEER . AP RBRSHPREER PERERER . EAERKERE.EE® HE
EIEBkE R 2 pg/ke.

2 MIEES| A H

TR XAPHRFTELARERTI TR AEFEY R LEBERBROSIHXH,. KMEFRE
P B S R AL SR B IR B 18 280 ) BB 1T RS AN 38 P T AR HE » SR T » S50 ol MR 6 24 4 ME ik R LB 5 T B

REAFEAXEIHNRFEE. LEAE BN RS, KBFHRFEH TR,

GB/T6379.1 MEFELLERMNERE(EHESHEE) HF 18I BW5EX
(GB/T 6379. 1—2004,180 5725-1,1994,IDT)

GB/T 6379.2 WMBAFESHRHEAR(ERESHER SIS WENENETRER
Y5 M A9 B A O B: (GB/ T 6379. 2—2004,180 5725-2;1994,1DT)

GB/T 6682 4+#rERZE /KA ik (GB/T 6682—1992,neq IS0 3696,1987)

3 RE

AETRENHEER PERREE . ERERRE R . CEOM . AEXFKMH IR AR,
AE n*ﬁﬁﬁiﬁi%ﬂ:':ﬁﬂﬁ H 4-E-7-FFm A b, B A EMER AR, B GEE-5BRiE
15

4 HAFHHE

b 5B BLER A1, B FE IR 35 IR R &6, K Ol GB/T 6682 EM—EK K.
4,1 HE.O4a,
4.2 ZJE.@qkH,
4,3 ZBZER -4,
4.4 BEBRE —47,Na,HPO, » 12H,0,
4.5 B FHW,KH,PO,,
4.6 Z®.
4.7 WM,
4,8 HELILW.
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4.9 =H|HL.

4,10 ECHE.

4.11  4-F-7-F I 18 (4-chloro-7-nitrobenzo-2-furazan NBF-C1) ,C, H,CIN,; O, : §# >=99%.,
4.12 #HiH LB iTeE.
4
4
4

A3 2 TR T ,.CoHuN O Na, »« 2H, 0,
N4 EOKERBREA - T 650 T HI4 4 h,

15 BERIEE PR . pH=8,0.2 mol/L. #REL67.7 g BEBRE —¥H(4. O 1.5 g BERR _H 8 (4. 5),
AT, E48FE 1000 mL,
4.16 BB 0.2 mol/L, BE 17 mL k@4, 1), FAKEEE 1 000 mL,
4.17 SHEMAERE 1 mol/L, TR 40 g AEAWE. 8 AKER EFE 1000 mL,
4. 18 fr4#.5 mg/ml.. FREL 0.05 g 4--7-FHHIG(NBF-CD 4. 1DE T 10 ml. FFA. 1), HH
PLAC
4.19 Z " FNZB_E®E 0.l mol/L, #37.2¢g Z-FWMZB 814, 13)3EF 1 000 mL k.
4.20 aﬁ;ﬂﬁ#ﬁ FI3NLBMRPPEM R FREASHIHRSHR. W 3 ml. ZB&(4. 6)F 100 mL £
BMY AP EEFEZE RS, BREER 15 mL T 100 mL HFE2HRP . A_FFRUL D EEEH
B LIRS
4.21 FHEW:F 03N IFEKER,. WME 0.3 mL ZEH 15 mL Z (4. 2)F 100 mL FE &
PORAKERERE, R,
4,22 FrAEYE R BE (2-thiouracil, TU) | B 2 & R % i (Methy! thiouracil , MTU) ., IF P &t 5 i w5
BE (propylthiouracil ,PrTU) £ B M ( Tapazole, TAP) | #i 3 4 F K M (2-mercaptobenzimidazole, MBI)
G 2299 %,
4.23 Wtrtr#EY F. B EFH R FE K B (2-methoxethox-mercaptobenzimidazole, MEMBI ), #fi j#F
=99%
4,24 IrHEGRAR IS 1. 0 me/ml.. FRHELE B B0 K R i L B B R R OE . oF TN R R NE L L L
FEA KR NEY B (4, 220, AR FH BEBC AR 1. 0 mg/ml, HIARHEME B . BN - 18 CHRE, A # A
61 H.
4,25 REWHETIEEHR 0.1 pe/mL, WEREFHFEBITEEEBERU 20, AFEBEBR 0.1 pg/mlL
B EIRE L/EB®B . 82t - 1BCRE.TTHEHA3TH.
4.26 WIrrHEMFHER 1.0 mg/mL, FEGERN H AR EX KPRy Ih (4. 230, B B BB,
1.0 mg/mL MPrAEMB &R, B —18°CLREF. /A6 TMA.
4.27 Wit ETERWR 0. 1 pp/ml.. W ARIRAEME S (L. 26), AR ERBBER 0. 1 pg/mL &Y
AR RRAE TAEVE M. e — 18°CARTE. sl 3 M A, -
4.28 Sep-Park Amino Propyl BAHZERE ALY E.500 me,3 mL. FHE A 20 mL FCO =49,
RIFAEIRIE .
4.29 Oasis HLB E AR AL E .60 mg.3 mL. AT %A 5 mL B EF 10 mL K45,
RIFHAREE.
4,30 0.2 pm JERBE .

h i =K
5.1 WA BB BT RIS EEFHMEE FE.
5.2 O EF . RE 0.l mg 7 0.01 g,

5.3 BB
5.4 RBIMFEREE.

2




5.5 BEAIKTIX.

5.6 {EREIRB K.

5.7 AFR . HEEMNEF 80 kPa,
5.9 MEFHEE.25 L, 100 ul,

5.8 FHEEEE.LAE:25 mL,50 mL,
5.10 pH it ME¥HE 0.02 pH B,
5. 11 @ #%:50 mL,

5. 12 B.LHL:FHE AT 4 000 r/min.

6 AFHHESHEREF

6.1 RERRE

6. 1.1 4 BIARIRAR 5 B9 & 5

50 g~100 g FHMEA RIS SHE , MA S HEEH T

w.&5H.
6.1.2 HLEHE A EILERE, o
6.2 WAHERT

flF TR T —18°C ki PR,
7 MEFLE
7. REERAGEEABRENGEE
7.1.1 . BEm¥RE

PRELS TREAMEREA B MRS R 1 gOFTE 0.01 20,8 LR
ARIMAASBEBESHETHEER G 25). &8 MA S0k E
5.0 ng/mL.10 ng/ml..20 ng/mL. B4 B3 AS B NI E”

ng/ml.,
7.1.2 mMEFMEARFHL

G 0.5 kg fEN A& R

:'\
LAl B

CYEHF W (4. 27) . {&
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HAAMNER )G ETIRFERERT 2

ERETF 50 mL B0 &L (5. 9),

¥R 1.0 ng/mL. 2. 0 ng/mlL.,

HEEH R 2.0

SalHE L AREGEFMA 10 mL ZBEZEE4.3),3 ¢ BAKTERA (4. 14), 20 pl. ZREZ B4, 12),

30 ul. 0.1 mol/I. & K%
23,4 000 r/min B 5

M -

L

WMEHE K, FREBEERAR

P I 2K e B

Park Amino Pmpyl i
o
" T
7.1.3

TELMBE RS

1 5 m)

(4. 18) WmERS 1 min,7E
(4. 16)#f %7 pH

HE EEAERKLLDT 2 ml/min 85 EE 1 Qasis HLB A

min, B b 75 & H

JLEM , WA 3 mL 1
PRI (4. 280 M o ik 2% (5. 11) eh , 7E
i g S S R ot B
] 5 mL 3 B i (4. 200 ¥ B 3} 25 mL f B EL.0E (5. 9) it

. 0.1 mol/L. pH=8 K& &

il

B

ZB Nk (4, 19) , 9 5F 15 s, B
EARAFANCG 5 B
#4mA 3 mL E242 (4. 10 1 min,4 000 r/min EJL S min, T B3
w1 £ 50 CARB T,
- B, REEIR S, @JA I 4 T Ak F
FHAREURE B (5, 4) ke
FHEREGE

H 0,5 mbL —

{7 3~4 26, W E AT Oasis HLB B AFERAE A, 2O I E ST, £ B
PR TR T B
. FHLT Qasis HLB FAHAZFER 10 nun,

EEFMERE. FEZeHmE . HESEG. 7065 kPa A F
BHSomL ZBRLEE NS T 25 mL 08085 P, £ B WK

A 4T B Sep-Park Amino Propyl
LA/ TF 2 mL/min 85 38 13 Sep-
10 mL IE C %t ik it [&

HomL LB EaR Ik, ZF
. SGCZK%EL(_ a ,-14

2 ml. 2GS W 5%
FMEECE, B3 ml EC

“RPEERERY AEHER
&

AR, &
wF 4% L 50°C K iE

TE &, LK

R MHR U IDE/R L BRREY, WA 0.3 mL T4 R
SOCEBIRB /K HXRM 3 h, ABRBKEER.H0. 2 mol/L thME ik

H 2 B
10 mL 7K

HERERER

FALLE S0CARE R, AWM

3



GB/T 20742—2006

o

300 pL LK 2 BEPEE . B/ 700 pl. SRR W 2DEER.RAB 0. 2 pm IR (4, 30), AT AH AR5
B RIS e
7.2 LIAERBARNEH
FERENES I gERIN 0. OF 0 mL FEEBLEFF MAAGRTERR EESEN N
2.0 pe/keg 7.1, 2 M1 7.1, 3 #1E,
7.3 FEERBEMOWE
BRERAERES 1 (BT 0.0l  FSOmL AR08 P.HE 7.2 H 7.1, 3 #1E.
7.4 WE
7.4.1 FEIEEHREG
a) fBiEH ., Atlantis C5,3.5 #gm,150 mm X2, 1 mm{ a3 E
b) Eiﬂ 45C ;
c) HFFER.Z20 ¢l
d) WEhH A E R 1.

F 1 M %ﬁﬁﬁﬁﬂﬂ%#

”:ﬁWmm ﬁﬂﬂﬂJmﬂ Ua/aﬁmﬁﬁﬂ/) &3%aﬁaﬁﬁﬁﬂ%)J
0. 00 - 200 85 15
1. 00 ) 200 85 15
1.01 I' 200 50 50
12, 00 200 10 90
12,00 200 s 15
20.00 200 o 85 15
7.4.2 MikFH

a) TR -HmEETEESD,
by HEFAIEETHNW;
¢) Ko & KA I (MRM);
d) emEHEEJS) 4 500 V;
e) MBS (AUXDHE 7 L/min;
) HEBETSAE(TEM) 4507C;
g) HEHE(FP) 140 V;
hY ®iEE® OBFECXP): 12 V;
D ENEFN.ERE T OCRENR EH A EEEER R 2,
=2 TRAEMOE . B 2K o R O O . Eﬁﬁﬁtﬂﬁmlﬁ TR S 5 I K R R

% e ]
e B T o A A 2 EHERTX EEE?T K 38 B [A] Fog 1::) ﬁ%i
(m/z) {m/z) /ms IV JAY
o 292/229 ” 29
B 8 v I A7 A= 4 2027229 100 55
292/218 29
306/243 29
PEKREENTEDY - 306/243 100 55
306/230 31
334/271 30
IEAEMBEEEN LD 334/271 100 B5
334/258 31
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= 208
. EMBETY | ERE T ¥ B [a] ry. ::913 R b B
B &y & A (m/z) {m/x) /ms FAY A"
278/202 - T 37
T EERTA Y 2787202 100 50
2787232 26
314/238 38
2 7K BRI AT A 314/238 100 52
314/268 28
344/268 34
FEMEEFKBRFTED (RN - 344/268 100 55
344 /281 35
7.4.3 WiEEN-&REHZE
7.4.3.1 ZEHXIE
BRENEASEELIASEF .2 MUETE T, . EHFEREAAG T, B PR ENAIRY
ReEatElZ bR R R E, SIRSERRERERB TN MR EMEREEL2. 5%
TR BREE A E DA A E R T AR R B S R A TR A B A o R HE B R 0 B P X D
MEHEFHAMEERITEE . FREABEIEIRNENER W NeTHEAESFHEENMEBR
w8 .
ﬁ 3 Eﬁmiﬁﬂﬂﬁﬁﬁ?iﬁﬁmﬂifﬁﬁﬁﬁ %
ﬁﬁﬁ%'iﬁ :::-5[: }20~50 ~>10~20 =210
fﬁ}i‘F Eﬂﬂtﬁ% + 20 + 25 | “ + 30 + H{
7.4.3.2 ERIE
NiFEEE RS RGrAnRERECR.
MrEE R . ENERETHESG T, . MBS ERIFERAERRIERE, DHEEFRANLET RS
BRI E I A FRE iR TE R, AR LM %TI#E&::&?’IEE FE o B W P AR AU A ) i g

N ENEMEWNEENEN. AHPRAEEENREYENARY A
IS SRR AR AR FENRERESZLE B 1,

(MRM) &S 1E A1, LFFH
7.5 EiTiRE
L LA X R — R # T I R E .
7.6 [ElYrE AR
R EGE BRAWE T/EERMARGE T/ESER. 3% 7. LI fTAE
AR IS A AR AR HET R B . AE
SRR INARHERS WL HE 7. 2 R AE, iﬂJ%F#ﬁ:#nuﬁﬁﬂumE I #
8 L£RITH
RGN HSBRERENDITR:
X = >< 14 et %—g—%
-9 L
X—aﬁ#ﬁm%ﬁfﬂléﬂﬁiﬂ%‘%ﬁ,iﬁﬁﬁﬁﬁﬂFﬁmykg);
TAEMERE B RSB I4H A IR L B
V--——ffé- ﬁéfiﬁ%%ﬁﬁ%?ﬂﬁﬁﬁ%ﬁ(mr,);

m—— R MBEIRERAAFENRR ¥

A A ().

LA E T (ng/mL)

=B B 2 I

e aE 1R B A R R RIR S
IR 7. OBMBRT R R AR . T
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9 FEE

A FHE YA A R RGIR B AR AR GB/T 6379.1 M GB/T 6379. 2 (AL EREMN , HEH
L4 95 Wy Al {5 BRI

2 A P

9.1 EHETH
EE VAT B TR Mt R e EE AR EEER - BN T REERLE
Fi a4,
x4 LMBAEMEBENSRCEREEHNBNEAFE
B 4 4 B ﬁiiif HE PR B R

i, 1o M8 BE T A4 47 220 lgr-=0, 879 7lgm—0, BG4 2 lg“é;cr. 770 llgm—0., 650 5

HH B T R B B 19T AR 220 _7_1-&-}:0* 832 Olgm—0. 857 2 leR~ 1, 023 'g-féfn—m, 844 §

Eﬁimﬂﬁcﬁ%%ﬁiim 2~~20 lgr=1. 109 3lgm—1, m'ﬂ"” [gR=1.034 8lgm— 0. 890 0

T BT A 220 r=0,132 7m—0. 000 9 1§;R;itm$ Olgm—0. 788 5

ﬁﬁi?%ﬂé?ﬁi% 2~ 20 lgr=1, 059 glgm—b_: 932 1 lgR=1.053 E;'Figm—{},g(]? 3

E:m AMRDEASRANBRTIH{E.

9.2 B

ERREFGT RGP R M F PR R AN EEA B HRER R, il & ]EEEE

B AEILE 4,

MAZEHATEREHR, NEFRREERT

- 1T 7 R IR T K 3 A R
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fr R A
(B 14 B 3% )

IMFEMAEEREDREARDITERN®Z M ST (MRM) &if H

TR RERESEmMED R AT EDRER N EMNMRM GiEHE, LE A. 1.
8. 24
. 1. 9ed 1 mEREATEW
[ ] -
2 1.0e4
E 5 000.0 -
= 0.0 t——"——o e
* 1 2 S 4 5 g6 T 8 10 11 12 1% 14 15 16 17 1B
{/min
B 76
3. Qed -
& FFY 2059 JR O 7 4 4
_;E“. 2.0ed -
E 1, Ded -
1 2 3 4 5 6 T 8 8 10 11 12 13 14 15 16 17 18
t/min
10. 31
2, 9e4
o 2. Hed
E 2. 0ed - TF 79 2550 DR vl e 41 4= 4
" 1. 5ed
E 1. Ded
E 5 0000
O+~
1 2 3 4 5 6 T 88 9 160 11 12 13 14 15 16 17 18
t/min
8. 73
1. 4c4
2 -
;1 1. Ded bE@ﬁT‘EEH
£ |
E 5 000.0
1 2 3 4 5 8 7T & § 10 11 12 13 14 15 16 17 18
{/min
G.9]
. 1. 00eb ;
2 8. 00ed B g H e T 4=
£ 6.00e4 1
E 4. 00e4d
c 2.[][]&4!{
1 2 3 4 5 & 7 8 8 10 11 12 13 14 15 16 17 1B
¢/ min
10. 00
. 5 000
& 4000 - :
E 3 000 - R &Y
g,z: 2 D00 -
= 100&1
1 Y . -r-—-ﬁr—'v-—'r-ﬂ"tT ' ' . ' : ' 1T
i 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18
1/ min
Al ARHPEWMERELRANREARPITEYRR S E R B (MRM) &% H
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o BRI 2 B o

R *® B

(3 FHERR)
CI G -

T Fp FP RS 3 O S e A
2B THFEREEFEMNENMREEEEHEEERNRENE

CER B ER R R, RE DB,

¥ M K SR 1 [E LR/ (A

WY F 2 ng/kg 5 pg/kg 10 pg/kg 20 pg/kg
FRRIR | 4B | ETORE | 4B | STRE | ER | ATRE | 4R
EHM% 86. & 88. 9 37.1 | 89,9 82, 1 85.-5.3__ 83. 2 87. 8
MRS | 87,8 99, 2 89, 2 0.2 | 842 85, 4 85, 4 90. 1
Eﬁﬁﬁﬁﬁ-?ﬁ%fﬁiw 85. 9 91, 3 82. 8 90. 5 87.3 | 818 83.7 88. 2
R 83. & 86. 7 87.9 39.1 ” 85. 2 88. 3 82. 9 33'_'2
REEFRTAY | 856 IEEEIERE g7 82, 1 8.7 | 85.4
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