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Determination of clenbuterol,ractopamine,salbutamol and
terbutalin residues in foodstufts of animal origin for import and
export—HPLC-MS/MS method




2007-12-01 SCjiE

2007-05-23% %

%

—
& /A

Fa
A A A

7N

X

A
I X R E &

H




SN/T  1924—2007

Tilt

KErHERI M A M B N BERHE BT =%
A Hr i B SO UE A ] B R R iR IR .
APptE RS BAL: p AR NRILATE Bl AR I AZ B o RN A R N 5546 30 46 7%

AR NERGLA N R NS AR R, R N RSNV 5 NS A S A 2 =

AMETEEGEER N XBEZE, RIS, SRR, 200, 3. AR, REE. BRRIE. TR, Rk,
A BRI 28 R B HE N B A 56 A P2 AT b B v



SN/T  1924—2007

HEEOMERERPERETS.
KR ZEE. DT REE. SFhtHERER
HEMEZE FmEEIE-FRE/ RS

1

—
oif

APRHERLE TR R s P AR E . K 2 Ba. W T IGEE . R A fb R Bk B i i B A N
Jitko

AP HEE T 2h PR E | LA AT N IE s A8 /e 2 L SR 2 L. WD T IGEE . R A A AR AR B = 1
Rl

2 AEH&ESRE

2.1 REEHIE

M B 4 BB S T B A AR R R 215008, TR SR, TR, WL, O RIEENTEIF AN .
BEHERNREE, WBIFRIC. ERIEER B ELFE TR, N5 IR 552 2075 denl K AR B & =24 .
2.2 RHERE

¥R T —18 CLRAF

3 FEREE

B R GV B K FpHS .2 [ SR S i IR I, RIS NN B 6 2 ) ) 1% 15 w8 — 7 22 B I
B EATREAAR S, SRHURZACigll SCX XU SPE #1:4§4k, UM G-k gt Tl e, WiniiE=E.

4 RFIFHE

SRAESEIE, SHEH I Hralnlr], KARE4iK.
4.1 HEE: BAEETERL.
4.2 NG BB .
4.3  LIRE:.
4.4 LR LTS
4.5 FHEAE.
1.6 IR,
4.7 B,
4.8 VKLBR.
4.9 B EHMEE R -7 EMREENE: & 0 B & rEREE134600 U/mL, 75 5% % B2 Bs B
5200 U/mL.

1



4.10 ZLFR¥S MM 0. 02 mol/L,pH=5.2 . WAR1. 54 g OTR%ET900 mL K+, HIKZRIEST pH
2|5.2+0. 1, e HKMBERIL L, T+4ClA7, EHBINIANH

4.11 MR OER-F AL (97+3, AALL) o AL FHATHFE, (7 FH I P K 8 75 A e 33 A -

4.12 EEMVEW: 0.03 mol/L . HI30 mL,1 mol/LI)ZhE VA W FH/KFBESI1 L.

4.13 b BEAMAR (9 F20: CHoNO3,CAS 5@ 23031-25-6) . wfthE® (0 F2: C,H,gCIN,0
CAS 5: 37148-27-9) . Do-3ufhE® . W T HaHE (43 F30: CgHNOsCAS  5: 18559-94-9) . Ds-7b T Iz

)
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K2 B (4 FRC1H3NOsCAS 50 97825-25-7) . D3-3K 70 £ B &4l =98%.

4.14  FRUEMEATAIECH] (1. 0 mg/mL): 70 HIFRELZI50 mg(#£0.1mg)  HIERMfhAk. EmwZ B, e
R VT RREEARAE S T50 mL REMY, HADEWEAE, REH L 0 mg/mL FRIEAE ST
Mo RTHCIRAE, BRI NIE,

4.15 [FINLE N FRFRUERE SR ECH] (1. 0 mg/mL): 7> A FRELZ)50 mg(+0.1mg) 1) Do-reit s %
v Da-VWTHEEE. D3-3 5w 2 EREARMES T-50 mL FEMF, F/DbEHRREEME, X5 PR 0
mg/mL  FrEME IR . R T5CHRAE, BROIHAIE,

4.16 REIRHETFRIERINEE : B0 s MR R S B AW T4 1. 0w g/mL F1100. 0 ng/
mL, & T5°CRT7, BRI N6 H .

4.17 IRE RN N AR R R I EC & . FH B 20 0 3R RS 25 PN B b 7B i 25 TR R IR EE 20 N
100. Ong/mL, K T5CIRfE, BRI N6 H .

4.18 FRETAEMAIECE : WRIETFE, InHN R — € & 1RGSR S (4. 16) MRS FIAL R N bR
(] B vV I (4. 17), FH 7K B R TEE 1) ol 24 3R B R A A v LAE ¥ W (S5 i ik FE Y L M 0. 5 ng/mL
“10  ng/mL), FZTHZIRAARE TEER S A R E MRS, Ong. K TF5CHRAE, HRWIN6A .
4.19 CSPE #F: LC-18 Sep Pak 500 mg, 3 mLEGFH2EH

4.20 SCX SPE#:: LC-SCX Sep Pak 500 mg, 3 mLERAHSE .

4.21  JKAHJERE: 0. 45 nm.
5 {UF{FEAEHE

1 WA - R BoA B S (EST) B 1K
2 INIETRA A

3 HUHL: FH1E=>=4000 r/min.
4 TrREEZE KA

.5 JEE KT (0.1 mg F0.01 g).
6 KA

7 fHEAE

8 HTHMHIEKE.

9 MEIRAIREE.

.10 K AL,

6 MEDR

6.1 REH

FREX10 g CKER 0. 1g) WFE, T50 mL ¥R .LEF, IMA20 mL pH N5. 21 L FREE 2% M5 R
(4.10), f£2000 r/min FIRIER A2 min. %WIN200.0 uwL [FEAMENHY 4. 17) TAEMEES S N
50 wLEY B R % M eI B0y L i Rl , N5 /5 A $EHUS min . 7EMEIRAAEH T37CHEM L6 h. LA
3800 r/minZ 0210 min 5, ¥ EiEWL0. 45 n mIERE (4. 21) BX5 mL JEWR T-10 mL % /& 1) 3% 55
BE
6.2

F¥C /E (4. 19) M1 SCX(4.20) /MEFZ M BRI SRR FREM . KIXHS5 mL 7K. 5 mL HEEAIS mL
0.03  mol/L iR (4. 12) ¥ LAL. 0 mL/min MWy AEIEL . R R8I 5 i 3 B 22 [ AR 2 4 1)
2



Ii#, LLO. bmL/min g iL [EAHEM A, P EERDFTEIO min. H 5mL 7K. 5mL  HHEEHRYE
M, FEREEPIFAE TR0 min o BUN Cg /ME. H12 mL BE5WAN OK LR A B
(4. 11), Y

SCX #:7 L BIAF 0t i FF U SR Ve B, JFEMR IR 3R E £ T40C £ CHRIREZ FZ&T. MA
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1.0 mLZHE+K (1+9) IRGE MG 5140, 45 vm B, S8R ALRAE 18 - 57 1% 0 5E .
6.3 JE
6.3.1 B REBIEFHE
a) HEIEAE: CgtE, 150 mm (HK) X2. Imm(N12), KiJ¥5 bm;
b) VsIM: A: ZJEH0. 1%FER, B2  mmol/LAMREZ /KVEWR0. 1% ER; Vii#: 200 o L/min,

JEVEAZ P WK1,
®1 BEEBRERFR
A L/ (%)
A4 BE I 6] /min
W B A7 A W 3 A B
0 10 90
5 50 50
7 50 50
8 10 90
12 10 90

c) HEif: 35°C;

d) dbFfE: 30uL.
6.3.2 FiE&EH

a) = TUH: HBZ ESL IEE T

by P\ 2NN MRM;

¢) ZFHWSAETI(GS]). [ATAEII(CUR) FEBRMIE(GS2) Hmai B A B HAR A& AR R

JE T AR B DL SR IR FE (TEM) A 5T 3 R BORE IR BT 225K, MRS E IR A,
d) HWZEHEEAS) . Mt HEE(CE). EEHEL(DP) . Aff#E AN DHEEEP) ., filfE=H 08
(CXP) MR ZE ARG, MNEFXNAEESE TEEMELSHI X A

6.3.3 EEME

PRI ARE R ) 1 25 B B, e B A AR I AR E AR VR (4. 18) [E BT 347 404 o An il TAE W
FAF DU A DY o 245 4 ) o 957 A 350 2 AE AN A 2R PR R Rl - an SRS R et 26 e [, R 25+
K (1+9) Wi B B & G KL S 40 Mo 78 FR 638 2644 R B0 ARF I 25 9 89 2 2% R B B 18] 43 70 9 3. 0 min( ¥
THEEE) « 3.1 min(FeAEM) « 9.4 min GEW 2 EL&Z) M19. 9 min (WARKER) , AR fEE R IEREE S 7R
K2 WL 3% B
6.3.4 EMME

Yo HEUAH 2 — o 5 il 2% 4 U0 o A5 ot AR 7 AR VA VR, an SRR I 1) 5T B R U R B BN [A] 5 b of o
—E, BT FEE, 2 AN T R E TR A o R R, N S EA bR TAE
VYR BRSO T B R 2 AN AR T 2 B L U AT DR o A A X N P A )

*® 2 EMMHEINENEFEENRARITFRE

M FEE/ (%) >50 >20 & 50 >10 % 20 <10

TCVF R X e 2=/ (%) +920 +95 +30 +50




6.4 ZTHIRW
B IAREEAN, )95 F IR A D BB AT

7 HRITEMFR

P08 8 A BEAL elf o (1) THERE R R Ar il 29 . TR AR T = B1E
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Ko
X—— BE PR IAL Y SR B R, 0 958 7215 72 (me/ke);
c—— B TR 2K B B N 4N 245 25 T (ng/mL);

Ca—— PR WARYI IR, B2 V4N 5 B 2 T (ng/mL);

A—— FEIR A 25 W) 1 e T R

Aw——i HE AR WA N A 0 1 0 T A

V—— PR & B m R, AN ZTT (L)

cy— AnifE AR WS RIREE,  F A2 40 e Bk = T (ng/mL);

A—— PR AR R U TR

A, —— B ARV W0 259 1) U 1A

m—— IAFERACE R E, AN (2)

Ve FENZYER AR R RS R NS, R MCR A RN = sic v T R e AR

8 MEMIR. EE

8.1 & {KFR(LOQ)
AT P AL i e AR BR 28 0. 0005 mg/ kg
8.2 [El=
8.2.1 WHRARRY . K2 UK. W T IKEE . FrAm R ik 5 A Bt i 2098 W3,
* 3 AP, kBB, DT REE. $Fm KRR RIER

N IR B/ N IR/
2 W) 4 FR B R /(%) 2 44 KK Bl S Y /(%)
(ng/kg) (ng/kg)
0.5 73.4~96. 4 0.5 80.8~91.6
N 1.0 98.5~126.5 X . 1.0 104. 7~110.9
AR R R T g
2.0 86.5~102.0 2.0 73.5~78.5
0.5 90.6~98. 8 0.5 80. 6~108. 0
. 1.0 91.7~108.9 . 1.0 90.0~97. 3
3 o % B % 455 A AR
2.0 90. 6~98. 8 2.0 80.6~108.0

8.2.2 HMHwithkr® .

L A a1/ 4 AN S 1 ) 1 N R G L S v e
x4 HPRRHT. kB, T RE. FhthEiRBEER

ISR B/ IS AR B/
2 4 FR 5 i % M/ (%) 25 44 Fr =i 2 E /(%)
(ng/kg) (1 g/kg)
0.5 94. 6~100. 8 0.5 77.2~89. 8
1.0 78.3~98.4 L 1.0 77.3~92.0
AR % T g
2.0 90. 5~99. 0 2.0 73.5~80.0




0.5 96. 4~100. 4
1.0 95. 5~122. 0
2.0 92.0~108. 5

R AT At AR

0.5 77.2~90. 6
1.0 80.5~94.9
2.0 73.0~79. 5
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M & A

(BERHEFTSR)
FRig&H

a) I H K JS):5500 V;

b) ZHSJIEJI(GS1):50  Pa;

¢) AHAIESI(CUR):20  Pa;

d) AHBVRIRIE(GS2):30  Pa;

e) & FIRIEE(TEM):550°C;

f) A E(CE). £EHEEDP) IR Al B, b= AN HBEEEP) 10 V. AiE=H R

J£(CXP) HN13 V.,
&® A1 B-MENRAGHEBRE, ZEBESHER

BB T Q) m/z T ET(Q3)m/z fill i L/ V ZHERIE/V
- 203. 0% 18 45
R 2113 259. 2 20 50
B | 164. 2° 12 50
TR J02.3 284. 3 22 50
| 148.1° 25 55
R
vIRE 240. 2 222. 1 17 75
L 152. 14 23 48
e 226. 2 107. 1 43 45
Dso— TEABKFH 286. 3 204.0 16 75
Ds—3K 7t 2 L 307. 2 167. 2 15 45
Ds—Vb T % I 243. 2 151. 1 22 55

oF
f

a N

AR T R
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ff & B
(BSR4 BT 3R)
RS MRM [Ei
B XIC oftMRM(I3 pairs):277.3/259.2 amu from Sample 3(std 3)of Data061120.wiff(Turbo gpray) Max.2.7e4 cps
9. 36
2. Hed 277/259 sifets%
Z. Ocd 1
i
1. 504 ;
1. Ocd | \
5000. 0 k
0. ﬂi Dol s - - - " - - = ¢ 1 - Mo P e —
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0
B XIC oftMRM(13 pairs):277.3/203.0 amu from Samplc 3(std 3)of Data061120.wifT(Turbo Spray) Max.9.1e4  cps
9. 1c4 9
8. Oed 217/203 SieHY
6. Oc4 |
4. Oed 1
2. Ded |
0. 0% " - : : - - - - . - . . o -
1.0 2.0 3.0 4.0 2. 0 6.0 7.0 8.0 9.0 10.0 11.0
B XIC oftMRM(13 pairs):286.3/204.0 amu from Sample 3(std 3)of Data061120.wiff (Turbo Spray) Max.3.7e4 cps
Jd. Tcd . f.ﬂ
3, Ocd | 286/204 Dy- {04 Y i
2. Ocd 1 l
1. Ocd 1 |
0. 0"~ S e - v - - .*'L -
[ime Cmin) 1.0 2.0 3.0 4.0 ). 0 6. 0 7.0 B0 9.0 10.0 11.0
B XIC oftMRM(I3 pairs):302.3/2843 amu from Sample 3(std 3)of Data061120.wiff(Turbo Spray) Max.3.1e4  cps.
3. Oc4 ; 8. 90
302/284 ¥ W %" r\
2. Ocd 1 /|
{
1. 0cd J |
ﬂ.UJ - — o — ————— - " . - - =+ - — - L - i - -
1.0 2.0 J. 0 4.0 2. 0 6. 0 7.0 K. 0 9.0 10.0 11.0
B XIC oftMRM(13 pairs):302.3/164.2 amu from Sample 3(std 3)of Data061120.wiff (Turbo Spray) Max.2.le4 cps
B. 95
2. Uc4 1 *
. 302/164 3% 1 I
1. 5(,4 1 ”
1. e 1 | |
"
5000. n-J Ef
0. 0™ . : ———e ety g SN A . .
1.0 2.0 3.0 4.0 5.0 6. 0 7.0 8.0 9.0 10.0 11.0
m XIC of+tMRM(13 pairs):307.2/167.2 amu from Sample 3(std 3)of Data061120.wiff(Turbo Spray) Max.3780.0 cps



3780 - .%
f"'“““{ 307/167 D- K5 T PR 4
2000 l' '

| |
1000 !

| I

[]h y— T S I — = . = = v v — - -'-.." = - —

lime (min) 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8. 0 9.0 10. 0 11.0

B.1 RELHF. kRxZORERFERNSRMENMRM) Eik
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m XIC oftMRM(13 pairs):226.2/152.1 amu from Sample 3(std 3)of Data061120.wiff(Turbo Spray) Max.3.4c4  cps.
1, ded .87
, 3. Ocd- | 226/152 ¥4 ft Ak
2 204 A
3 1. 0041 ‘J
= \
T, S oL R —
1.0 2.0 3.0 4.0 5. 0 6.0 7.0 8.0 9.0 10. 0 11.0
m XIC oftMRM(13 pairs):226.2/107.1 amu from Sample 3(std 3)of Data061120.wiff(Turbo Spray) Max.7840.0 cps.
7840 2. R7
£ 6000 226/107 ¥545 flLbk
Z 4000 |
| = 1
=
£ 20004 JL
oM . v B :'L—l‘d -3' ?H. . - ———— . . - v - - - e
Time (min) 1.0 2.0 30 4.0 h.0 6.0 7.0 R0 9.0 10.0 11.0
é m XIC of+tMRM(13 pairs):240.2/222.1 amu from Sample 3(std 3)of Data061120.wiff(Turbo Spray) Max.2.0e4 cps.
>
4—) b
2 2. Oed .19
(<] "
= 240/222 :
= 1 6od] q 240/222 ¥ | HLm¥
1. Ocd ;'\
5000. 0+ J \
0.0 —— e . . . . . P . v e
1.0 2.0 3.0 4.0 n. 0 6.0 7.0 8.0 9.0 10.0 11.0
mXIC oftMRM(13 pairs):240.2/148.1 amu from Sample 3(std 3)of Data061120.wiff(Turbo Spray) Max.6.4c4 cps.
2.79 : o
6. Dcd 1 240/148 ¥ | &N
‘e [
£ 4.0c4 |
é 2. Dcd \
L= . | \
0.0% . . LN T —-— . . : v - . SPR S—
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0
B XIC offtMRM(13 pairs):243.2/151.1 amu from Sample 3(std 3)of Data061120.wiff(Turbo Spray) Max 6810.0 cps
: 2.78
6810 _ M
% 80004 l 243/151 Dy-2F | Wy
5 I
Zz 40001
§ .\
£ 20004 ', \
UL . - CRSSTSPINEE) . TN P— v . . " " . . R e e
Time Cmin) 1.0 2.0 3.0 4.0 a. 0 6.0 1.0 8.0 9.0 10. 0 11.0

[ B.2 Ffmfik. DT REARERNS RAEEN MRY)  [EHif

PL E A SONA SO T 8ER 0, AR — AR WETREAEEI BT
https://d. book118. com/188141036143006050
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