ICS 67.120
B 45

h e AR & Ffn FE E =R &r &

RV 1025 SAS —11—2008

R B—2E B 2 B il
l‘ﬁ*ﬁ EIEI E=-1- 15115 12-'::.

Determination of B—agonists residues in pig urine
by liquid chromatography—tandem mass spectrometry

2008-04-29 & 0 2008 -04 - 29 3EiE

e N BREILFINE RS 2%




RAE 1025 B4 E—11—2008

B X
Bl vrr v v oo e s e 1
1 FEE] weeeverneeeasneersoete e e e 1
2 HITEHEBIFISOHE +ovvvvereermmrmeereee ettt 1
S | S P PP PP PP TPPPPPPRORY 1
3.1 BESRBUBIAS v e e e 1
3.2 BEFLBUARAE «oooeveeersemmarrree e e e 1
F iy L P P 1
4.1 HEBREIJEI e st 1
4.2 FRFUFIBEEL coeevvvrrnrormnet ot e e 1
FE R | 1 - S P PP PP 9
D 3. PP 2
4.5 ZERITEFAIFEIR oo 4
5 A e R B G B < v ev v e 4
5.1 JRREEE --eerevennnnernnnrontiiiniiieiiistiieiiietieieeesessteesiee s ie s s e s sarhae s ia e s i IO R eeaatede et e et T e R Rt anstaenes 4
5.2 MEBEE -eoorrsoesnnrsnnrsosiosesianiiostootossaniestetsesioesiantiaeiieteessioniaesiestitastiomneterieettitinannianns 4
5.3 ﬁgﬁ ............................................................................................................... 4
BR A PR 8-SR ER TRE G oo, 5



RAER 1025 S238E—11—2008

o

ABR AR R A RBORMEME R .

ABRAE AR AN RITE R BRI O.

A MR B BT - P ] R o T

ArrEEEREA TR IVE O R,

AR HE R U A B E ZARE

T



Rk ER 1025 B4 &—11—2008

ER p—ZEHHFI S H BRI
e E—RERRILE

1 3EE

AARHERLE TR P L CREST L MR VDT BRI 04 45 55 5% B R A% il B AN R OB £
- PBRTUE AR E T
FARHEE A TH R T CRHY e Dk W T B SRP A SR S YR 3 B R,

2 MEHSIAXH

FFI A R S FOE T AR HE R S | I BRCOD AR AR B k. LR T B IS RS, HEJE TR
FE B B CRAFE R A 25 ST U AN TG A T ASARAE , SR, SRR B8 A7 AR L B SLIK) #5 7 B 9%
FEA AL X S S B RRAS . LA TE B RS R SO . OB A8 F T ACHRofE

GB/T 6682 4y#racie = FZK#L N FHAS 7 vk

Rl FRBUE2003]1 5 HARB AR AMECGRID

3 HlE

31 HEHEE

B BOBT B TR 2 B A R TR ST R A
3.2 BRNHRE

—20°CUFIEAFEH.

4 MEHZE

4.1 FERESRE
HAEPH B-REMIAZRBY LA, B0EH LHRHA pH, AR NFE-ZBRZERER, BH
MCX B4k, TR 4R G Fl R RO (0l — SR TS I , R B Win ik E i .
4.2 RFFnstR
LA B F 893 5 B RE 1 1 B 2 AR 21 A 43 A 2350 s K I AF & GB/ T 6682 B i —4K ..
4.2.1 HBACRP BMERLEk VTR DS X R 4E KT 98.0%.
4.2.2 HBBRECHHY-D, AL OME D TR D, DS D, XIS 4E KT 98.0%.
4.2.3 ZRZE (2 mol/ L) FRI 15. 4 g ZFREL, R T 100 mL /K, IS B Z 88 pH Z 5. 2,
4.2.4 SEAHVEW 5 mol/L,
4.2.5 RARE-ZMIEE:(6+4,V/V),
4.2.6 @A,
4.2.7 HERKEW2%.
4.2.8 SKPEBBER:5%,
4.2.9 HEE—0.17%0H®R/K:(+95,V/V),
4.2.10 p-#PRMAPEEEE I/ J5 I BRERES (8 - Glucuronidase/ aryl sulfatase) ,
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4.2. 11 FRUERER (100 pg/ mL) : HEFIFRBUE B AL RR 5 O R P R IRSE S £ MU VD T B A g I
R Xt IR 5 T A SRS A R U T RN 7Y T AR 4, A O B A B R 100 pg/ mL AYARHE
B, —20°CHRF R, B RO A 34N A .
4.2.12 BAWEHEEBR pg/mL) SrFEFRER 1o mL MRCHDP FRLE M. T kM. AL
B ARHERE & E 100 mL AR, A BRBREZIE, —20°CkM R RE AN 3 A,
4.2.13 AL WERBES (100 pg/ mL)  MEFFREGE IV O T - D BME R L OE- DU
T He®E- D, FI7G D8% - D, XR& RO - D KR L O D W T - D, M SRP-D; it
FA B BERE ) AR 100 pg/ mL MIARHERE &, —20°CUKA R, AROH A 3 M A .
4.2.14 R4 TAEW (100 ng/ mL) 435 MR B BUGE B (4 7 AL R WS &) Z R — A+ . H
AR 2R R 100 ng/ mL 49l AR TAEW , —20°C R vk A7 AR 3 1A,
4.3 {(FEhigH
4.3.1 TRORM - SR B R (AL RS B T IRD .
4.3.2 WeRIREGEE.
4.3.3 mMERRGKE.
4.3.4 pHit,
4.3.5 JEEEERAL.
4.3.6 [AHFEREE.
4.3.7 Oasis MCX [EAHZEHH: (60 mg/ 3 mL) B A %% .
4.3.8 EWAL.
4.3.9 B4FLIEL:0.45m,
4.4 MESBH
4.4.1 AEHHE
AR I &AL FE -
~—— R A B A MR B
— BURS B ARG MR 2 EE
——BURA) M7 ERE R B INTE BLVR B ROAR HE TR AE R Bl
4.4.2 FEEfR
HEH R 5 mL JREET 50 mL B0 W, A 0. 5 mL 2 mol/ L i) 2. B8k B vk (pH=5. 2) , /A
40 pL B B -Eh PRI A MRS TV B/ 57 B PR REAE  IREEIR S, F 37°C R # /KR 16 h,
4.4.3 #H
B J5 , @50 100 L 100 ng/mL PIAR4 T RS 5, I BEIER 5T, 10 000 r/min # 3 8.0 10 min, #%
¥ _EEB T 5 — 50 mL B0 N, A 5 mol/ L # NaOH ¥ pH £ 9. 8+0. 2, i A 10 mL FREE-Z
M ZBE(6+4) , FHIA 1. 5 g~2 g RREARS AL SR FIZK AR, 5 /G PR #% 10 min, 5 000 r/ min B.0>10 min,
I E T 50 mL X0, B 10 mL RIBE-Z B 2Bk (6+ O BRE BB —K, £IF LHW,50C NI
#7& T, 5 mL 2 mol/ L i Z BRI (pH=5. 2) %%, & .
4.4.4 ¥pib
MCX 4 TR 3 mL B 8%, 3 mL /K& 4L, B F &3P, KA 3 mL /K. 3 mL 2 %6 i B R
JK .3 mL FF BRI UE , R RS T, 5 mL 5 %6 B RUK B RS M UE B 5 BE R VR 7E 50°C TF RS T .
BRAYIFH 0.5 mL A BE- 0. 1% R /7K (5-+95) ¥t , 3o I L5 2 180 20500 4 0, A8 B T % 1 )
5E
4.4.5 FRAEHMEHEE

2
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FERBUERM O T E R LU 1T B, 78 DR P R 4 45 o TAEW, #1178 1 ng/ mL,
2 ng/mL.4 ng/mL.10 ng/mL.20 ng/ mL.50 ng/ mL £ &5 %F BB (HARI A 10 ng/ mL) AL w80
01 P IR T TR E .
4.4.6 WE

4.4.6.1 #EBHEHF
834 . XBridge Cs (150 mm X 2. 1 mm, }if% 5 pm) BAH 243
VB A K 0. 1% F R RSBV B AR 0. 104 HYBRUK YRR 5
KEREVERE : 0 min~5 min, 5% A R E 60% A;5 min~12 min, 6025 A LR HEILE 90K A;
12 min~14 min, ff3% 90 % A; 14 min~25 min, 90 % A k¥R LE 510 A;
W 0. 2 mL/ min;
iR 30C;
ERERR .50 L,
4.4.6.2 RmigsKH
BRI B IR
A EETHE
o =X« 2 Bz W 5
BB E:3. 5kV;
AR HE:2.0V;
BARFBEE:0.5V;
PR :110°C;,
FALRRE . 350°C;
HEFLSH 50 L/ by
FALS P 450 L/ hy
JErL AR 650 V5
WK:3.70e 8,
SETEEB B AL R RE R SR 1.
®1 ERHL-FEHMBIFAMARNEE . EREFIREFLRE AEER

ESEY) EHERE PR m/ 2 EREFI.m/ 2 B EE,V PERRER eV
276.9>>203. 0 15
276. 9=>203. 0 2
weRy 276.9>>259. 1 = 2 11
302, 3>107. 2 30
2.3>164, 1 2
KAZCH 302.3>>164.1 302.3> 2 15
240. 2>>148. 2 18
N . 2>148.2 24
DTBE 240. 2>>222. 2 2402 10
220. 3>202. 2 10
! 220. 3>>202. 2 1
HERY 220. 3>>160. 2 = 6 16
REHEY-D, 286.1>204. 1 286.1>>204. 1 22 15
¥HELERE- D 307. 3>>167. 2 307. 3>>167.0 22 15
YT RERE- Dy 243. 2>>151. 2 243. 2>>151. 2 24 18
HOfT- D, 227,3>161. 1 227.3>161. 1 16 16
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4.4.6.3 WEE

BUAE VA VBRI AR O 4 X PRV VR, 1 B R S e ot R PO i DA T AR L2, BDE . o RO ok M
AHEBRBRPRORY KA LEK VTR ALY RAGRRCES D ERLOE D, W T
BE-Dy P8 B FFH - D, BT AL L N AR (AR AR MR L2 . o BRI VR R R IR P R A S
THREAEE S5 MR A FE A 1E A 2,
4.4.7 mAaRE

B IRAE SN, R A 52 2 A ) A I E A R BEAT P AT 8 .
4.5 ZRiTEMER

R C=AAREE D
AR A th A-é;i=a %_}_b ................................................ 2
RA% @ A6, ) C=—"‘(%—b) ................................................ 3
HFRHERET R ORY KR L0k U TR DRT R E .

X:%},ﬁ ...................................................... W
A

Co ——IXARIRWR P AR B -SSR BOVR I , B R R BB T (ng/ mL) 5

Co ——UREMF IR R AL 8 -3 BL B3R BRI BE , B A N se 2 TH (ng/ mL)
Co — X HRPR W AP AR R B -SZAAR U Eh 0] BOVRBE , B A S BB Tt (ng/ mL) 5

C X IR B AL B 32 AR ah 0] PO bR IVR BE , B0 4 Se B2 Ft (ng/ mL) 5
A, —— PR R ARRL B -2 A B i e T AR

A IREEE P ARRL B -SZ VR BB AR A I AR 5

A, — N S BCPARRL B -3 B0 e AR ;

A3 R P ARRL 8 -2 A PR i i T A 5

X —— AR APHIRE 8 - AR BB AR B B, AL R A S F (ng/ mL) 5

V' — SRR A TS R AR, AN T (mL) 5

V — iR, AT (mb) .
B GMEGREMRE A, W E SR FATIERN B AR FHEIOR R =BT

5 RWAEREE EBETHEE

5.1 REmE
D KA LAER U THEEMA SRS AERR TN 0.3 ng/ mL, EER K
0.5 ng/mL,

5.2 RmE
AT7#AE 0. 5 ng/ mL~2 ng/ mL #EiM¥R B Bl 606~120%,
53 WBEE

2577 T AL PR AR AR 22 <20 0 LRI HE O AR MR 2220 %0
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M R A
( BRI P 3R )
B-ZEMBFFEE FRERER
10.23
100 10ng/mL std , 27-Sep-2007
070927_07 4 4:MRM of 3 Channels ES+
= 286.1>204.1
i 2.85¢4
=0 T T T T LML B B UMM B R B AL LA I T LI
2.00 4,00 6.00 8.00 1000 1200 1400  16.00
mlo&sz 10.28 4:MRM of 3 Channels ES+
276.95203
< 4 9.62e4
-G T T T T T M Tl | T LI | T T T T ML
2.00 4.00 6.00 8.00 1000 1200 1400 1600
070927_07 9.69 3:MRM of 4 Channels ES+
100 307.3>167.2
" . 1.69e4
Q- T T T T T T LA REARRRRR T T T T
2.00 4,00 6.00 8.00 1000 1200 1400 1600
070927_07 .69 3:MRM of 4 Channels ES+
100 302.3>164.1
3 4.42e¢4
=
o T T T T T T T T T LM Time
2.00 4.00 6.00 8.00 1000 1200 1400 1600
10ng/mL std
m&z}zkm 7.65 27-Sep-2007
Y 2:MRM of 3 Channels ES+
° 2432>151.2
1 2.84e4
-0 T T T LRI LA LA UL IS I I IR | T
2.00 4,00 600  8.00 1000 1200 1400  16.00
070927_07 770 2:MRM of 3 Channels ES+
100 : 240.2>148.2
[\ 5.85e4
2
=
-0 RS B R | T T T Ty T T L
2.00 4.00 6.00 8.00 1000 1200 1400 1600
070927_07 7.19 1:MRM of 3 Channels ES+
100 227.3>161.1
i " 17604
"
-0 T T T L LR B T T T T T B UL B LI | T T T A
2,00 400 6.00 8.00 1000 1200 1400 1600
1:MRM of 3 Channels ES+
071‘:)9;7-07 7.24 220.3>202.2
3 ) 5.12e4
aa j
| e SIS B R I | T T T T ™ T T T Time
2.00 4,00 6.00 8.00 1000 1200 1400 1600

1—— 75 G 50 R T T B AR R ] (220. 32202, 2)4
1—— PO - Dy FHERF R & GiE (227, 3>161. 1;

2

YT RERLAFIE B B2 1 (240, 22148, 2);

2'——¥b T BB~ Dy AR F BB fa i (243. 2151, 2);
3I— A E HER T R R /A (302. 3>>164. 1D
3—FAE PR Ds FIEH FHR AIEE 307 32167, 2);
4— SO FH P FE R R A 3 (276, 92>203. 0);

4 ——WOEE- D, R TREAFE286. 1>>204. 1D,

A1

10 ng/ mL #7751 PO Fh B -S54 B 337 B P #R4H4E B 7 o I £ 3
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1ng/mL urine spiked 27-Sep-2007
(070927_05 4:MRM of 3 Channels ES+
1007 10.22 286.1>204.1
2 3.48e4
e
—F I | T T TTrrrry T T rryrrrrrTTTT YT e TETTTTTER L M | T
2.00 4.00 6.00 8.00 10.00 1200 14.00 16.00
070927_05 10.25 4:MBM of 3 Channels ES+
1007 ¥ 276.9>203
: ]\ ) 1.07e5
e\@-_
-0 T T T T Ty T T T T T T T T T T
2.00 4.00 6.00 8.00 10.00 1200  14.00 16.00
070927_05 3:MRM of 4 Channels ES+
100+ 9.65 307.3>167.2
b 1’ 1.99¢4

—0 T T T T T T T T 1 1 T Trrrrprerey TP M | 1] T
4.00 6.00 800 1000 1200 1400  16.00
070927_05 9.65 3:MRM of 4 Channels ES+
100 ' 302.3>164.1
1 5.34e4
€
-0 T T IRESRS RERRS & T T T T T LM I | T ™ Time
2.00 4.00 6.00 800 1000 1200 1400  16.00
Ing/mL urine spiked 27-Sep-2007
070927_05 7.60 2:MRM of 3 Channels ES+
100 24325151.2
1 2’ 3.10e4
24
—[‘J1 T T T T T T T T T T T ML B | ML T T
2.00 4.00 6.00 800 1000 1200 1400  16.00
070927_05 2:MRM of 3 Channels ES+
100+ 7,63 240.2>14822
1 J\ 2 6.53e4
=
—0 T T T T T T LIRS AL B IR | T T T | ML I I
4.00 600 800 1000 1200 1400 16.00
070927_05 747 1:MRM of 3 Channels ES+
1 , 227.3>161.1
1 1.74e4
=
_0 L T Ty T LIRS R B LA IR B T T T T T T T
200  4.00 600 800 1000 1200 1400 16.00
070927_05 220 1:MRM of 3 Channels ES+
100 . 220.3>202.2
1 5.29¢4
=
- T T T T RS R Time

1000 1200 1400 1600

1—— 79 L4 B R AE B 7 B 65859 (220. 3>>202. 2);
U'—— T 4T - Dy $RE S T 8 A% (227. 3161, 1);

2—— T B REARE B R (240. 22>148. 2);

2 —— Vb TR D $RAEES TR B A (243, 22>151. 2),

3 HE R E AR T AR €A (302. 32164 1D
3'— N A ERE- Ds FHER TR 4188 (307, 3167 2);
44— ROHTHERTRR AR 276, 9>203.0);

¢ ——TTEHRT- Dy REAEE TR B (818 (286. 1>204. 1),

B A2 1ng/mL % 5%KHRMIKHEPOF p-ZEMIF R
PFRHES FREEEE

200 400 600  8.00







