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SPE 8RB LU LC/MS/MS BREICED
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BARHICEELTWVWD N EED B2 7I=A N (yLryI7O-=)b. HILTFE—IL.
SORNN=EY, FIVTHZUY, BILAFO-)b. JOTS./0-)b, vOIFO-)b,
ITO-Ib. X TF70O0-)b. IRV FO-)b, I)VINFO-)) ZERFICAET D X
Yy RZRFEL. BWMZEESE UF Ulc. DTSR Z /&ML (LLE) 5 XUEBHH
(SPE) THIHE L. T bORTU—AF /b5 VT LBESTEEIFEDEITRIE
20X I ST« (LC-ESI-MS/MS) ZIRI T« TAFIRIVFIINUITP OV avEZS
U>Z (MRM) E— RTERUTCEZEUF Ul AXY v RO TR (LOD) &, BRI
DINTD B2 7IZAKNT pg/g UNIVTUTeo FA4FZv I LTI 0.25~5 ng/g
TUfeo EIREIE 82~105 %. RSD {Eld 1.6~8.4 % TULT=,

B2 7 AZZA MG BREEICBIIDTELCHRIBER & LT HRFTHLSNTW
FFo XIRUYVIET 4 T7AV—EUTHEEREL. BEIFEBHEEICEDODND IR
WF—%. REEETDIIRILF—ICERULET, RIETIE. BRICSFENDIEE
BED B 7I=ZA N (HLrIFO-)) [CERYZIBHEEHNECTVET, D
PTUT—3> /—RTl&k. 7I L D Bond Elut Plexa PCX BB & FALT.
BRICEENS 11 B0 B 7 IZRX MEMHBLUEMRU. LC-MS/MS [CKD 1T
LFEULR. R1IC. NTEED f 7O MDEEYREBERTRLTVETD,
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R 1. AHARTHWLE B2 (FEIEDIEEYR (FiE)

Agilent Bond Elut Plexa PCX 73— kU w3/, 60 mg/3 mL (p/n

L&y CAS FI\— BE
D?j_'D_)l/ 54239-37-1 OH
N H
Q NY
HyN
<JFO-) 54240-36-7 FF OH
H
N
F
HyN
o
2RYFO—b 54238-51-6 For
F
HN
HyN
cl
YLRFO-L 117827799 Y
RERFE
12108603)
i

IRTOFEF. MS. HPLC, FfclFHDHIL—ROEDZER
LE Ul

7t b= MUJILEKIE Honeywell S AFUE UTe, 1Z#EWE(IE
HEBREMIRERZE (NICPBP) B SHBA LF Ulc, BXAAIEiE
TTDRA—/\—Y—4 v RTEBAULE U,

ERIDFEEFR (1.0 mg/mL) ZX5 J—)LiE&RE UTER L.
-20 °C DARECTRELF Ulc, BERERR (10 pg/ml) (&
7 b= RUJL-IK (10:90) ZRWCTHER L. 4 °C TIRELE UTc.
AINGEERARRE. EERERRZKTHEILRECHERL,
BEERLE U

oL it i
Agilent 1200 HPLC ¥ X T Ln

Agilent 6460 kU J)LIMEE LC-MS/MS ¥ X5 L

Agilent Poroshell 120 EC-C18. *O0—7R77. 2.1 x 100 mm. 2.7 ym
(p/n 695775-902)

Agilent Vac Elut 20 ¥ =7—)L R (p/n 12234101)

2| V- 15
bF ik

BOEW 5 g (+0.01 g) Z5tE L. 50 mL OEMERUTOEL Y
EREICANEK Ufc, 0.2 M EFEES MU D L (pH 5.2) &K 20 mL
ZMA. MILTvIRAZFY—CTRELX U, ZD%. B-JIL
20=4—¥ (1000 U/mL) 250 pL ZFMNL. 2 DERILT VIR
SFY—TREUL. 37°C T 16 BEMKIHELE Uiz,

Ik DYz 15 DEK<IRES L. 4000 rpm T 10 REHRDSD
BUIDSB., EE4mL ZRIOEAEICE LT U, 0.1 M B8
RESAR S mL Z /L. pHZ 1203 [CHAEULF U



ZFD%. F=RER 4000 rpm T 10 PEEOOBELTH S, LidH
ADEAEICTELE U, 10 M KEEF RUDTLTpH Z 11 (C
HEEEUF UK.

EIAIRIE T FUDLER 10 mL &0V 70N/ —)L- BT F )L
(60:40) JEER 10 mL ZEAEICAMU. b 2EHRES U Ulco
EILE 7 4000 rpm T 5 DEREOABEL T S, ABREZE
BICHIDOHREICER LI Ul V70 —L-EFERTFIVE
GROR. IxE S, BODEE. BRBEBOOIRZ 2 BIEDE
L. IRCOLEFZEDEX LI

YUTIEZERTIETC 40 °C TEAEZE SR Ul BEYE
0.2 M BEf&7- U D LA (pH 5.2) 5 mL [SBRLE Lic, ZD#E.
B T)% SPE [CKDREHULF LT,

EltBHtH

SPE FlEZK 1 [CIRLFE T, Agilent Bond Elut Plexa PCX 71—
UyIZERXAY /—=)L3mL CAVT 43 =0 JULcdDb, K3 mL
TEEELE UV TILER S mL ZH— MU v IICEFL.
BARAETICEDA— NI wIZEBERSEF Ul (FRE 1 mL/min).
H—RUwIK2mL & 2% FEKEE2mL THELFE U,
H—hUwI%Z IDEELT. RCAFZETEICERIEFL
Ea 8% PVEZTVEEAY/—IL 5 mL ZAWLT. BHELEY
Z 1 mL/min DR TAHUE Uz, BHEY%Z 40 °C TERTIE
TCERESEF U, KBYZE 01 % TEKESR/ 7N
JU(90:10) T mL ICBEBBLF U DY TILERILTY I A=ZF
P—BLUBEEICHIITTEBY ZRL(CARSIE. 045 pm
T4 ILF—T3BLF U, TV T)LZE 15 mL HEECBU.
3000 rpm C b DREIERDDBELE UTce ZD%. V7% 2 mL
Y TIWIA P IVICE L. 9TLE U,

R
HPLC ¥
alsoN Agilent Poroshell 120 EC-C18. 2.1 x 100 mm. 2.7 ym
TRIR 0.4 mL/min
N3 LRE 40 °C
AAE 2L
e K (0.1 % FE+2 mM EFEE7 VEZD L. AR).
ZErZ U (0.1 % FE. BAR)
JSITU N B (59) %A %B
0 98 2
05 98 2
4 65 35
5 20 80
6 10 90
6.5 98 2
7 98 2

dAVF4v3azZvg : A5 /—)L3mL

Y
el 2K 3 mL

Y
YUTIVET BRI 5 mL

R A K2mL

Y
% B2 % FEKAER 2 mL

Y
WEICKD 3 DBEA— b Y IZRIE

Y
BH % PVEZFEEAXAY /=)L EmL

Y
40 °C TEFRXET CRifEEE

Y
0.1 % FEEAGER/ 7t b= RUJL (90:10) 1 mL ICEARR

1. BRSO LR H@E — SPE FIR

MS {4
1 BEOILAYERIF« TE—RTEZIUYILE LR,
MS DA # VBt %RE 2 [T, MRM £&47%% 3 ([CRUET.

R 21N EEDEEMICBRAL MS A ViRINSX—%

HZRE 350 °C

AR 5 L/min

RISAY 45 psi

V—2AAXBE 400 °C

V=R AR 12 L/min

J XIVEE RIT 4T 0V AT 171000V

FreESU IRIF 4T 4000V AT« T 3500 V



= 3.1 BADLEYD MRM (CBIF2EEE=5U VT

MRM F+Y2RIL  ISTAVH—

a CE (V
k=¥ (m/z) V) V)
gL 7FO0-)b 1) 277.2>203.1 100 12

2) 277.2>259.1 5
YILTYE—=IL 1) 240.2>148.2 100 15
2) 240.2>222.1 5
SO RN=EY 1) 302.2>164.2 110 12
2) 302.2>284.1 6
FILTZUY 1) 226.1>152.2 100 12
2) 226.1>170.2 6
HILXFO-=)L 1) 416.3>380.3 130 17
2) 416.3>398.4 10
JOo75./0-)b 1) 260.2>116.2 120 15
2) 260.2>183.2 15
voJsO-—)b 1) 228.1>154.1 100 12
2) 228.1>172.2 5
Eeaintyl 1) 220.1>160.2 90 12
2) 220.1>202.1 3
Eobantull 1) 311.2>237.1 110 13
2) 311.2>293.2 7
INXVFO-)b 1) 325.3>237.1 110 12
2) 325.3>307.2 5
J)VINFO—=)b 1) 262.2>244.2 100 7
2) 262.2>202.2 17
ERBLUERE
BEfRE &R RR

Y MUY IRTSVIICREFESRK (0.25.05.1.0,2.0.5.0 ng/g)
ERIMU. ASBBREIEOERICAVDBREZARLE Uiz,
KR, LLE. SPE #2022 TECHRARZLEL. YhUwIR
TSUOBEERUE Ulc, REROBERER 4 ITRUE T, iRH
TER (LOD) [EDWTlE. YT FIL/ /A Xt (S/N) B 3:1 = L[|
BILEWERELE LFE U, LOD BXR 4 I[TRLTVLET,

x4 B2 7I=XMDEMRIEE LOD

kay EIRSER R? ﬁﬂﬁﬁ%
2L J5FO—)b Y =05576x — 0.0045 0.998 0.03
H)LITYE—)L Y =105804-0.0266 0.997 0.01
SHRISY Y =06780x - 0.0278 0.999 0.01
FILITYU Y =0.6121x - 0.0143 0.999 0.02
H)bXF0O—)U Y =0.1657x — 0.0056 0.996 0.05
“O07>./0—)b Y=02017x + 0.0055 0.999 0.03
wvOoJsO—)l Y =0.6985x — 0.0080 0.998 0.02
¥ FO-Ib Y =1.0993x + 0.0169 0.999 0.03
<JFO-)U Y = 0.9587x — 0.0088 0.995 0.03
INXVFO—)L Y =08206x—0.0102 0.995 0.02
J)L)ISFO—)L Y =0.0620x + 0.0069 0.999 0.08

R & ERE

TREZ 05, 1.0, 20 ng/g D 3 REERRE TR LIBRAIY > F)VIC
Bl 2FHETOEINEEBREZFELE Ulc. SREICD
%, 6 ERDEL THW L F Uiz, BIRKEBRIEZER 5 (ORL
9 A (1.0 ng/g) LIBRADMEMOIOX SIS L %2H 2
[CRULFT.

x5 BAR 2 7 I=X bOEUEEBRME

IR (XN 1g RS RSD
4=t7] B1=D D ng) (%) (n=6)
sLYIFO-L 05 884 23

1.0 9.1 5.4

20 937 19
YLIZE-L 05 98.6 73

1.0 9.3 41

20 9.2 6.7
SNy 05 9.9 6.8

1.0 103.6 29

20 1009 73
FLIZUY 05 1027 84

1.0 9.9 2.7

20 89.1 5.4
YLxFO-L 05 935 62

1.0 927 35

20 878 5.0
JOo75/0-)L 05 104.9 6.8

1.0 973 6.7

20 1042 2.7
voJFo—)L 05 82.8 6.1

1.0 893 44

20 936 59
¥%7O0-)b 05 88.7 8.0

1.0 9.6 33

20 9.4 46
v I70-)L 05 927 6.0

1.0 1038 76

20 1005 49
TRYFO—) 05 98.9 85

1.0 921 25

20 96.3 47
INFO-)L 05 1037 5.2

1.0 89.6 43

20 924 39



x10 3 [*ESI MRM Frags=130.0v CID@™ (416.3 -» 380.3) elute0004d
YILAFO-IL i

«10 4 [+ESI MM Frag=110.0v CID@* (3253 -» 237.1) elwie0004d

1 INyFO-Ib
10 4 |[*ESI MAM Frag=110.0v CID@™ (311.2 -» 237.1) elute0004d
! vIFO0-I ‘
___—_—______—___—____;‘_.—_—____L____

x10 3 |*ESI MRM Frag=1100v CID@* (3022 > 1642) ehte0004d
5 SONEY &

x10 3 [*ESI MM Frag=1000V CID@= (2772 -» 203.1) elute0004d
5 L2 IF0-

X103 [*ESI MM Frag=1000v CID@* (2622 -» 2442) eluteD004d

§ JIwFo-iv i'l.

x10 3 [*ESI MRM Frag=120.0v CID@15.0 (260.2 > 116.2) ehute0004d
2 7075./0-)b 1

«10 3 |¥ESI MRM Frag=100.0v CID@™ (2402 -» 148.2) elwie0004d
2 i YILISE-IL

«10 4 [*ESI MRM Frag=100.0V CID@= (2281 -» 1541) elute0i04d
v wOIF0—)b &

x10 3 |*ES| MRM Frag=100.0v CID@™ (2261 -> 1522) elute0004d

25 : FITEU
e e A S e
«10 3 [*ESI MRM Frag=30.0v CID@E™ (2201 -» 160.2) elute0004d

2 i YRFO-
02 04 05 08 12 14 15 18 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5 62 54 56 58 b5 62 64 66 60
A ve. BIDADHEM (53)

£ 2.1.0 ng/g THRMUIBARD > T)LEO o0 IS A
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C DIAEDFERIE. Agilent Bond Elut Plexa PCX Hi, ERXAIEED
BHET MYy IRCEFNDEHD B2 7IZR M ERBERD
KUBMRT DMRNLEFEL UTERTED I EZRLTOVE
T, BEYPEZET MY IRTHRMLTESNIEINEEBR
HOMEF, B2 7 IR FOBRRROEEBREIDTITEL TLIE
To FMEMBLIUOY MUY I RDOHRIGFR/NERICHZ 51N,
=5y MEEYIDEZICBVLTTFHE—IELFE. EE
PRFR(FFEBBEERARICTFE>TLET 1,

SEH

1. GB/T 21313-2007 “Analysis of f2-Agonists in Foods of
Animal Origin by High Performance Liquid
Chromatography Tandem Mass Spectrometry.”

2. SN/T 1924-2007 “Determination of Clenbuterol,
Ractopamine, Salbutamol and Terbutalin Residues in
Foodstuffs of Animal Origin for Import and
Export -HPLCMS/MS Method.”
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