T, ABRIERARBICBIT DM REE L OO THY | RBIEDFEMICEEL

RS
BELLTTFE, Ak, BEEONE LB 2 L8R & o BICHS & 2 5

-
—

<
AT, B E 7T ERRBRIEN BT 5 2 L2 THELSTES Y,

Rk 2 3 AERE

BT EEEOR T THLIWED
mEBREREREE (LT Tr—)0)
R




7V 7Tu—VilkiE (BKEW) OBRFHER

K=
1. HWRORBRIEORT 76

7 L7 T a—UE, ROEEE T RO E RO B 2 SR A R IEGITRITR L, sk
ER %R THKTH D, WAEICENTIE, b MHOKE LIRS K OV 0 15 ek
ELTHERAENTWD, —#ORM (FROZOMOPEERILEICET 28 OMA, I§
Wi, g, Bk OB R ONCEL) IS, WY T 4 7 U & MBS R 5 R e

MERESNTVER, Zh bSO RMCOVWTIEZ L 7T r—/Ld ADI(0.004 pg/kg
REE/H) BD—HEAERTEDO H L & 725 ADI (0.03 pgkg (AE/H) Z FlREl>TW\WAZ &M
5, AMRHEERERA SN TWS,

7 LT T a— NV OEBRBIEIIEAELERE 370 BV ICL W RENTHER, 20
REBRIEILIRE SN R EZ R L LTHBEINZLDOTHY | SKED ORGSR IED M
(2 > T2 ORBRIEOMEREA T S 72 b DT,

FITAREETIE, BOICZ Ly 7T a— VERRRE AT, SREENS.) |
WCHERED Rl 24TV MBI PERENS S 2 WA ICIE, FTICERERA O BEMZ
0.00005 mg/kg LA F &4 %27 Lo 7T u— L OEERBRIELZREE T 2L L L,

SINTRIGALE W DOREE A O B L B PE B

&
OH
Cl NH\’<CH3
CHs
CHs
H,N

Cl

'ﬂﬁ?i . C12H18C|2N20
Sy f& : 277.19
{b%4 : 4-Amino-3,5-dichloro-o- [ [ (1,1-dimethylethyl) amino] methyl] benzenmethanol

LUF, et & L o b
SMEL - ARG AR
Al 174-175.5°C
WREVE : K, AZ =, =X ) — VIO THRITOT V., 7 aa R AT vy, R
AT IR
(Hi# : The Merck Index 14th edition)
pKa : pKal 9.34 (W7 X 7 M. WOCEEL) | 9.33 (RWET X /7 M, &) |



pKa2 -0.04 (HHEHET I 7 H, W)
(B« R FAESRSE S HAE ((H8) B AR RIESNE SRS 255 =58, BT Ea 1=
A SRR E I PR 1 94F 9 ARR) )

3. FEYEHE
RO O OB FIEIC BT 28 DAL 516, I, B0 OV S /0l NS
FLOKHEE 2 £ 1 1TRT,

#F1 Vv 7T7a— L OREYEE

fn, %ﬁﬁ$%) E%ﬁfﬁ
FDOHA 0.0002 0.0002
Z OO IEIC BT 28 L O 0.0002 0.0002
4D fghf 0.0002 0.0002
Z OO ILEIC B T 5 B ORI 0.0002 0.0002
4= 0D Pl 0.0006 0.0006
Z OO PRI R T 5 B O i 0.0006 0.0006
4= ik 0.0006 0.0006
Z OO B IR T 5 B O B ik 0.0006 0.0006
FoRME " 0.0006 0.0001
Z DA EAEFIRAIC BT 5 B O & Iy 0.0006 0.0001
. 0.00005 0.00005

* 1 0 TOMORBEHFICET 288 & 13, BEHIEO 5 5, FROKRSIO LDz,
* 2 A LR, BRSNS a0 O B, B, B, B OB LS OE 20 D,

B, FROZEOMoOEEMHIEICE T 2B ORI, RBRE. I, Bk OV& 5
WNZHLUADEFIZOWNWTIE, A INDLDOTH- TE R B2,

[EERFFIE]

1. Rk

O/, FOEN. O, SiF, LUA, 45, BIN, 13 BHOROKROFHRIL,
FRIETTNOERIE CHEA LTz, 97213, TETOBEREEEN LA L,

2. W3 - WK
RS « 7 Lo 7T a— )UIRERIE X, FtRisRAE R (R - 99.5%) ZfEfH L7-,



PRAERIR « 7 1/:/7“%‘—n~/wﬁﬁu% 20mg ZREEICHEL, 7% F= kUL 100 mL (2
iR U CHEEYERIG AR L, WE7E h=FVU b, FELO/K (300:1:700) EiE THIRL
THEHERRIR & LTz,

LU BV =5 T A Waters #1:8U Sep-Pak Vac Silica (1,000mg) . 2 =47 A FOT
T hr10mL KL n-~FH o 10mL TarT 4 yra=v7 LgICER LR,

7l U =47 A Waters 184 Sep-Pak Vac Florisil (1,000mg), X =47 AL THT
TR 10mL L n-~FH 2 10mL T T 4 v a =7 L&ICHER u‘:o
T 7a NI =07 A Waters #1# Sep-Pak Vac NH2 (1,000mg), X =47 AT T

TER1OML KON n-~FH 2 10mL TR UT 4 v a =27 Lkl Jﬁﬁﬁ L7,

SREAVERG A A VAR BRI = T L — U v (SCX) : —T b A = 245 InertSep
SCX (500mg). W—hF U v PIFETFTOAX ) —A5mLELOKEML TarT4va=r7L
TetBIER LT,

WL . 7o' =Tk, SBEORNYZF AT I U3k, T2 R=RrUL, X% ) —)L
LK OFKEKIZTHPLC i, 7& Fr, BERT T L KON n-~F V(3 B T
b BRI b AR A Lz,

R AT Y U AROUKERIET b U T AT, B LR ORER AR L, RER
AU T AIE, MR RO RR AT Uc, SARRMERS B Y U A%, BB E R ORE
A LTz,

10 W%t T N U o AL, b b U w4100 g & AKICEEfEL 1,000mL & L7e, 2
mol/L /K&t~ U o Ak, Kb MU 7 A 8.0g Z/KICEM L 100 mL & L7z,

Az

3. HE
REDTAF— BAEEEUETR A 4 IF%H—BM-2, v+ 7 | BM-2
JE Wik n~ ~ 277 7 : Waters 18 ACQUITY UPLC

BOHTEERE - Waters 18 ACQUITY TQD

,]]]L[\ :IH

4. JE S

34171 2+ Thermo Fischer Scientific #:5 Hypersil Gold aQ (PN£% 2.1 mm, £ & 150 mm,
BifE 3 um) . Waters #1:#¢ SunFire C18 (%X 2.1 mm, & & 150 mm, 7% 3.5 um) . Waters
tH#d  Xbridge C18 (PN£% 2.1 mm, £ & 150 mm, Kif% 3.5 um) | LW E AN Foists
#1584 L-Column ODS (PN£E 2.1 mm, £ & 150 mm, Kifg 3 um) . &A% 4E# CAPCELL PAK
C18 (NF£ 2.0 mm, & & 150 mm, FifE 5 um) . Y —+tH TSK-gel ODS 100V (£ 2.0
mm, £ & 150 mm, Kif% 5 um)

717 NRFE - 40C

BaEhfEyE & : 0.25 mL/ %y

BaEhtE : 0.1 vol% ¥k - 7 h= U /LEIR (AR) KO00.1vol% X (BiR)



AN 10 uL

BEWHD 7T VT DRIITIER 218 L, BESITEIOMESRMITR 3 IR L,

#2 BEHOS IV FNEME

R (92) A (%) Bt (%)
0.0 5 95
1.0 5 95
14.0 30 70
14.1 5 95

®3 HESWTRIOWESRM

lonization mode ESI. Positive

Capillary voltage 3.0kV

Source temperature 120°C

Desolvation temperature 350°C

Cone gas flow 50 L/hr

Desolvation gas flow 600 L/hr

Monitor ion Precursor Product V%?tgge Cé)rl]gfé;n
277 203 27V 17 eV
277 132 27V 30eV

5. E&

FOE KR OFORR DA 13 025, 05, 075, 1.0, 1.25, 1.5 g/, FOFROHEIX
0.75. 1.5, 2.25, 3.0, 375, 45pgL, SF, H272&, LUA, 45, B THHHOKD
RO D413 0.0625, 0.125, 0.1875, 0.25, 0.3125, 0.375 pg/L D |2 FHMK L /- i
W 10 pL % LC-MSIMS [ZVEA L, £ 3 DE=F —A 4L O — 7 EiED b ik

(XD RERR AR LT,

FRBRIATR 10 pL & LC-MSIMS ([ZVEA L, #E¥E gL & A —(RFFIRFFIC HBL L 72 ' — 7 OififE

MOIREMICE Y ER LT,

6. RBRIAIR OFHEL
1) FUBMREL

FDFFR M OMKOBHAOSEIE, WHREZRIR VY 5 2 brE . Ml —L L7z, FolEiio
Hald, WREZRIRY MAE 2 FRE . MO —b Lc, FORFROS A, Ml —k L7,



ST OLEAEE. BE, NI, BEROWCATER (Keal) M —bLiz, 5kEDy;
Al HEBROZ AR (W, &, E2Et) My —{kl/z, LUAOLEIR, %
ZEREL, ML, FRLOLGAEE. LREL T kL, BITOHAIT. #%
ZEREL, A LINEEZ ALY CTEIRALE L LT, EbH208A1F, LIREL
TH—fb L7,

2) fhit

FOHmAL. FOK, ST, HRE, LUA, B, FALECKOHKEOSE
I, ABL10.0 g EVE -T2, IEMIOH AL, 5.00 gz &V E -T2, THHOD
ek, EH10.0 gx &V Y . K20 mLE X TEW2» L,

FOFHAORMEGEB A ORENL, 7 Lo 77 a— VERERE (2 pg/l, A
X ) —VIRW) &1 mLiEhtkt K <BEA L, 300 MREKE L, FOIENOR
IRENR B A OREHT, B A ME L TRl E2bolc 7 Ly 7 7 r — g
Wi (2 pg/ll, A% 7 —VIRHE) %205 mLIRML TH —IC L%, FERESE
0/ MR E fiE L7, FOFBOWMEINRBRHOREL, 7 v 77 a — g
WV (6 pg/ll, A X J — VIRIK) &1 mLEM#% & <IRA L. 304 [ 52 B ik &
L7c, &, 972, LUA, FH. BIF. 13552 KK B O AN EI G
R OREHL, 7 L7 T — VERERERK (0.5 pg/ll, A%/ — V) =1 m
Lshnte & <IREG L. 304y MREE il L=,

ZHICTE R 100mL A%, 34MARE DA X Lk, mOsEE (3000 [EEE, 54y
M) L7z, BT 2 b s0mL 2%, ERdé FERICHRE DA X RO BEZ1T
W, EBbh BEEA T AT T 2328 e TR 30 mL £ THEME L7z, R E 10 whv%
HAbF R U D AYEHK 100 mL TR L. ZHUC 2 mol/L AKkEg(bF t U o AESHE 5 mL
Mz iz, 7T AR T 5 2 aZFlETF /L 100 mL THEW, EiEE SR — MoabEiz, 5
RS 5 Lictk, BT NVEE =A7 7 XA 3|l -o 7, KJEIZHR T /L 50 mL &0
Z., FREFEERICIRE O L, BHR— T VEZ =7 7 23 28bii, fHRcE o %
KEiEEF N Y U A& % 15 pfiE LTk Lc, 77 2 Aidsa VTR Y
U LA AP L ERETF L 20mL T4 7 7 A S R OMEKEREET B U v A% 2 | Lz,
AiR% J0CLLUTF CfE L, WA RE Lz, ZOREMIC n-~F ¥ 30mL %, n-~
XY ofaf7E h=rU L 30mL 3O T2EIRE S L7z, HiiRE &bt 40CLLF
THEME L BIARE L, Z0REMCTE R, FUZFAT IR n-~FH42 (30:
1:170) B 5mL 2Nz TEM L=,

3) KR

YUBFNI=HT A (1,000mg) ([T bR n-~FH K 10mL ZNEREA L,
HIRITHECle, OB T AIC2) THLNZEREFEALEE, 67y, M=
FNAT IR n-~FH (30:1:170) B 10mL ZFEA L, JHiiEFEE <z, kT



TR 15mL ZEAL, B A AOCLL T T L, WA BRE LTz, ZOREMITK
KLORAL 7 —v (1:1) IB#K5mL Z Mz TE LT,

SCX 2 =HF A (500mg) (ZAH J—NKOKESmL ZNEXREANL., WHRITETE,
TDOHT RV ATFNIT AT a~ NI T T 4 —THRLNTRREFEA LR, AX )
—/10mL ZFEAL, MHERITE Tz, RNTT U E=T KEOA Y /—/L (1:49) 1R
10mL ZFEA L, WHIEZ JOCLU T TRME L, BWEERELZ, ZOEREMETE h=F
b, FleKkOVK (300 :1:700) {BIRICEME L, oA, FolfE, S, 272E, L
U, BIN, RO, FILE NI B ODOEAITIEMEIZ 2mL, I OHAIXERIC 1 mL
ELTEbDERBIREE LTz,



(iriE7a—F v — k)

(fht)

S Bt | AERHLIAL 10.0 g A4
(IXHBBHEODOEETL, /K 20mL 20z TEIT)
gl 5.00 g fHY
7+ > 100 mL

| REVFA R |

YT

e i | | B B2 v |
7 k2 50mL
| mEVIARX ]
Y |
|

\ s | 5 | \ B OB W
\ e e |

10 wiv%etiifb ) U 7 A¥EIE 100 mL

e — /1 100 mL

2 mol/lL /Kf&{kF ~ VU w7 5mL
I |

|
\ 1 KB | | K & |
HEfks =/ 50 mL
I |
|

\ H ﬁ% J& | \ 7K J&

KRS R Y o A
| i, K |
= it |




R i |

n-~=%1 > 30 mL

n-~%4 Ef7 & =k YU,/ 30mL
I |

|
[ 7Ebr=rUE | [~y v |
n-~H > fafn
7% h="hVU30mL
I |
|
[ 7ebr=tunEg | | ~FxH @ |
|

| i |

TEhye NUZFALT IV e ~FH 2 (30:1:170) 5mL
IR |
(RE )
IR |
| WFrra< 757 4—1 | >V H45 LI =57 (1,000 mg)

7 hr10mL, n-~FH 2 10 mL TEEE

i Ak A A T

TEbry e PUVZFAT I e ~FH 2 (30:1:170)

10 mL Ty

7t b 15 mL CiEH
| Vs e |

KeAX/)—/L (1:1) 5mL
IR |
| BFLrm~ 757 4 — 1 | REEPER A A AR < =71 5 (500 mg)

AKX ) —)L 5mL, /K 5mL Ty

il A 2 B et

AKX ) —) 10 mL TH4

TUE=T K AX 7 —/L (1:49) 10mL TIAEH




TEhr=FUFE 7K (300:1:700) 2mL
EMF DA 11X, 1 mL)

| E B B |

| LC-MS/MS T h: - @t |

7. < MU w7 ATIEERER IR 0O Fi

6. HBRIWEOFEIAE, #OB ) & I S o iR & R 0 7 & TR 1T
ol EARHI A T D7 6 DR B OB BrE L TR D LR8I AR R 2 mL (fF
WioGaEimL) ZMAEMRLIZb DA~ M v 7 ZRIIMEREREK & LT,



[RERKEUEBE]

1. BEAFRBRTE OO R

EREDOMRRZ T 2720, O, O, 1 EHAHD, HINK OO 5 &in
(DWW TIRINEIGRER 2 520 U7, ISR EE I, EEVEEAERE S TV D & b TR E(E
WL, EEESPERE SN TORWEMITEERMEY & Lz, RBEL. kL
AEF5.00g 127 Ly 7T — /UL Z RN L 30 Z0fkil L7, SRiBICie Vot 217 -
oo 7212 L, ERIBIRSNTZTA Y7 7T 4 v 7 OBEMSEETIEZZ Ly 77 a—uid
SN T DTRFFE NN e o, 4. IESRMICIEWNHIE 21T o 72, IRINEIGER O 5
KO~ RV v 7 ZROFEM (= hY v 7 AEHERK O L AR U A Z IR HERIR O L
AR ATHRUIZE) 2R 4R L, BUEIZOW TR, PO, BINL O T,
ZEH 90.4%. 106.4%. 78.3% & HAE{E 70~120% % i 7= 4 HE R TH > 7228, FORFiEKL
WL HAHDOTIE, TNEI47.8%, 124.9% & BFEMHIZE L /2o T, MXHERERZE (n=3)
[ZOWTI, RO O Tl 6.0~19.0% & HIEME 30> i/ K5 R ThH - 7228,
ORI TIZ 54.7% & BEEIZE L oTo, ~ U v 7 AZVR OB EIL, 1.25~1.92 T
ol

LIEDFERNS, BRIEIZED~Y MY v 7 AR REZITR0T < —EH oA TIRRIEM
DIEHO ZERENRENAR LD Z AT LT, Len-> T, AR CiddriED
TRZEEL, JoBHEOSVRRIEZRE TSI Z L L,

*4 7 VLrT7 7w VEREBRIEORINEINGRER (n=3) ORIk (Mo k)

fri4, USINREE EENES RSD ~ kU > 7 A STD
(ppb) (%) (%) /YR STD

2E Dk 0.6 47.8 51.7 1.27

Rl 0.2 90.4 12.7 1.92

X HHD 0.05 124.9 6.0 1.58

BN 0.05 106.4 19.0 1.59

A3 0.05 78.3 12.0 1.25

2. WIESRIEOMET

1) MS oG

g LT Tu— oA AbiEE LT ESI 28R LT, BEEREE A 72— a3 2
X VEHE MS FIZEAL, BFREECHRONIZARYT 07— KT, 7a b A+
m/iz277 [M+H] "2 7 U h—H—A A & L TRIR L, WERMOK#E{LEIT>T-, 7a X
7 M A A UAZIE, miz 203, 132, 168 AR L., &b @\ WIS H A7z miz 203 & E S A
Foblic, AT ORLEWEENMGONT-a ) Va =R AF—ZER L, MRM £
— FTHIELT (£3), YAAXT ML, EEBA TV KVEWRA T OTa X M F
AR MVvEK 1~ 31T LTz,

-10.



STD 100 ug/ml 06-Dec-2011

08:34:02
1004 2769
Bl 2589 786
l279.3
2028

s | 2204
829 258 813
1000 2023 282.3

82 ﬂ ( 3711 4058 5550 5915 652.7696.5739.9 9057 97410875

B . 1 A L A Y B AN
100 200 300 400 500 600 700 800 900 1000

X1 ZlLry7rm—iLn~<AALY kL (50~1000 Da)
RIESM: - ESI+, CV=27V

STD 100 ug/mi 06-Dec-2011
09:36:56

1004 2029

<
2589
1319 210
569 1309 1669
600 737914 1059 1159 2RO 1509 | 1858 (2208 240725842590 2769 g7 T
60 80 100 120 = 140 160 180 = 200 = 220 = 240 = 260 = 280 = 300

X2 JLvrrra—LoOruaXl FNAxxy AT ML (EEM)
T Jp—Y—A A mlz 277
HIESAE - ESI+, CV=27V. CE=17eV

STD 100 ug/mi 06-Dec-2011

08:55:00
100+ 1319
168.1
<
167.]
121
167.2]
1683
1309 166.4]
1508 1232 2033
57340, 1273, Fsu 160.9(1684 1350202'3
I SN | (S S D 9
60 80 100 120 140 160 180 200 220 240 260 280 300

X3 vy ru—oraXy hAXxy s AT MY (EMHER)
T =Y —A A mlz 277
HIESAE - ESI+. CV=27V. CE=30eV

.11.



2) LC &Mt

LC D438 7 A121%, Hypersil Gold aQ. SunFire C18, Xbridge C18, L-Column ODS,
CAPCELL PAK C18, TSK-gel ODS 100V [ZOWTHEI L, Nv 7 7T 7w KL | BAFA
v — 7 R K V& SIN EEAMS B v 7= Xbridge C18 A8 R L 7=,

REE X, KIAEERSIABEE LTA X ) — L RO T & b= UL, I HHE5M4ED
b LTXBL O Z AW CTZ DALY EZME L, ©— 7 ORI, A 4> D4R
BIZOWTHROBUTHo7TE M= U VKT ARINL, & 218 LIS THIE
L7,

LI EORIESRMECER LIZREROFIZ X 4 1R LT, RERERIT 0.9994 & ELAT7R EAR
MRS SN, TEBRIGOLNIZE—27 O SIN S 10 L E SR EROEBRENE SN
% FROE (25pg) & L. K5ICERBROBEERKDO 7 0o~ N7 T LEkR LT,

800
700 | y = 148.06x — 15.408
600 R? = 0.9994
500 |
400 |
300 |
200 |
100 |

0

v— 7 G

0 1 2 3 4 5
B (ng/L)

M4 sLr7Fa—LoBRER (miz277>203)

0.25 ng/mL
clen_130210_11 MRM of 4 Channels ES+
. 277 > 203 (Clenbuterol_203)
2.00e3

920

JAHJ' (FI IR  TORTO TN MJMMMW

-10

T T T T T T T T T T T T T T T T T T T r Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

5 EEIRAQR.S5 pg) DEMERIIRD 7 n~ h 7 F A (mlz 277>203)

-12.



3. HBRIAERIR LDt

1) HHAEORE

B EREN G 7 Lo T T e — VAT 2 HEE LR, BN Y U A-KER (BN Y T
FEMERR 2, BERERRMTR S ~°) 7 Tris AEMAR S, WEET B = v MEMEHRS ©) U VB
W/ A% 7 —n (1:1) R ZRAWZHENRE SN TEY ., 8L CREEIRIC X ik
MEAEIN TS, LarL, AR TIEENZ ot Rame LTns 2 s, Bz
WIS 5 Z E N TERVEERITMHAER & LTE LWV, £ 2T, B s B3RS
T 2 BRI S 2 B AR Z AW CRUVEIENG 2> b Ol 2R A iz & 2 A
WTHOEBLZDON T 80%LL EORIUERNG LT (£5),

£5 FRIENID D OSTRELE & 2 hhiH R

YL [IR (%) RSD (%)
T h=hUL 81.5 3.2
TE 88.4 1.8
TH ) =) 92.6 2.9
e —F v 94.1 0.8
AH ) —)L 88.0 6.1

¥ OMBERE S S 5gicZ Lo 7T e — L 5ug (100 mg/L O 7 & b IR

Z 50 ub) ZIRONL THIREIC L7cth, FREERRRE S B 7o 30D & 45945 100 mL
T3MAEYFA X (15,000rpm) FliHH L7z, =00 BER O BB 10 mg/l
DI LT Tua—-ddZ ImLEML, 2O 1mL % A%/ —/LT25mL
WCER L, S OICEBKRT2EmR LAEICgt L2 (n=3),

PR AR B PRk 23 AR (LR, FEhaZEsHE V9 ,) 12k D e, R
BHEIXZ KPED DWAREL T 5.00~20.0 g, FEAEE (IEMGLSL) T 10.0~20.0 g, AR
B (RR) ©5.00 g EEDBNTWD, £ 2T, EEEEOBRICEE L, HoR#e’
d RIS U — 2R BRIE 2 BRI T2 LW O Bl . BUEHEIX. TR O%4A 5.00 g,
FRRALISL D54 1009 & LT,

LZAT, J LT Ta— VIR LA THH Z LD, BRI T L
THBAREA~OME R LB ESE 2N TE 5, HrRETITRE 500 g 125 LT 4
mol/L [RIEH V) o KA E 1 mLIRINT 5 2 &, BUB A EMEIC U R = L ChiH
LHEEZBRM LTS, RBAFEIEICEN T, fxO&G~ M) v 7 2ANb0 7 V7T
2—/LOHBAREE B DD T b EHWDS Z ElC L, BEROWIMBHENNE S
Bt a1 o702, T b, 3Bk L THATNRK 10.0 g 12 4 mol/L (REE A U 7 AR 0~5 mL %
WML t2, 7 b ACK O L, BIEREEZRD D & & HITIRIED pH 2R LT, £
R (1X6), AEHCHREED U w7 A ZMZ 2T L7z & & 0RO pH 1% 6.89 & 55kt
ThHhoIZbBEbLT, 7L 7T a—/LoEIERIT 98.0% L BiFTh Y | RETIHEL%

-13.



whizenwz iz L=,

pH

0 1 2 3 4 5 Ca ik dpH

i —o— [[IR (%
4 mol/L K,CO5¥R M &: (mL) %)

6 IREEH U T LEIEOEING X 25 [EIR O 21l

¥ BB 10 gl L7 Fr— 5 ug (10 mg/ll D A % 7 — ViR %2 05 mL) %R
U THEAL L 30 32 BE i L=, 4mol/L RIS U w7 AVEHR 0, 1, 2, 3, 4. 5
mLZ#EML., 7 k> 100 mL %850 mL T 2 [BHHE Lz, @Ok o Biic
10mglLo s L7 7a—-d9 % 05mLiRM L, 2O 3mL % A% /—/L"C50mL
WCER LI, REAKT2HARLIIEICHLEZ (h=3), &bIT, mOoBEE O
AIZAK10mL 212 A S—T L TR Lz BEICKERS SE7) %, monol
LTEsN EiED pH ZHER LT,

I HBOD TR IIHEE (F80% T, FHEITHMEEE: (7 b)) ICEMLIC
Wiz, iZbAotho s Lo 7T a— L miE s RSt e 5 2 L IR T H
by TIZT, IZbHODEEIL, K100 g 27K 20 mL ICIABSETobtds oL &
L7z,

2) Wz il DR

IKEMEAHED) DR BN Bh 72 K- X Bk % Bl Bt Lz, KEIZIE 10 whv%
WAET B U T AIRIE. A ICIIERRR T L AR LT, MG S LT K & FER T
NORFELHREE 1:1 THERLZEZ A, FEIEITK 50% ThoTe, 7L 7T r—/LiX
pKa 7% 9~10 DORIZ & 2 @ EMEALAMTH D . pH 11~12 DL EOHEIFNESME T CHBEE ~O
HHEENREED EEZDLNDTZD, 2 mol/lL KEE{ET bV o AR 5 mL 2 /KBIZEINT 5
Zi L, REoRbYITKIOML ZHWCTZoEEAEHA LR E6), Blif/m
IR & T 72 OFEiR = T /U L D2 LD ik E 8 Lz,

-14-



# 6 NaOH ¥/l NaCl ¥#% /[Elg — T )V BE D IR (%)
1[51H 2= H &t

97 1 98

¥ o K10mMLIZT ' R 150 mL BN Lo 7T m—)L 50 ug ZESIN L 726 O &
#E L. 10 Wit b R U 7 AR 100 mL THOWKRIRSHICE L-, 242 2 mol/L 7k
b U U NSRS mL 2RI L, JRAEA RS & HEiS— /L 100 mL THEW, BER%E
1B H OEEEEE L Lz, 5 MIEE 5%, /KBl 50 mL OFfE—F /LA MZ 2 [H
HO#RE%1T>7= (n=3),

3) AR LR

LT Ta— L ERM LU n-~F 3230 mLicxt LT n-~FH o fafny e b=k L
30 mL T3 LR AE £ 7TIR LZ, 2[BIH £ TT, 12X 100% OENLHELE S 7
DT, HEEREORELIT 2 Bl & Lz,

#7 T F= MU/ AFH USROG (%)
1[EH 2[EH 3[EH At
95 4 0 99
Xé?%fﬁﬁ%%ﬂo%%mﬁﬁyﬂﬁmb\7tkzbwwm#%yﬁm%ﬁ

4) FEEfEIEORET
O A A MR T B~ NI T T 4 —

B LEITxE U TRV R RN IRE C & D905 A A4 284 7 A (SCX) 12 K DA
THEORF AT o 7o, BT DA~OAFFHITHOWGDERICIX, BB~ N v 7 X &R
THZEEEZEBL, KEROAZ 7 —L (1:1) BREEHEHA L, B, hikds> 0047
N T DKEREAT DRV E I, IR OREBRER OB KK OA 2 7 — (1
1) BIE CRABICIAMSED L IRETH -2, LovL, YU A FLE T AERIC LYK
PG % BRE L7121 SCX U T LR AT S 5a 1T, U BTN T LR 5%
BIARKOAZ 7 —v (1:1) BRKICER LTz, 717 DOBEEICHWLEETE, 508
RHER Sy DR ED RN E L 20mL DL EDOIRETH 7 2% WELTHL 7 LT T r— L E R
T D2 R epolc AL 7 —VEERHA L (88), SCXD L ORI U BT NR—ADA
FURHH T DI A—H =y FOEWZEVEEMNENRKE LS TN 2 ER”H 0, -
EZBHAIENANCRELS TN E LTH A RBRMEHRT D2LERNDH DD, A X
— VO EIT 10mL & L7z,
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#8 SCX MHDEH=
wHE (%)

ey
0~5mL  6~10mL 11~15mL 16~20mL
KIA L 7= (1:1) 0 0 0 0
AL )= 0 0 0 0

¥ SCX I =HF L (500mg) IT/K/ A%/ —n (1:1) THRWLEZ Lo 7T o — UEERERS T (10 pg/L)
S5mLEAML, K/ AZ /7= (1:1) RORAYZ ) —LIZEDZNTI5mLxd THEH ST,

SCX MEDEHIELE LT, HREOE IV VBV Tn (WU ULA4Y) THEH
LA, TRHNR Z IBHE T 5 RS2 H LREENC R 23 e B 2 &R0, HOFIENTE
BEEENEICT 2 2R EDMERH D, Lo T, BN DERE CTOERMELEIREH T
TR NTEBTLE=T K (FUrETALAY) CHIHSELHESRA L,
T BT KOBEEIL 2 vol% & L, IRHROAIEEZIZT e b=, TR =1
NI AR )= (1:1) ROAH ) —LIZHONWTHF L. BOIRH AR A X ) — L E i
AL (£9), 2v0l% T > E=T KEHF A X ) —/VTIRHESEZHE, 3~4mLE/yE T
TIRIFE 100% N EH LIz, 7 L0m vy MEOEWZ L AEHMEDO TN EBE L, i
W+ EO 10mL & Lz,

£9 BT LBFHRD SCX E DIEH R
wH=E (%)

Vst 0o~ 3~ 5~ ~ ~ .
=R
2mL 4dmL 6mL 8mL 10mL
NH3(ag)/ACN (2 : 98) 0 0 105 4 0 109
Zlgl-)l?v(aq)/ACN/MeOH (2:49: 15 86 0 0 0 101
NH3(ag)/MeOH (2 : 98) 42 62 0 0 0 104
% NH3(aq)=7 > E=77/K, ACN=7E h=F U /L, MeOH=A% /—/L,

¥ SCX S =HF A (500mg) 1ZK/ AL/ —/L (1:1) THELEZZ Lo 7T o — R (10 pg/L)
S5mLZEAML, A¥ /—/L10mL TH T LEWE LIk, SR 2 mLx5 THEH SE72,

QY YBTNATEIa~ NTTT 4 —

FORFIEOT HHEIRIZ DWW T 2) DOk~ 53k, 3) OBERN4) DD SCX HE A 17 -
e, = N Y w7 ZEPER SN DB OB 21T, o, REE W
BEHZ B W T, TR OEEEER L% OB W % SCX /1 T A~DOATRIETH DKL A ¥
J—= (1:1) RECREBICEMEEDL ZENNBETH 122 L0, BRMORMRIEZ
SKET D 72DIZ SCX A 7 MFER OB BINFEE T 2R IEIC OV TREF LTz,
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SUATN, 7a )P, T Fa o 3 FEEOBEMICOWVWTT E h i/ ~FH
(20:80) 12k 527 Lo T u— AOWIEL R L. b Bl D357 U 5 2L
PERLZ (210),

K10 JEHEME? S OEHFR

A7 5 I (%)
YU 0
A% 13
VA A==V % 101

M YU HFNI=HTA, 7Y INI=HTA, TI/)TaELI=NT A (K1)
T R /~FH L (20:80) THB L7 Vo7 T o — 88k (50 ug/l) 0.2
mL ZHAff L, IR 10 mL Tl S H 72,

TN ARBDMREEZ TV ANTNI =N T ENED T LT Tr—)b
DIWRHFRATA LIAER (1 1), 78 FrolFEE 90vol%E T EF TS 11% LRV
HERTHLZ LN, 77T a—uEy U AT NASOBMIIHBRIEFRNZ & 13557
Too 2L 7T a—NEY ) ATNNEERIIER ST 50T ) I 7 ~D# T/
IR TFIEARLERD AL, PV F LTI (IR, TEA EED,.) 24T AEAT
B2 L TYY BSOS T S5 HiEE A LT,

#11 LU ATADLOEHE

TERD e (o
H (volo%) e (%)

20
30
40
50
60
70
80

90 1
X SUBHFNI=AT A (1g) T b /~FH ARETHRIULZZ LT T
— VSRS (50 pg/L) 0.2 mL Z &M L. [FEHE 10 mL TIAH S8 72,

o A A N N O O

7T B~O TEA DEAFEEL LTE, TOH T LA~OREBIOARHII AW DR O 7
LDOYEANZHN DRI TEA % 0.5 VOl %IREEICIAfE S Tl &, BHAIKD 1 7 L ~DH
WO 7 L OBEEOBRITATR S 2 & & Lz, 05 VOI%TEA GH T & hr/~FH L RIK 5
ML TR L 7= BRI 0 T AR L, RIS SRR RE R 1 2105, T
kDD 20 vol% KT 30 vol% D AT 7 L~DAR OBPE T M InE 2755, 15
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vol% DFEITIE 16~20 mL IFHIR DOy £ TR LWz, BB~ Y v 7 2% 43 A
L7z & EIEEMNENTNICTNAZEE2EEL, T b, NIZFAT I UKW n-~F
H (30:1:170) {BHR10mL TH I L& WET+H2 &L LT,

#12 TEAGHIRBIKIZE DU AT NDEOEIHR

o0 R (%)
o AR VBT I P P
(vol%) 5mL 0~5mL 6~10mL 11~15mL 16~20mL
15 0 0 0 0 0
20 1 2 1 1 19
30 1 1 42 39 20

KU BTNANI=AT A (19 ICO05VINTEAEGET & v /~F VU RIRCHELZZ LT
T o — VBRI (10 ng/L) 5mlL ZFAf L, [FEH 5 mLx4 TEH &8/,

TR FVZTFAT I KON n-~FH 2 (30:1:170) JRHR 5 mL ISR L 7o FEERS
w717 JAR L, AR 10 mL THEH L7-t%, TEA 25 £ 7T & o/ ~F 5 iRk
THHSELHRAZER 1 3T, BRICHEHSEDI OB EREREIT, 7 F okt
FN 50~70 vol% D54 20 mL, 80 vol% & T 90 vol % D54 15 mL, 100 vol% D54 10 mL
Tholz, - T, WHIRIZIT 2 IRERAETD2HLEORWT 2 M2 L, KETH T
LDay MEOEWIZLDEHMNEOTNEZE L HoED 15mL & L,

# 13 TEASGHIREIZEDEEFHZD TV TN E ORI
BHE (%)

TENSD
W (volos) | TRHNE  TRMWR  AMWR TAMR g
0~5mL 6~10 mL 11~15mL  16~20mL
50 6 67 27 7 107
60 19 68 14 4 105
70 45 51 8 2 106
80 57 39 3 0 99
90 63 36 1 0 100
100 72 24 0 0 96

X VUATNI=ATH 1 TR, NIZTFATI AR ~FH 2 (30:1:170) &
TR L= Lo 7T o — UHEHERTE (10 pg/L) 5mL Z&HF L, [FER 10 mL THf L7=1%.
TEA 2 EE 20T b o/~FH IRIE 5 mLx4 TERH S E 72,

VBTN TT AR TIITE F 15 mL TRHT A HETHLD, BT Mk EL
T OFCEME LEMDEL NI LT T — Lt —BlaRH s, TOEFHET D &
N N U 7 AN S NT, YU BTN E T AORTIIERNAR+ 5 Tho72 2
B, U BN D T BERIORIT, SCX BT MFERLE FEii 2 HiEE2ERA Lz, 728,
B E HWERETCIE. U BT h T ARERIL OEREYIL SCX 1T A~OAMAEEETH
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HKKOA R ) —)b (1:1) BIRICIEMRARECThH o7, LEDZ b, U FLVE T
LFERLC I 0 AR LS A DL, BT SCX 1 T AR CEttE b SRR L5 B O
LHEER I T,
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4. UIRIET AR
(1) ERME
BRI RE L 10 BilZOWT, 77 7B RO~ F U v 7 ZARIEERE ZE L, £ TORMICBWTHEE -7 138l sh
T WEC—7 OFEFHOHEERELRHIZ SRR TH-o7 (K1 4) ,

#F14 ERMEOIEM

BEE—YDHFREH — o (EE)7
T I Il - S - e S T
(ppm) (ppm) (ppm) (ppm) HERE | = % TAEA T (D) ¥ (@/(b) OEHE
FDOmHmA 0.00005 | 0.0002 0.0002 % | E#fE | 0.0002 |< 0.100 miE 0 0 - @)
EO) i 0.00005 | 0.0002 | 0.0002 | % | ##fE | 0.0002 |< 0.100 L5 0 0 - @)
4 ) FFfigk 0.00005 | 0.0006 0.0006 % | E#fE | 0.0006 |< 0.100 miE 0 0 — O
=I5 0.00005 | A#&H | 0.00005 EEMRA | 0.00005 [ < 0.333 L 0 0 - @)
SHE 0.00005 | A#&H | 0.00005 EE2MEA | 0.00005 | < 0.333 [EE5s 0 0 — ®)
LL#H& 0.00005 | A#& | 0.00005 EEMRK | 0.00005 [< 0.333 EE 0 0 - O
43 0.00005 | 0.00005 | 0.00005 FEMBHF | 0.00005 [ < 0.333 L5 0 0 — e)
o 0.00005 | A#&H | 0.00005 EERSR | 0.00005 | < 0.333 EfE 0 0 — @)
IFbHD 0.00005 | A#&H | 0.00005 EEMRA | 0.00005 [< 0.333 [EiEs 0 0 - 0]
BoiRA 0.00005 | A#&H | 0.00005 EEMEA | 0.00005 | < 0.333 [EE5s 0 0 — @)

1 BMREESHENRRENEGDSE (EERFALEAEMBEOEFRN. [EERF <HEEBEBIEERR x3]ELLHBHR) ICE. [ * IBRTSND, [ * INKRTSh
EAMHREEYE. FNRELTENRRENRLL O, fliE. EERFRERIOIN VI RRMREETREARL TS S,

*2 TSVUBRBRURERROIRICAELHERAGHEY 5. (WEICISCTEBEIAZEITI.)

*3 HMPOREATFHENRRE (BEEREXIEERFRE) IHAITEEESC. TIUVHAMOHBRBRTRELLZERR (I I RFMEERR)
W3, TV VRRICHEE —INBRRENGEN OB EICIEI0]ZE A AL, BEFROE—VERE (B [TROLBTHRLY,

4 BEREGES S BEEC—VDOHRERDOHEREESTHEAICKIOI EBELAWNEEICE x 1ZE&HT 5.



(2) FEE, REEE R OVE IR

AT 5 M OTMENGRER 21T\ RO REE OMTRE R OEERAZFHE L7z (R 1 5)  #INEIY

ARBROREN 27 0~ b 7T LI,

X 7~KX1 627U, BT 73.5~945%, OHTHEEIX 245~9.66 RSD% TH Y, WTFNOAIZE W TE [RFICERE T 5 EIRE CH
T LOREIEDO LRI AT A R A2 CERL 22 4212 H 24 AAFTR&ZLIE 1124 51 5) ] IORS N2 BEME (L : 70~120%., DHMTREE -
30 RSD%>) #iiil=THERTH o7z,
TE BRI R I U7 NEE 2 JE L7255, ©— 27 @ SIN LLOFER)fEIL 15~31 Th o7z, £z, EEBRF & EEMEN R 540
W, ORI K O DO IFIBIZ DTk, 3B PR BEDS & SRR AR MR 2R D KO I Lo~ MY » 7 RIRIEEEIR D © 2 BRI Ot
Ex{ToT (F16), EERAOHEEIZBITHRENR 7o~ b7 T AF, K1 7~K1 9I1Z/RLT, =2 @ SIN LiX31~35 ThH -7z,
WTNORMIZENTH SINZ10 DFERTH - 72,

#£15 HJEROWEE DM

BEZ EERFE | HEEE | FMEE iiillﬂg\'i RER [E1UREE (%) HE | gTeE SINtE™
(ppm) (ppm) (ppm) | OFFH e | s | 2 | n=2 | n=2 | n=3 | n=4 | n=5 (%) (RSD%) | Max. | Min. | Fi9iE
H$DmA 0.00005 0.0002 0.0002 * 501143 13 1 80 89 75 83 77 80.6 6.66 - - -
ES0OY:H 0.00005 0.0002 0.0002 * 543314 32 1 72 73 66 85 72 73.5 9.66 - - -
£ 0O/ 0.00005 0.0006 | 0.0006 * 495657 | 107 1 88 79 85 86 74 82.3 7.25 - - -
=vs 0.00005 N ] 0.00005 629029 -5 1 77 82 88 81 88 83.2 5.55 21 18 20
27 0.00005 T 0.00005 373029 -4 1 86 90 86 88 80 85.9 4.18 22 27 25
LC#H 0.00005 T 0.00005 541714 7 1 86 86 80 88 86 85.4 3.56 35 20 28
43, 0.00005 0.00005 | 0.00005 591086 -1 1 73 73 77 75 73 74.2 2.45 16 45 31
808 0.00005 N Tas] 0.00005 534857 6 1 90 79 76 78 74 79.4 8.08 32 29 31
[EB5#D 0.00005 T 0.00005 374857 -0 1 91 100 94 95 93 94.5 3.79 16 14 15
BROHA 0.00005 EN ] 0.00005 271086 6 1 94 88 99 87 84 90.3 6.60 19 25 22

*1 RMEELNEERFEELELGDIGEIZIE. [ * INKRTEINS, ZDHEEICIE. SINLLOER ZFETH LM, Bk, EERFDEEEITI. L. EERADHEEICHEVTE—IHKRH
SNEMSIHEIZIE. ZSTSINEEERSH D,
2 BohzEIREOFTRAEES5ZSE—Y Max ) RUR/MEESZZE—9 (Min)DENZENDOS/NLEERD D,



#16 TERAOHTE
age | TERR| REM )RR ) FORT | mE [mmum |l Slorenasam]  aRREss SNE @
PP PP PP : (mg/L) =r0):l! I7vy n=1 | n=2 | FH [ n=1 | n=2 | FY | n=1 n=2 FACHN S/NE:
ES0):51) 0.00005 0.0002 0.0002 * 0.00025 miE 0 139 | 133 | 136 | 128 | 127 | 128 41 30 107 35
L0l 0.00005 0.0002 0.0002 * 0.00025 miE 0 143 | 142 | 143 | 150 | 148 | 149 35 34 96 34
=S0) A 0.00005 0.0006 0.0006 * 0.00025 miE 0 127 | 136 | 132 | 128 | 131 | 130 28 35 102 31

*1 RIMREAEERFRELELGLIERICE. [+ IVRTENG, TDHEICFT. EERFADEEEZT.
2 BAHPORENEERFELREITESSIIC, T5UVHMORBRBFRTRALZERR (YN vIRBIEERR RUBE TRELZERR BERERR EFRT .
*3 IR YO RFIMEERER VBEBERROIBICKEI22EU LBES S, (BEITECTEEEIAZITI,)
*4 TIUYICE—IHBHLNIIBEICIE, TR IRFIMEEBRROEI TS IEEELSIV-EEZRALS,
*5 TR RBRIELE S RO BEAZERRICHTIE—VEE(RIETES) DL (%) ERD B,




(3) B~ Y v 7 ZDOHEE~DEE
FINENGRER 31T B [AI R 100%F0Y ORISR D X O L=~ MU v 7 AR R ORI EERIK 2 2 Fn 2 BlE L,
— 7 RO TR, 0.96~1.02 TH-o7- (F17) .

#£17 B~ MU w7 ZAOMRTE~DE

e e | wrer | REBR E VB B R
aR% il Bl Rl I S ey B B TU RV P 7 T P RERED SRR
(mg/L) | BRI ~7 n=1 n=2 Fiy n=1 n=2 Ty
FDHA 0.00005 0.0002 0.0002 0.0001 G 0 536 522 529 502 531 517 1.02
Rl 0.00005 0.0002 0.0002 0.0001 EiE 0 551 603 577 574 610 592 0.97
4 D AT 0.00005 0.0006 | 0.0006 0.0003 miE 0 1636 1644 1640 1648 1660 1654 0.99
=ivi 0.00005 TR 0.00005 | 0.00025 miE 0 157 164 161 156 164 160 1.00
SIE 0.00005 TR 0.00005 | 0.00025 mEiE 0 84 80 82 86 84 85 0.96
LLC# 0.00005 TR 0.00005 | 0.00025 miE 0 148 160 154 155 157 156 0.99
42 0.00005 | 0.00005 | 0.00005 | 0.00025 EiE 0 133 134 134 132 134 133 1.00
FROR 0.00005 FEH 0.00005 | 0.00025 EiE 0 135 127 131 137 127 132 0.99
[F5#D 0.00005 g 0.00005 | 0.00025 miE 0 91 89 90 92 84 88 1.02
DA 0.00005 e 0.00005 | 0.00025 [ 0 85 87 86 86 84 85 1.01
1 MBI 5 1 SIS R 5551, 75> VRO RBE R CREL AR (VM) 50 AR MBEEH) B U BN CRUL- IR R s &
R B,

*2 RM)YIRRIMBEBRR CBERERROIRICZEI22E U LAE L ERACFHET 5, (BEICISCTREIAZTI,)
*3 TSUVICE—IRRBOLNIGEEICIE, NI RFIMBEERRDIEIFTIUIELZZELSIVEEZRALS,

*4 IM) I RFIMBEBRRISHEBRLEAOIT SV 7EMORBRBREAVTHART B,

*5 YU IR RIMRERROBERERRITHITHIE—VEE (RITE) DLERD S,




(4) #MEGEREBRORER 727

n~< 77 A

beaf_BL
clen_130210_95 MRM of 4 Channels ES+
1004 277 > 203 (Clenbuterol_203)
200
Pk
L I
0 T T T T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130210_99 MRM of 4 Channels ES+
100+ 277 > 203 (Clenbuterol_203)
¢ 00e3
B?’
f T T f T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130210_102 MRM of 4 Channels ES+
100+ 277 > 203 (Clenbuterol_203)
7.00e3
SETS
BEER
=l
o} T T T T T T f T T T T f T ) Time
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00

7 FORAOI O~ KT T A
FRONJEE @ 0.0002 ppm

liver_BL
clen_130217_55

MRM of 4 Channels ES+

. 277 > 203 (Clenbuterol_203)
100 150
T

T T T T T T T
8.50 9.00 9.50 10.00 10.50 11.00

clen_130217_57

T T T 1
11.50 12.00
MRM of 4 Channels ES+

. 277 > 203 (Clenbuterol_203)
100 ¢ 00e4
AInEA
N
0 T T T T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130217_62 MRM of 4 Channels ES+
100+ 277 > 203 (Clenbuterol_203)
¢ 2.00e4
ST
BERR
=l
0 T T T T T T T T T T T T T ) Time
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00

K9 HFofflEo s o~ 77 A
WINEFE © 0.0006 ppm

-24.

FAT_BL
clen_130217_26 MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
1004 200
T3 uEM
S ¢
T T T T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130217_34 MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
1007 * 00e3
IR S
S
0 T T f T T T T T T f T T T T |
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130217_33 ¢ MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
1004 7.00e3
22

%

0
850 | 900 | 950 | 1000 ' 10.50

8 FofEMinsu~ 7T A
WRAONFEEFE © 0.0002 ppm

T T ) Time

‘ 1150 12.00

1100

porcine muscle_BL
clen_130203_04 MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)

1004 ¢ 200
TSV EH
L I
T T T T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130203_14 MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
100 ¢ 20e3
AmnEH
<
T T T T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 0.50 11.00 11.50 12.00
clen_130203_11 MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
1007 12063
R
0 T T T T T T 7 Time

850 | 900 | 950 | 1000 ' 1050 | 11.00 ' 1150 ' 12.00

10 KomHOra~< 7T A
WRONYREE : 0.00005 ppm



salmon_BL
clen_130210_57
100

MRM of 4 Channels ES+

T UEM

277 > 203 (Clenbuterol_203)

200

0 T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130210_67 MRM of 4 Channels ES+
100+ 277 > 203 (Clenbuterol_203)

4

ARANER

4

2.00e3

T T T T T
8.50 9.00 10.00 10.50 11.00

T
11.50

T
12.00

2.00e3

) Time

9.50
clen_130210_64 MRM of 4 Channels ES+
100+ ¢ 277 > 203 (Clenbuterol_203)
L
<l
[ T T T T T T T T T T T
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00

11 SForzu<w 774

WA © 0.00005 ppm

200

fw clam_BL
clen_130210_76 MRM of 4 Channels ES+
100 277 > 203 (Clenbuterol_203)
i TSR
L I
0 T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130210_84 MRM of 4 Channels ES+
1004 277 > 203 (Clenbuterol_203)

v

) liERE o)

2.00e3

T T T T
9.00 10.00 10.50 11.00

T
8.50

T
11.50

T
12.00

9.50
clen_130210_83 MRM of 4 Channels ES+
100 ¢ 277 > 203 (Clenbuterol_203)
2.00e3
BESE

<l

Y T 7 1 T T T T T f T T 1 Time
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00

K13 LULADIZu< T T A

PRONREE : 0.00005 ppm
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eel_BL
clen_130203_23 MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
1004 200
TSy EM
[ ]
T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130203_27 MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
100 ¢ 1000
I
T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130203_30 ¢ MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
1004 1000
BERR
=l
0 T T T T T T T T T T T 1 Time
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00

M12 S5hEDrn~ 7T Ah

VRN EE < 0.00005 ppm

milk_BL
clen_130217_69 MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
1004 200
P NZET
L I ¢
T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130217_75 MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
100 2.00e3
$ Bt
& /\_/\W
T T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130217_76 * MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
1004 2 h0e3
TS,
HERR
=l
A n
o) T T T T T T T T T T T T 1 Time
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00

14 HFHoru~ 7T A
PRONJREE : 0.00005 ppm



egg_BL
clen_130210_19

MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)

1004 150
i TS UEM
. ﬁW\;WM—IVWMM
0 T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130210_21 MRM of 4 Channels ES+
100+ 277 > 203 (Clenbuterol_203)
2.00e3
s
0 T T T T f T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130210_32 MRM of 4 Channels ES+
100+ ¢ 277 > 203 (Clenbuterol_203)
2.00e3
BERR
<l
Y 7 f 7 T 7 T T T T T T  Time
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00

15

WD 7a~ 7T A
WA © 0.00005 ppm
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honey_BL
clen_130203_41 MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
1004 300
TS EM
LIS ¢
T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130203_45 MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
100 ¢ 1.50e3
IR S
<
0 T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130203_56 ¢ MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
1004 1.50e3
BERR
=l
0 T T T T T T T T T T T 1 Time
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00

M16 Ebhro0r7u~x 770

PRANJREE : 0.00005 ppm
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beaf_BL
clen_130210_95 MRM of 4 Channels ES+
100+ 277 > 203 (Clenbuterol_203)
200

TN

u
%

0 T T T T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130210_109 MRM of 4 Channels ES+
100+ 277 > 203 (Clenbuterol_203)
¢ 2 N0e3
ThUvIR
BIRERR

T T T T T T T T T T
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00

clen_130210_108 MRM of 4 Channels ES+
100+ 277 > 203 (Clenbuterol_203)
¢ 2.00e3
3 SN
EHEERR

0
850 | 900 | 950 | 1000 ' 10.50

17 HFomAOra~ 7T 5
WA © 0.00005 ppm

T T T T T T 1 Time
11.00 11.50 12.00

liver_BL
clen_130217_55 MRM of 4 Channels ES+
100+ 277 > 203 (Clenbuterol_203)
150

T oUEM

0 T T T T T T T T T T T T T T 1
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00
clen_130217_52 MRM of 4 Channels ES+
100+ 277 > 203 (Clenbuterol_203)
¢ 2.00e3
TRUYIR
¥ e Sp
<] AMRERR
O AL e e P s s oo suas
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00

clen_130217_51

100 ¢

MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
2.00e3

SR

0
850 | 900 | 950 | 1000 ' 10.50

K19 HFOIEDOZ vn< 7T N
WRONREE : 0.00005 ppm

T T T T T T ) Time
11.00 11.50 12.00
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FAT_BL
clen_130217_26 MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
1004 200
I3

T T T

11.50 12.00

MRM of 4 Channels ES+

277 > 203 (Clenbuterol_203)
O

0e3
E4RE/ S
AIMRERR

T T T T T T T
8.50 9.00 9.50 10.00 10.50 11.00

clen_130217_21

100+ *

[ SRR e e e A e I RBEE NS s ]
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00

clen_130217_20

100+ *

MRM of 4 Channels ES+
277 > 203 (Clenbuterol_203)
2.00e3

TRIRERR

%

0
850 | 900 | 950 | 1000 ' 10.50

X118 HDfEinrva~ N7T A
RN L 0.00005 ppm

T T T T T T ) Time
11.00 11.50 12.00
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beaf_BL SCAN

clen_130210_94 Scan ES+
1007 25006
DA
=]
0 T T 7 7 T T T T T T T T T Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 20.00
20 “HFOMADTICZa~ 7T
(A% #iPH : 50~1000 Da)
liver_BL SCAN
clen_130217_54 Scan ES+
1007 5 006
4 DR
=]
0 T T w T f T T Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 20.00
K22 FONMEDTICZn~ N7T A
(A 2% ¢ #iPH : 50~1000 Da)
eel_BL_SCAN
clen_130203_22 Scan ES+
1007 25006
SGE
=]
0 T T T T T T T LhJL T T T T Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 20.00

K24 S5XDOTICZu~ T TA
(A% ¥ i : 50~1000 Da)
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fat_BL SCAN
clen_130217_25 Scan ES+
- TIC
100 1.60e8
=
L0k
=
0 T T T T T T T T T Time

T T T T T
2.50 5.00 7.50 10.00 12.50 15.00 17.50 20.00

X221 F$oEBHOTICZa~ 7T A

(A3 ¥ #iPH : 50~1000 Da)

salmon_BL SCAN

clen_130210_56 Scan ES+

. TIC
100 4.00e8
=1va
<l
Ol e SAiaanaseaseens J‘Jt e Time
250 | 500 | 750 | 1000 1250 | 1500 | 17550 ' 2000

X223 SIFOTICZu~ T A
(A% %P : 50~1000 Da)

fw clam_BL SCAN Fw clam_BL
clen_130210_75 Scan ES+
A TIC
100 1.60e8
=]
0 T L T T T T T T T Time

T T T T T T
2.50 5.00 7.50 10.00 12.50 15.00 17.50 20.00

25 LUADOTICZu~ I TAh
(A% ¥ #iPH : 50~1000 Da)



milk_BL SCAN

clen_130210_37 Scan ES+
TIC
100 6.00e7
43
=]
0 MJ “’A’J T T T T T T T 7 T T T Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 20.00
26 HFHOTICZrYETT A
(A% #iPH : 50~1000 Da)
honey_BL_SCAN
clen_130203_40 Scan ES+
TIC
100 5.00e7
[FHHD
=]
0 T T T T T T T T b\ T i T T Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 20.00

K28 1IbAL-SDOTICZua~w 7T A
(A% %Pl : 50~1000 Da)
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egg_BL SCAN
clen_130210_18 Scan ES+
TIC
1007 6.00e7
3500
N
0 "‘J L\* T J T T T T T T T T 7 T 7 Time
2. 50 5. 0 7.50 10.00 12.50 15.00 17.50 0.00
K27 BWIPOTICZ v~ b7 T A
(A% #iPH : 50~1000 Da)
porcine muscle_BL SCAN
clen_130203_03 Scan ES+
TIC
1007 2.50e8
RO/
N
0 t JL JLA‘\ T T r Time
2. 50 5. .50 10 00 12. 50 15 00 17.50 20.00

X29 BMOBADOTICZa~ k7T A
(A% U#iPH : 50~1000 Da)



5. ZOMORBRIERFHIET 2FH
1) 2 [N AR RBASE Y 5 DI E SRR 2 DU T
VR 2147 H 3 H, EREEGRRMEAMERZERmA R L ZEREMT T L
77 a—/ VTP EERREIN LS (KARREERZRD 10%2, EEENDL 85 ICO0THid
RADNMTOIVTW . CFRK 24 4210 H 18 Han B fiRbR, 30%E=% U v ZR&EICHAT) . X
ST, RBAFEIFIASERF L2 10 & L1382 D~ MY v 7 AR A R o 7o I A S
D ATRRMED < L MR ERRE CIX RAFRBIER G L NRNW I E R TRIND,
ZFOHE . NEEREIC L D0 BB ET /R D 126, 22 E R AR A U 5 o I 8 S
WZOWTHBFT L. (F1 8) . WERNMAGEHARLEMIZIZ, HEEZ L7 7 m—1-d9 (FF
FOSRALRL HEEE : 99.5%., tert-7 F VIO KENEAFELB SN D) E2HHA L,

K18 L ALK RRAT T &t O I E Sk

lonization mode ESI. Positive

Capillary voltage 3.0kV

Source temperature 120°C

Desolvation temperature 350°C

Cone gas flow 50 L/hr

Desolvation gas flow 600 L/hr

Monitor ion Precursor Product V%ﬁgg e Cé)rigfg;n
286 204 271V 17eV
286 133 271V 30 eV

HPLC 34T\ T, HARFETT ML INTALEDIT, BEARFEOEMN L WE E R EH
THEMMAH D, £ T, K2LOUESRMEIZHEN, 7L T7Tm— AR L7 Tr—
-9 OLRFFRFHRIOENZ R LT (M3 0) . TORE, 7 L7 T u—/-d9 |37 L
7T a0 B 0.05 S RIEHT B 2 LSRR ST,

10.05
10.00

«— I LT TFu—L
(m/z 277>203)

L7 Fa—NL-d9 —Pp
(m/z 286>204)

T Time
11.00 11.50

b0 9E0 1000 1060

30 ZLy7ru—nEOs Ly ra—n-d9nsa~ 7T A
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o, LT T d9 DT AR kL (X3 1) b, ZLryTTa— 1o a
~ NS+ miz 277 [M+H] i3 S W2 &R S,

100- 286.0
| 2875
267.9 285.4 288.2
270.0
267.3 284.4 2894 5902
ol 254 “j | ‘ ‘27‘11}2722 278,628 42834 W 1 ‘ ( 201, 32943 297‘22997%
260 265 270 275 280 285 290 295 300

K31 ZlLr7F5a—n-d9 O~ AA~X7 kL (260~300 Da)
HIESAE - ESIH+. CV=27V

6. £&¥

BE L2 TORMIIBNT, 77 07RO~ 7 u~ NI ACEREIETHE
— 71 ZH BT, BPWEICHEIZ 2D o 7, TINEGER (n=5) OEREENHROT-HE
FOBHTBED /T A —51%, THEh 735~945%, 2.45~9.66% & T Lo HIZfE 70
~120%, 30> |2 G T DRER Th o7z, ERBFAREICHET DIREN /LN E—7
F. ETORMICBNT SINZ10 Thole, 770 7RBO h—F VA F IV o
~ N7 T LD LT T u— VORFREREGIIIRAOE—2 138lonT, v U v 72
AR VS By OGS AR BRI o0 v — 7 L (0.96~1.02) X RAFTH Y . AIETITH
S~ b U v 7 ZRRITRD SR T,

[rEaa]

LC-MS/MS % W =& KEMHF D7 Vo7 T a— VikBRikEmat Uiz, FO&MMER. K
DAL, AE, w0, 1 bHOZ AW ENEIERER I B W T B ENME ST
720, NEIZEKEMORE IEE LTERATHS EEZBND,
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