XA FIL, MBERRICB T OMETR REELOTb O THY | BRIED EilZERL THZLLTRFE,
B, WA FEOWNAE LB E T ERRERIEL O RNHEEE AN D55 A 1, B E IS R BRiE S B e+
HTeaTRIELSIZEN,

|/

R 23 4R T

AR T2 RREFOMRD THOWE
(7 7% F = F) ORBRIEHE R X R EF




77+ %Y= NRllRiE (BKEY) ORGSR

[f =1
1. BHRORBRIEDORE &

T 7 XY= NI a At ) FAT =) R CHiA O BE, WHREICA R RERREETH Y | Kk
JEICEE G- L7z & X [NAD/[NADHEE K O [A 9 = BEER)/[ U o~ St 2 A5, Bei ) Uik
ORIEIZ LD, ATP REDOWEA, 7 a—F &0k Rans B A7 VOERBEG 27,
EREICBWTULT 74X = RE AL T 28 HESERITAR I TR0,

[ - g fiTAERERs R ESRSRIE - B HEIESHSREE) (SRR S T2 Kkt
LA K OFR R MR A E 2. RRIEORE T 570, —FoWESCEEF OO E 515 % 0> 1 H

AT, BRI BIRER L & Rt LTz,

1) Rl smE
T7FFH =N

2. A BAEEMOREE, MEME ROV, B SEICRE 3 5 fH
1) AE N OB b B

OH O

Cl Cl

Irz=z

{573 1 CigHClLIbNO;
535 1 626.0
{b54 : N-[3-Chloro-4-(4-chlorophenoxy)phenyl]-2-hydroxy-3,5-diiodobenzamide
g Bl IRE~EEAOKRR (FIR)
R« A 2 7 — VOIS, KICIET 720
(i 355 - BAfESRRs BaMESBSEIE - B ERLBSHES)

2) HHEfE

DA 0.03 ppm™ — —fiLuE™
DM OEEFEHIHIAIC R T 2B O A 0.1 ppm™* — —fEuE™
EDNEN; 0.03 ppm™ — —fEHLYE"
Z DM O ALIE I B D B O fE I 0.3 ppm™* — —fiEuE™
0 Tl 0.01 ppm™ — —HALHE™
Z OO IR B 3 2 B O g 0.2 ppm* — —fEuE™
0D Nk 0.04 ppm™ — —HALHE™
Z OO TR B 3 2 Bhin O Bl 0.2 ppm* — —fEuE™
RSy 0.01 ppm™ — —fEuE™
Z O OFEEHILEIC R T 2B O RIS 02 ppm™T — —fuE?
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*1 SPRRITAEEA G A SR 54995 (CFEK174-11H 29 H)
*2 FEATHRE B 11095F 15 (CERK224E11H9H) CRMEMIZHIR S iz,

[52Br 7 15]
1. ek
1) WAL
IIRE BB OEZENS, L UATRRARROEE NS, ZTOMOFEHZ W TIIESN D A —/3—|Z
THEA LT,

2) HBIOFE ST E

Q4 OFHPIEARNIE % bR & e — b L7z,

@4 DREIA I AR & bR & I8 —{b L7,

@4 DI THIEIE— L L7z,

@O FIIr R (REEly) ZMu—bL7z,

®9 72X, IEEEHEAL, FEEMEZROVZ AR (WK, BROKREETL) Mm% —Liz,
®L UAix, HtzbrE ) —b L7,

@43ix e m%;<@ LTH—fbL7,

®@FHINT., BAEREIIE LI A L <EE LT —kLT,
QIFbHDITEMAEZFEA L, L<EALTH L,
4 OB gAY —b L7z,

2. A3 - K
1) HEHES
77 4 %Y= NEREN (MEE97.9 %, FuYeilizk T3EM)

2) WK

TR TER= MU T (BLE R RGN

TR (RER)

74Vt (74 1545)

Xk (Ot 8% LI L)

T BTN YY) v =7 4 (Bond Elut C18, FECA#1,000 mg, 7Y L b7 7
VA=R 2 )

3) MR ORIk

PEHEIRR © T 7 4 0= NEEUERM25 mgZzdEFE L, 7 & b o CYafiE L T500 mg/LiAik il L=,
PR AR HEAE - BRI A T2 b TR L, 40 mg/LAE AR L%, 7 b= M UL TTHEE
FR L. 0.000125~0.00125 mg/L oD D iE 2 L L 7=,

TN REAEAIR - FEYERE 2 7 & b o AR L C0.1 mo/LiAik &2 sl L 7=,

3. MLE
GES 2
MS H & Quattro Premier XE Waters
LC & alliance2695 Waters




4. WESM:
LC &1

77 A

L-Column2 ODS
A X W 21 mm, B E 150 mm, KLFFE 5um
Ak A E R ST

BaEfHyEE  (mL/min) 0.2
HEAE (uL) 4
BT LEE (CC) 40

BEH

7 h= kUL KO0.1vol% ¥ (17 : 3) BRIk

MS /4
HWEE'E— R MS/MS. SRM (GEIRESE=4 VU > 7 kt)
A FAE—F ESI (—)
Ty 7 UVELE (V) 2000
V— AR E (C) 120
IR IE R (°C) 400

a— 2 H A ZE# . 50 L/hr
PR AT A ZEF%. 800 L/hr

R

T

ERA A (ml2) -624—127[=— LV FEE 1 60(V)., =V ¥ 3 T RLX— : 45(eV)]
EMEA A (miz) -624—345[ 1 — 2 FEE 1 60(V), VU V3 T RLF— : 35(eV)]
REFIFH O B % 10 7

5. E&

77 4 %V = N2 mgakEFE L, 7 b AZEEE L T500 mg/L OFEEIR &2 R L7z, 2 O
7 b THARL T mg/Lisik 2 i L%, 7 =K~ U L TAR L, 0.000125, 0.00025, 0.0005,
0.00075, 0.001, 0.00125 mg/L O OFEHEGRIK & FAH Uiz, FEUERIRA pLA - LC-MSIMSIZIEA L, %5
NI & — 7 mED b /D R IE TRER 2 B L7z, USRS Lz LC-MSIMSIZIEA L, b 7o B —
7 HfE EVERR LTERERD D 7 7+ XV = FoGEEZE N L,

1) MREMROEMRME (X3)

4. OWPELMHFIZEB VT, #EE0.000125 mg/L (0.0005 ng) ~0.00125 mg/L (0.005 ng) DFiPH TR

IREMREE R LT,

2) FEMERRIR OfMIHE (X4)
E PR AR Y O H & 0.001 ng (0.00025 mg/L X4 pL) @ E—2Z DSINEIZ10LL ETH - 7=,

6. RERIAIROFRHL

1) BERIEOSHTHEAE

TI7FxF V= REREINS T b T Lz, 7 b= bV v~ o508 ClE (IBIHOHEO
) . AT AT Y BTV =T A TR L2, LC-MS/IMS TE& M OER L 7=,

@ Hhith
a A, AT, e P, OR. AL BODREE

#0EH0.0 g% 200 mLE LAEICEVERY . 7 F100mL (X5 HODEE13K20 mLTHEME%R T & b
100mL) iz, REVFA ALk, 74 VU EEEIKLemiZi 7= A% VTG A L, 200
MLAEA AT T AR LT, AR EOEREWIZT & Fo50mL (135 A DDA 1T/KI0 mLCIEfE% T
T ho50mL) ZMMZTHRET T A XL, ERiEFRBRICABE LT, BonlAikazaby, 7' a2
Z CIEMEIZ200mLE L7z, Z 2 mL% 100 mLiE L& ICER > 72,

_3_



b eI DA

REN5.00 %200 mLIELVEICE VY, 78 h100mLENz, REVHA ALK, ¥4 VYU LEE
SHIL emiZHEN = AR A O THREI A L, 200 MLAE A A7 T A2 ZERILTZ, AR EOREWICT &
FoB0mMLEMA CTHREDFA AL, EiLEFERICAB L, GonAREGLE, 72 M2z T
IEfEIZ200mLE L7z, 2004 mL% 100 mLizE D IR Y . 40CUL FCiREfEL. 7 hr&RELZ, 20
FREEMIZn-~F Y 30 mLA I 2100 MLy &R ~FIZ# Lz, n-~F % fafn 7 & = K U /130 mL$-> T2
B & S L7, #2200 mL72 37 7 A 2i2fbt, 4J0CLLF T L, milERRE Lz, Z
DRI T ' Fr2mLiz iz TR LIz,

©

I BTN ALY Y BTV =T A (1,000 mg) (27 & b= kUL RKOUKES mLENEREA
L., MHKITE Tz, 2007 2MZOTHOLNIZHKRIZK2 mLEMAx 72 D2 EALZEZ, 72 =KV
NROUK (7 :3) JRIRI0 mLTHEIRZTE, WkE S 7 2CEAL, HHRIEE T, k7t b=
FUL10 mLAEEA L, K Z50 mLz.OE I8 Y | 40°CLL FClgME L. W2 RE LTe, Z0REY
7% F=FUVICIEfR L, EMEC4 mLE L2t 02 BRI E L,

a . JIFRE. B, T, O, KNI LA ODYE
T HY
L #BR0.0 g
7 F100 mL (1B A2 1 K20 mLTEM%E T & 100 mL) 2z, RETF A X
W5l A, AR EOREM AR D
FEEMIZT 7 R 50 mL (IXH A2 : K10 mLCEfiE#% 7= h50 mL) ZMx, REVFA X
W5 A, AikEEbHE, 7T 2 TIEMIZ200 mLE T 5
L 2 mLsyER
eI Y P
| 7E =R UILROUKES mLCHahes
| K2 mL& Nz CARE
| 7 h=FUAKOYK (7:3) JEHELI0 mLTHES
| 7 b=V 10 mLTHH
| IR A LG LR E TS (A0°CLLT)
| 7P =FUILTIEREIZE mLE L, RBEKE T 5

4 pLyEA

o

b

=

DS

£ Y

I #BI5.00 g

| 7100 mLEMZ, REIDFA X

| W5 A, A EOERBEYERD

| EEWICTE 50 mLE A, REDFA X

_4_



| WBIAM, AEEEDYE. 7Tt R TIEMRIZ200 mLE TS
L R4 mUoy B, USSR, T A BRE
7 b= F U~ i
| W Zn-~FY 230 mL TR
| n~FH M7 F= U0 mLEMZ., 5ORHEE 5
| TR hr=FINAVEERD
| EBITRVIRL, TR b= U AVBEADERER, SR
I 7® hr2 mLICER
s B F N VUL U B FALI = H T A
| T7E =R UILROKES mLCTbes
| K2 mL&INA CTEM
| 7 h=FUAKOUK (7:3) JRHELI0 mLTHES
| 7 hF=FVU/L10 mLTHEH
| IR AN LR EET 5 (W0CLLT)
| 7 b=bMUVTIEMEIZA mLE L, HBRIAKE 35

4 pLyEA

2) EERR
0.01mg/kg [ (4mL/0.1g*") X (0.001ng/4uL) ]
*15.009x4mL/200mL (5 DBHA
10.0 g X2 mL/200 mL (R LIS DEE)

7. < bV w7 ARIMEEZRE O (FRINENGRER 2B 1T 5 AL ER 100% 40 24 12 )
7'F 2 7 B ORISR H 1 mLER 0 WA B L2 . 0.00025 mg/LDREUEAT] mLICIRfE L 7= 6
DZ, <~ MU w7 ATIEERERK & Uiz,

[RGB 52
1. JEZMFORET
1) LC&AE

SYBET Z JZOW T, L-Column2 ODS (N£E 2.1 mm, & 150 mm, KiF£¢ 5um) %, BEIFEICHOW
T, ¥BELOT & b=V AVOREZ O THRE 21T > 72, 0.01vol% FEEE & 7 & = U vz H
Wk 2AT 7+ F Y= RORFER N 272, BEIFRIZIZ0.1vol% FEAAIR A O 7 & b=V vz H
WHZEE LT,
2) MS/MS&A:

MSIMSSEEIZHOWTIRFT L2, 7 74 F = RIZAA A4 E— NCTHEDRARETH T, TE=F—A
A3 4. OPEFRIFTR LT, AT M ZEHLE K2R LTz, 7 7 4 %% = RO (0.00025
mg/L) (23515 HSINE A TableliZx L 7=,

Tablel 7 7 4% = FDS/NL: (0.00025 mg/L)

TV h—Y—AFr  TuXkI rAFr  AFAEE—F SIN k. Area (counts)
624 127 ESI (—) 135 2210
624 345 ESI (—) 90 1180




2. ARBRAIHERE O

1) Hhi A EORET

7 7 4 ¥V = ROBMMERIENI S L OIRfMEEZBR L., 71 b afitiEg e UTRIR L., miER
EVTA Y —FHANTLURMIEL, 71 Y U LE21LecmOESIZHN = A E OV TE] A LT,

2) RRGEOR
ORIER 2 {EIOLEES

77 ¥V = ROBTEREMERFOBELICOWTIHE L, 774+ %% = F1 pug% SIABE50 mLIiEfg L7
#%, 40 CLUT TR U 72l E R CRUEIRAE L7z, RofE#, S/t a ke L%, ®FET A%
RN - CTHLlE L7, BRI OB R ITERD b oz, fER % Table2l R L7,

Table2 JEIRMERF DIRAFH

B A= (%)
TERr=bD1 105
TR 99

@ 7 b=k U FH SR

T 7 %Y= Rl pgr BHEE %, n-~FH 30 mLIEM L., n-~FV fafn7 & b=V /30 mL
CIEHIH 2T o7, fEiFATable3lZmLT-, 7 h= K UL~ AR C2E O T4y 22 AR
NELNT,

Table3 7% k= kU L~FH 550 (%)
n-~&4 M7 h=KJ L

30 mL 30 mL 30 mL Gxia
(1 =H) 2H1H) (3HH)
774F% =N 101 tr 0 101

@ A7 HZTINV VN Y BTNV =0T BT K DR

FI BTNV D BTN =h T BZOWTCIFED I 7 2O Z 7=, 7 h=1h
U VR OUKES mLCTREEE Liztk, 72 h=FUAKOUK (1:1) IBiE4 mLTAR L7-, WHIRME
TabledlZ /R L7~

BRI/ N RAkD - 72Bond Elut C18% AW T, FREEHPRILZF~7=, 7 h= bk U LK UKES
ML TP Lz, 78 F o ROVK (1:1) {B#R10 mLTEAT L7z, IWHRILZ TableslZr L7, 7k
=k U110 mLTRE D DBIEH STz,

Tabled 3fEDOF 7 ZF N2 UL Y BT IV =8 T A06 OEHIRI (%)

7 r=FULoK

T r=rU L

VAT 1:1) ®6:4 (7:3 @B:2 (9:1) s

10 mL 10 mL 10 mL 10 mL 10 mL 10 mL
InertSep C18 0 3 79 8 3 93
InertSep Slim-J C18-B 61 21 5 2 1 90
Bond Elut C18 0 0 0 13 80 tr 93

InertSep C18 (FECTA & 1,000 mg, ¥—= /L1 = )
InertSep Slim-J C18-B (FECA& 500 mg, ¥ —T/ /LA = 2 Hl)
Bond Elut C18 (JE CA# 1,000 mg. 7L > b7 7 / mv—#l)
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W& 1 ug, — : WEET

Table5 427 XTIy VAT U BT IV =8 T B0 H ORI (%)
T kK T h= kUK

T R=krU )L
1:0 (7:3) AEF
4mL (Efaf) 10 mL 0-10 mL 10-20 mL
7%V =F 0 0 98 tr 98

Bond Elut C18 (JE CAH& 1,000 mg, 7L 77 / no—iil)
WINE: : 1 ug

BB EAEDORFICIE, 7 = MU ATV U DR CRIGZRBIENS ONZZ & X0 BEOLE
RRERHICOWTIE, TR b= R U ATV U Nl a4T9 2 & & L,

T LK HREROBE T, 3SFEOF 7 ZF AT U ) BTN = H T MIOWTHREF L.,
O AN R - 7=Bond Elut C18&2 WA Z L & LT, A7 2T Uk V7 =
T LDHOREH TR FCHO R v~ N7 T AR LT,

B, ATETINTI MM BTV =T ARERIZEBW T, BERRIR A IR LRI ' =
FUAKROUK (7 :3) IBIECTAMT D HIEERE LIS, B Z2 AR AT 5 TR THRMEEm )
HELRD T 74X = RBRFDRIR Lo 272010, B FORIEROETREL & DER Lo
7o IEEREZITDT. T b U, T T N ERRRIIK2 mLZz N CRRBIE 2 T T DA
THZ LR, FIENLE LD, ZOREERA L,

3. BMEEABR

FOFHA. FOREN . AORE, S 972E LU A, BIIL NI B A>D4 B IO EE
ZIMNA 721080 H 2530 & LT,

77 F Y= RF&0.01 ppmAH =SSN L, [EBRITIE] 6 D OHTECHE > TEIRMEIGEER 21T > 72,

1) BRVEOFH

F1 BRI EHH 184508 BD B A BR DI -

N 1T BEC —OHERE FommEs o
No | pErimican| mmE | Tanl | EEE AR T e e | g | TR | S50ut | B | BRED | gt |
mprm ppm oo wrERE | 200 o o ooy |

e el 0D BB 0.01 0.01 0.01 EZMRER [ 0.07 = 0333 mE 1] #OV/I 9]
E2al: =1 001 0ot 001 ESRR [ 001 < 0333 mmE 1] #OMI (9]
40 AT IE 0.01 0.01 0.01 EZRER [ 0.01 = 0333 mrE 1] #ON/MI 9]
=ik 001 0ot 001 ESRR [ 001 < 0333 mE 1] #OMI (9]
B 0.01 0.01 0.01 EERER [ 0.01 = 0.333 mE 1] #ON/MI 9]
L@ 001 0ot 001 ESRR [ 001 < 0333 mE 1] #OMI (9]
43, 0.01 0.01 0.01 EERR [ 0.01 = 0.333 mE 1] #OV/DI 9]
Fahp 0. 0o 0.1 EZER [ 001 < 0333 miE 1] #OINI [#)
13E5&2 0.01 0.01 0.01 EERR [ 0.01 = 0.333 mE 1] #OV/DI 9]
L DEE 0. 0o 0.1 EZER [ 001 < 0333 mE 1] #ONI [®)

1 BHEED. BEEFRGFTEOSS CIZ—FEEND ppm ERLS,

2 ENNRE BN S IREED B 88 (FRRACEEFECOMGRD. IFERA < BEE<FERA > ACELBE) 1T DIV RRING, D niFmshic s
FRILEWIE. FARECTFERRRED B0, BliE FERFRETELO T w02 SR F R T M T T 2.

"3 FE0EN RUEERRD B CHEL S SR SITFET B, (HRICIEUTREEAEITI.)

T4 EETORES DA R R E (B ERE I ERIERIRE 1 FAL TEaL 010, I OEMO MR CIlRUEE TR v o 0 ENiEE TR A0S,
FEOEBI L EY - OSSN o B S101T, BEFERDE - ERGERS IR TR R,

*5 EFECSS) S, B — OO FFEHEO HEREISEST 2BSI1012 [0, BELAVREITRITXIELHT 5.

106 BTV DOFEHZ B W T H I FE E— 27 TR0 b s, BPEIIRIF TH o7,

it

2) HEE, FEEXROVERRA O

\



F2 HEE BELUTERA O 194 ER8: (B A RS H T -

No | BREEibewm| ess E(iﬂﬂgar REE | FEALRE E%Eﬁi THER DR (%) HE | HTHE S/.Nttx3 e
ppm) (pprm} Cpprm) | @ 5F1E ax | g | P | n=t n=2 | n=3 | n=4 | n=5 (%) (RSD%) | Max. | Min THE
SOFFHZF ES):i] 0.01 0om 0o 2134030 -995909 (0998118 [ 91 zal 89 g4 g0 [0 1 209 188 189
O R 0.01 0.01 0.01 2134030 | -9.05000 | 0908118 | 86 26 a7 88 g2 85 2 157 171 164
2O AT I 0.01 0.01 0.a1 2279290 (-291169 |0.98966 | 92 98 a1 =] a1 92 3 171 134 153
Eika 0.01 001 0.1 2183860 ( 58166 (0999275 96 95 98 98 99 97 2 209 183 186
Eics=] 0.01 0.01 0.01 2279290 | -281168 |0.99966 | 97 a7 99 107 96 98 ] 208 125 167
LU 0.01 0.01 0.a1 2278440 (395267 | 0997673 | 85 a1 a5 =] a8 a8 3 188 134 161
43, 0.01 001 0.1 2238070 -67.7043 [ 0908452 [ 102 1m 97 98 98 99 2 171 125 148
Faan 0.01 0.01 0.01 2268750 [ -631482 | 0998026 | 104 98 104 101 101 102 2 188 178 184
13540 0.01 0.01 0.01 2268750 | -631482 | 0998026 | 97 100 95 g7 a8 97 2 150 188 160
k=] 0.01 0.01 0.a1 2134030 | -9.95009 | 0998118 | 91 93 a8 a8 a8 a0 3 252 208 231

1 BEEEI, EEERIFTEO RS0 —EEE00 ppm) ZRALE,
T RIRESERRFARECEGLBSI0L. [KIFFRENG. TOHRSITIE. SINHOBBIIFETHE L. flE EERFO#EEI TS,
*3 185 N OIRED PTRAEES AR — 2 (Max) BT B/ MEFS A AL — 2 (Min) DT NEFNDSMNIERDS,

B E[385~102%., (M TEEIZ1~5% CRIFRFEREMNMS BT, X, ERRAEE OUINEINGRER 217
ST, EIFEHIBIT HSINELDOEEE15148~231Tdh > 7~

3) Wk~ MY v AR

T4 AR 22D BIE DR 187BRS: (B) B & S -
- it | s EEER £ —OEHEED
N | pirrimica| wes |FIAR | BEET AR Sape fuon | L[ THivonmmmemn® ENERER vorEw |
PP pem PP (mg) | mamgy | 777 =1 n=z | Ty n=1 =2 | T | (EE
SOAT T R AR 0.01 0.01 0.01 0.00025 miE 0 2277 2228 2253 2186 2138 21687 1.04
O | 00l 0o 001 D005 | miE o M0 | 2295 | 2938 | 2147 | 2194 | 270 103
0 AT 0.01 0.01 0.01 0.00025 miE 0 2394 2318 2358 23218 2204 2262 1.04
Ebs 0.0t 0.01 0.01 0.00025 i i} 2373 2328 2350 2356 2277 2317 1.01
S 0.01 0.01 0.01 0.00025 miE 0 241 2372 23492 2307 2261 2284 1.05
LA 0.0t 0.01 0.01 0.00025 i i} 2444 2410 2427 2258 2333 2296 1.08
5, 0.01 0.01 0.01 0.00025 miE 0 2251 2274 2263 2174 2235 2205 1.03
#=op 0.0t 0.01 0.01 0.00025 i i} 2288 2318 2304 2203 2277 2240 1.03
1ZE5&4D 0.01 0.01 0.01 0.00025 miE 0 2218 2284 2252 2248 2310 2330 087
FOE 0.0t 0.01 0.01 0.00025 i i} 2361 2224 2283 2200 2288 2278 1.03

=«

BT, EEERIEED IS0 —REE0.01 pom) ZFAL S,

FEOREER - B F SORF100%FBLIRE S5 2L 312, F5 D8Ot FIR TS ML - EEEE (2 H Uy D2 BRI RO F T R L R R G R R &
ER Ol U IR RO IR C3E A 2B ERIEL I RS FET 2. (BBICEUTREEAETI.)

A0 - DSEBDS NICB SICIE, TRy D2 RN RO EEELS W EEA S,

Uy D2 IR 3 ERL B0 7oL D A0 BERER AW TIRNT 2,

Uy D2 EANEEE RO BRI AT B - DA (R B O IERD L,

AMEIGABR 1T 2 BIULER100% A LRI D X 912, 7T v 7 B oBRisii Tl L7~ Y
v 7 AUNMEHERIR & P TR U 7oA YEIA IR O RS HE O V- 24)fE130.97~1.06 T » 72,

4w
W

son
m

[ i

774XV = REREpo T2 b THIE L. 7 | b= R U v BT BRI OSE D7) |
FI BTN Y ALY Y ATV =0T ATHERLL 214 LC-MSIMS T/ B OiERR 9~ IR 448§
50

ZORBRIEEFOMNA, FOREN, O, S, 57E, LUA 4, BN, EhAO KT
OB U734 SRR B S OEHI B W T HIE B — 7 1338 5T, B 1185~102%.
ERIRFIE0.01 mg/kgR FIRETd 5 = & R TE T,

[ 3Cik]
L



rafoxanide MS scan
RAFOXA_MS_SCAN 1 (0.511) Scan ES-
100+ 623.8 3.40e8
O\C’.
0 T T IL T T T T T T T IAII T T T T T T ey T T T T T ™ m/z
100 150 200 250 300 350 400 450 500 550 600 650 700
1 774F% P =RDvRAAXT ML
A i 0 100~700 m/z
HIESA: - ESI-, CV=60 (CV : cone voltage)
BEFE : 7/ b= MU KON0.1vol% ¥ (17 : 3) IR
rafoxanide MS scan
RAFOXA_MSMS_SCAN1 1 (0.505) Daughters of 624ES-
100~ 126.51/ 2.30e7
=
344.5
l l. o b .I ]. I I /
rrrrprertferty Prifrprriy Preirivds Trirrre | dAd A froriprier Trevepives Trivryt T T T T AT T TR YT /2
100 150 200 250 300 350 400 450 500 550 600 650 700

(M2 Z274F%Y=F DTV H—Y—AFmz624 DT N F AT FL

A% P 0 100~700 m/z

BIESA: - ESI-, CV=60, CE=45 (CV : cone voltage, CE : collision energy)

12000
10000
& 8000
]
7 6000
i}
FH 4000
y=2238070x-67.7043
. 1?=0.998452
0
0 0001 0002 0003 0004  0.005
Z 7% % =FKE=E (ng

0.006

M3 774 FH= FiE (6

T — B AR R E S D — ]

HERE (A —H—) : MassLynx (Watersf)
v— 7 OERIFIE  B— 7 miEE
MEROFSE | R/ FRIE

T AR HEE B — 7 O F & 1 0.0005 ng~0.005 ng
REREZ (a) :a=2238070

MEMY A (b) : b=-67.7043



FEERH0.004 ng

FEUESH0.001 ng (GE PR SAHY)

13-Oct-2011 17:43:2¢] 13-Oct-2011 18:48:00)
11101303 Sm (Mn, 2x2) MRM of 3 Channels ES- 11101306 Sm (Mn, 2x2) MRM of 3 Channels ES-
623.8> 1265 623.8> 1265
o5 \ 4.00e4 o5 1.50e4
9.99
9.96
| <
-5 LR S B A At SRS BN LA RSN RS LSS RARAE RaSAR naARY Time -5 AR LAAS RARAS AARAS Rasas) LBAARERASSA RANSS RARAS BARASRES S RRARY Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50
5 RIS A .
4 AR D 7 v~ 7T N (—H)
Vo N s N
EDOfHA AN LD 0.01 ppm FRAN
16-Nov-2011 12:52:44 16-Nov-2011 13:13:37
11111608 Sm (Mn, 2x2) MRM of 3 Channels ES- 11111609 Sm (Mn, 2x2) MRM of 3 Channels ES-
_ 623.8> 1265 _ 623.8 > 1265
95 1.50e4 95 1.50e4
= ] 9.80
-5 T LRARAS ARRS RasAS RARAD UARLRRBRA T Time -5 T T T LRARAR MRS RRSAS BaAE RALAN RAARE Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50
= ¥ = 3
FolEN BRI EOREN 0.01 ppm RN
16-Nov-2011 14:57:59 16-Nov-2011 15:18:44
11111614 Sm (Mn, 2x2) MRM of 3 Channels ES- 11111615 Sm (Mn, 2x2) MRM of 3 Channels ES-
623.8 > 1265 623.8 > 1265
95 1.50e4 %5 1.50e4
B3 =
9.83
-5 LR AR AR AR AR T Time -5 L AR B AR R L RS B AN RN KAARE LRSS AN RS LR Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50
R~} N e N
A OfTHE BTSN O JITiE  0.01 ppm N
18-Oct-2011 20:52:44 18-Oct-2011 21:13:34
11101814 Sm (Mn, 2x2) MRM of 3 Channels ES- 11101815 Sm (Mn, 2x2) MRM of 3 Channels ES-
_ 6238 > 1265 _ 6238> 1265
o5 1.50e4 o5 1.50e4
i i 9.96
= o
-5 T T T T T T e Time -5 R R B R Lo s R BN Ly LS LR AR RESAs RS Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50

[X5-1

et 7 v~ N 77 A
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ST AN

SF 0.01 ppm @0

21-Oct-2011 20:05:19 21-Oct-2011 20:26:11)
11102114 Sm (Mn, 2x2) MRM of 3 Channels ES- 11102115 Sm (Mn, 2x2) MRM of 3 Channels ES-
_ 623.8 > 1265 _ 623.8 > 1265
o5 1.50e4 95 1.50e4
" | 9.94
S 2
-5 I R B A R L s BN R LAY RS RN Raes naan Time -5 R AR E AL R N s e SRS EARSERSaasasas L Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50
D E RN 972 & 0.01 ppm RN
18-Oct-2011 18:47:38 18-Oct-2011 19:08:29
11101808 Sm (Mn, 2x2) MRM of 3 Channels ES- 11101809 Sm (Mn, 2x2) MRM of 3 Channels ES-
_ 6238 >1265 _ 6238 > 1265
% 1.50e4 %5 1.50e4
9.96
B3 B
-5 T T Time -5 R RS L AR AL LSS Ra R LS ARy T Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50
L UA& RN L U4 0.01ppm &R0
17-Oct-2011 20:58:29 17-Oct-2011 21:19:21
11101714 Sm (Mn, 2x2) MRM of 3 Channels ES- 11101715 Sm (Mn, 2x2) MRM of 3 Channels ES-
_ 623.8 > 1265 _ 623.8 > 1265
o5 1.50e4 o5 1.50e4|
= Bl 9.88
-5 IBARARSSAS] T UMSAREARSAARAARE RASAS RAARE KNS AN Time -5 L A DA AR RS RS RN RN RS RS A AR RELAR RANS Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50
e N W J
ARl BRI %L 0.01 ppm B0
13-Oct-2011 19:27:49 13-Oct-2011 19:48:24
11101308 Sm (Mn, 2x2) MRM of 3 Channels ES- 11101309 Sm (Mn, 2x2) MRM of 3 Channels ES-
_ 6238 >1265 _ 623.8> 1265
% 1.50e4 - 1.50e4
9.92
Bl 2
-5 T T T Time -5 A B o A R A L AR Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 250 5.00 7.50 10.00 12.50 15.00 17.50

REtO 7 a~< 7T A
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O BRI

FBHN 0.01 ppm AN

14-Oct-2011 18:50:04 14-Oct-2011 19:10:55)
11101408 Sm (Mn, 2x2) MRM of 3 Channels ES- 11101409 Sm (Mn, 2x2) MRM of 3 Channels ES-
_ 623.8> 1265 _ 623.8> 1265
95 15024 95 1.50e4
9.91
=1 <1
5 AR SR A AR AL USRS R LA LA RS Time -5 T T T T T T T T e Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50
EHHD HEERIN IXHAH>  0.01 ppm FHN
14-Oct-2011 20:55:49 14-Oct-2011 21:16:34]
11101414 Sm (Mn, 2x2) MRM of 3 Channels ES- 11101415 Sm (Mn, 2x2) MRM of 3 Channels ES-
_ 623.8 > 126.5 _ 6238 > 1265
o 1.50e4) o 1.50e4
9.91
B3 3
-5 T T T T T SARARRRZRS T T Time -5 T T T UMOARLARSSARAAAS AR RARAR T Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50
FEX it Y FEX [tk N
FOBNE N OB 0.01 ppm #N
16-Nov-2011 17:24:1QY 16-Nov-2011 17:45:04
11111621 Sm (Mn, 2x2) MRM of 3 Channels ES- 11111622 Sm (Mn, 2x2) MRM of 3 Channels ES-
_ 6238 > 1265 _ 623.8>126.5
95 1.50e4 95 1.50e4
] ] 9.82
-5 T T LA ARASA NAARS RASAS BuARS Time -5 T T T T T Time
2.50 5.00 7.50 10.00 12.50 15.00 2.50 5.00 7.50 10.00 12.50 15.00 17.50
=l S —
nib{:/l’@y n< 77 A
Vicin N (=1 N
O HEIRN FofEN; BRI
17-Nov-2011 00:44:03 17-Nov-2011 01:04:5¢
11111642 Sm (Mn, 2x2) Scan ES- 11111643 Sm (Mn, 2x2) Scan ES-
_ TIC ~ TIC
o5 7.00e7 o5 7.00e7
] <1
-5 T T T T T T T T T T T T Time -5 T T T T T T T T T T T T T Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50

}6-1 77 IREO =N AF T~ T T A (Ax ¥ P 0 50~1000 amu)
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ORI AN

S RN

19-Oct-2011 03:08:24 22-Oct-2011 04:05:24
11101832 Sm (Mn, 2x2) Scan ES- 11102137 Sm (Mn, 2x2) Scan ES-
_ Tic _ TIC
95 7.00e7 95 7.00e7
= <1
-5 T T T T T T T T T T T T T T T Time -5 T T T T T T T T T T T T T T Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50
D72 E BRI LU RN
19-Oct-2011 02:47:35 18-Oct-2011 10:35:4(Y
11101831 Sm (Mn, 2x2) Scan ES- 11101753 Sm (Mn, 2x2) Scan ES-
_ TIC _ TIC
%5 7.00e7 o5 7.00e7
] <1
-5 T USARLARSSABARAIRASAA BurRI SRS asRS: Time -5 T T T e Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50
4 </ W Ny
R AN O BEESN

13-Oct-2011 23:59:03
Scan ES-

TIC

7.00e7

11101321 Sm (Mn, 2x2)

95

%,

W D

11101431 Sm (Mn, 2x2)

95

%

I " VY et Vo

15-Oct-2011 02:51:27]
Scan ES-

TIC

7.00e7

-5 T T T T T T T T T T T T T T Time -5 T T T T T T T T T T T T T T Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50
3 s 3
TbHo RN FOBEN RN
15-Oct-2011 03:12:20 17-Nov-2011 01:25:49
11101432 Sm (Mn, 2x2) Scan ES- 11111844 Sm (Mn, 2x2) Scan ES-
- TIc - TIc
o5 7.0067 o 7.00e7
o] -
’57 T T T T T T T T T T T T T T Time 75_ T T T T T T T T T T T T T Time
2.50 5.00 7.50 10.00 12.50 15.00 17.50 2.50 5.00 7.50 10.00 12.50 15.00 17.50
S S ESNNY S = S
16-2 7T IREO =2 NA A ux N7 T A (AF ¥ P 0 50~1000 amu)
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