KAMEET, RBERBICB T 2B REZT L OO TH Y MBRIEDOFEMITE L T
5L LTT*b\ B, WEEONE LB E 72T ERRERE & ORICHWES 2 H 55812
T WA EITERRBRIENMEE T L 2 L e TRELSIES VY,

W

gk 23 AR

BRI 5 IS O RS T b B WH
ARBRIE BT F R

g )L An CRE (BKEY)



7 ujvAn  RERE (BKEY) OREHER

K=
1. HWRORBRIEORE T #15%

sunAry (LUF TCLNJ &5, ) 1d, B3, B EEL L ORI O R
T4 7V A MHEOBE AN, Bz i AR S < B EENRE S -8 A
EIGTH D, DHHEORERI & L CTiE, 9 CIZ LCIMS — & Wrii i ORF 84 T L
THEY, THPLCIZ X 2B A ERGEO—FRRIE T (BKEW) | 7 CLN Ok e L
TEHMENTNS Y, UL, EFE - BEEEESRNHEESBSC LD FEHROBE.
BRBICEAIND O TH- UL bR WEAERS, T 72bbERRBEIC L R
e LCEHET S LW EmAENI N TV D, T2 CARRTIX, SKEMEXIGE LT
TE BRI 2 0.001 mg/kg A1 723 CLN fEBIEBRIE DB 21T 5> Z L 2 H & L7z,

2. OHTRB LAY OREER K OB b2 E
S RGbEY) - J Ao

FEE Q
¢l o=s—NH,

Cl

cl NH,

NH, ©
5713 : CgHgClsN30,4S,
CAS : 60200-06-8
5yf-1k @ 380.66
{b54 : 4-Amino-6-(trichloroethenyl)benzene-1,3-disulfonamide (IUPAC)
: 4-Amino-6-(trichloroethenyl)-1,3-benzenedisulfonamide (CAS)
AMEL B AR TER R~ R
s 206°C
WIRENE - K D IZE A EBT e, =& ) —)v T N ET D,
(i ®WRZeTr—2 o — b (M TE) )
0 B — KRG EEREC (logP) @ 1.09 (pH 7, 20°C)
(Hi# : Veterinary Substances DataBase, University of Hertfordshire,
http://sitem.herts.ac.uk/aeru/vsdb/Reports/1755.htm)
fRBEEH (pKa) :04+02 (7 /78) | 10 (RAARr T I R
(Hi# : Environmental Impact Analysis Report (1985) |
http://www.fda.gov/downloads/AnimalVeterinary/DevelopmentApprovalProcess/Environment
alAssessments/UCMO072185.pdf)



3. FEMEE (ppm)
febn ER | R k| s | e

DA ND*® 0.08 0.1 0.1 0.035

K D15 A ND*® 0.02

Z DM OIS BT 2 ' O ND*® 0.02

4D fEH; ND*® 0.08

KD REN; ND*® 0.02

Z O ORI IR T S B ORI ND*® 0.02

4= I ND*® 0.1 0.1 0.1

JK O JF gk ND*® 0.02

Z O O BRI BT D B O ND*® 0.02

D ik ND*® 0.4 1 0.1 0.2

JK 0D P ik ND*® 0.02

Z OO REHEEFLIE* BT 5B O B ik ND*® 0.02

oS ND*® 0.1 0.1

K o> B R4y 2 ND*® 0.02

Z OO BEREWAHIE I BT 2B O /&S ND*® 0.02

A, ND*® 2 1.5

HOMHA ND*® 0.02

ZDOMDFEE AP DA ND*® 0.02

DN ND*® 0.02

ZDMDFEE AP OREN ND*® 0.02

5 DI ik ND*® 0.02

Z DD E A* P DN ND*® 0.02

5 D B ik ND*® 0.02

ZDOMDFE AP DN ND*® 0.02

O ? ND*® 0.02

ZOMDFE A ORI SY ND*® 0.02

HHDFp ND*® 0.02

ZDOMDFEE AP DYR ND*® 0.02

N (ST HMABICRD,) ND*® 0.02

i (O REHAJHICRD,) ND*® 0.02

i (PP E HAJHICRS,) ND*® 0.02

i (ZofhofE 1IZRS,) ND*® 0.02




3. JEUEfE (DOF) (ppm)
feins R | B ok | s | eu

s (HEICRS,) ND*® 0.02

B (FEgEICIRD,) ND*® 0.02

Z DA DA+ ND*® 0.02

X HHD ND*® 0.02

*1: ZTOMOEEHAIEICET 28 L 13, BEHLEO Y B, FEROKUSNADEDE WS,
%2 RHES EIE. BRI ESNDES D B, HAL BB, IR &R OB IR Oy &0
%3: TOMOFEALLIL, FEADI L, BUSNDOLDE NI,

k4 ZOMOMIEL L, AEOO L, STHHA, YRTREKOCTTEHABEINDOLDE NS,
%5 ZTOMOBNFEEIL, MM EO S B, B, HEEKOHFBEUAO L DE VD,

*6: BAMICEAEINDI LD THS UL LR,

[EBR k]
1.

FOFA, FONEN . AORTIE, ST,

IRE. LU A3, BN, 3bHo (H1E

) KOBROFHAL, BHETHHNO/NGEE THEA L7,

2. g - R

CLN HEHES, « M 99.8% (F ik T341%)

T h=hUL, KK LC-MS H (B bt H)

T by TR R=bMUIL, BERTTF L, n-nFH L FERESGARR (B R AR
HAbF MU DA BOKERERT R U A PRI - PCB BB (BIH LAY
FEfE T B =0 A ik (BRI

TF LT I UN-TrEAL VY LT U BV =T I Inert Sep PSA (1,000 mg/6

mL, ¥Y—T /LA = AL

10 W%t bt b U o AR : (kT N U o A 100 g 2 ZRBKICEEfE L, 1,000mL & L

776

40 mmol/L FEEE T o & =7 AR : FERE T B =7 L 3.08 g A ZREEAKIZ M L 1,000 mL

L7,

FEHEIRR « CLN AZHESL 20.0mg Z24FE L. 78 h= MU MZEEME L T100mL & L7=,
F R A HESIR « BEUERIRZ 7 b= UL KROYK (1:1) IRk T#AFR L. 0.00005 ~

0.0003 mg/L D FE DFFHR & TR L7z,

TIPS AEYG - FEUER A2 7 2 b o TR L. 10 ng/mL ¥ 2 98 L 7=,



3. KE

REDFT AV —  BM-2 (B AR ERT -5
FEZEE © N-1100V  CRAtER b 2spiiet i)

i
O HERE - H-36 (=2 B Ak
LC-MS/MS
& AR =t
MS/MS Triple Quad 5500 AB SCIEX
HPLC Nexela X2 T
T — 2 QLB MultiQuant 3.0 AB SCIEX




4. HESRME

LC-MS/MS
LC &t
T L-column ODS ( N£E 2.1 mm, & & 150 mm, HKi{4& 3.0 um
ALF Y E R TR )
BEFatdE (mL/min) | 0.4
HEARE (uL) 5
77 MR (°C) 40

BEnH

A% : 40 mmol/L FEER T > & = AIRIR

Bk : 7 hr=FU

el (9) | AR (%) | BIR (%)
0.0 90 10
1.0 90 10
10.0 20 80
VAVAY =V S E 12.0 20 80
12.1 1 99
15.0 1 99
15.1 90 10
18.0 90 10
MS 44
HWEE—F BIRIGE=4% YU 7 (SRM)
AFAbE—F ESI (—)
Xy 7 UEE (V) | 4500
PR RE (°C) 650
[ITREIL 7S ZE34, 70 psi
oY TarHA =F

ERA A (mlz)

MS/MS : 380—344
[a—%EE 115 (V).

al) Vg Rk )LF— 16 (eV)]

EMEA A (mlz)

MS/MS : 378—342
[a—%EE 115 (V).

al) Vg gk )L¥F— 18 (eV)]

PRFFREE O HZ (min)

6




5. &

CLN fZE#ESL 20.0mg ZAEFE L, 7& b= b U LIZPEME L T 200 mg/L ImR =R L7, =
DR ZETZ F=F VL KOVK (1:1) BETHRNLTO0.05, 0.1, 0.15, 0.2, 0.25 %, 1*0.3
ng/mL OIEHERIK 2R U7z, Z O 5 ul % LC-MSIMS IZiEA L, oz — 7
2RO THRERZIER L7z, BBRIAHE 5 uL % LC-MS/MS (ZVEA L, HEHRD b
BREICL Y CLN G EZRHI L,

i

6. IR R
(1) FUBHRER

FOFHR M OIKOBHAOSEIE, WREZRIR Y BV ZRE . Mt —b L7, FofEl
DAL, FIREZRIR Y fAIE 2R & M —L LT, ST OREE. AR (KeaTe, )
AN~ Uiz, 272X OHEEIE, HERWIZ AR (R, &, Kaeate, ) Ziiy)
B~k L7z, LLHOSGET, & brE L, Ml —b Lz, BIPDEEIL, abRE L,
SIE Lo E L IRE LY~k Lz, FollE, &F2Mmus—Lx, Frid, &<
BE L TH—b L, 135H01%, MR QO CLLTF) Lz, K<EAL TH—{kLT,

(2) FmsEtoFHE
AL B, L. 9P, AL ONEH A (BN @ 0.001 mg/kg) : sk 10.0 g (2R
AR (10 ng/mL, 7 & b &) ImL 2L X < IBE L=, 30 4> Rlikd®E L 7=,
HERA (FRANFEEE : 0.001 mg/kg) : #kF10.0g 28D . £ 40°CTHNE L CAlig S H7-H @
(CHRIMARERE R (10 ng/mL, 7 & b UAiR) 1mL 2L CL<EA L, kiE (EiR)
U CHREE R S 712, 30 /0 MIAGE L7z,

7. REREER O
(1) fht

#HB10.0g ZIEOEICEV T2, XL ODEAIT, K20mL 2 TR LT, =
T R 100 mL 201z, REDFA XLtk f55 3,000 [E1#ET 5 45 R O yEE L.
Ak (B 150 mm, No.5A, ADVANTEC t#h#) % HW T EEiRE Ailh L7z, mLENO
PRI TE h50mL 2 THREYF A AL, ERéRERICEODEEL, AE2HW
T EBEZE AR LT, BoncAiReabE, 7' b2 Max TEMIZ 200 mL & L7,
ZD20mL ZEY |, AU 10 wiv%i kT R U T AEEK 100 mL & OFERE =T /L 100 mL %
MAZTEAMIEE 5 L, BT VE 2 -7, KBICHB—F L 50mL 2 1%, Eilé
FIERICIR & 5 Lic, o Fi=F VE L2 &b, BoKEEET ) v A2z TRKL
7t EEKRERT R U U LA AR, FERTF L 20 mL T2 [P L-, &btk
% 40°CLL T CIME L. W ABRE Lz, Z ORI n-~F% 2 30mL 2%, n-~%
AT F=RUA30mL O T2EHRE SR L2, 7 F= RV VEZ S 40°C



DT CEMEL. BEEZBRELZ, ZOBEMITE R IO n-~%H 2 (1:1) Bk 2mL
Nz TWMN LT,

(2) HH

TFLUTVTIVUNTr LY M Y BTNV T A a~v 7T 7 4 — (Inert Sep
PSA 1,000 mg/6 mL, ¥ —x /LA = 24EM) (Z0 T R R n-~FH oK 5mL #)IE
WEANL, MERIIE T, OB T 8 (1) THLNRKRETEA LG, T R
FOrn-~FH (1:1) BKI0mL Z{EA L, MHRITE TR, 27kt e 15mL %
WAL, EHIKREZ A0CLL T CTIME L, A RE LT, Z0EEWE 72 b= M) LV ED
A (1: 1) JRIRICEML, EMEC5mL & Lzt Oa2RBAK S Lz,



(trik7 e —Fx— k)

(fh )
fr i Bk 1009
! K 20mL (IZBHBODEE
7 b

| 7+ > 100 mL, 50 mL

| REVFAX

| w4 BE (3,000 [E185/4 . 5 43 1E)
| B % A

| 7% FrT200 ML IZER

#irs T
| 20 mL 4y Ht

| 10 W% b R U 7 AEE#E 100 mL
| fEfis— /L 100 mL. 50 mL
VIRE S

i K

| #EKHiEET R T A
| VA IEpR 2
L n-~3%F4> 30mL

7' b= RMU T o0

| -~ i 7= b=k UL 30 mLX2 [A]
K=

| 7 b=k UV EOEEERK

7' R EROn-~FH > (1:1) BiR2mL

T HA PR




(R L OE &
TF LTV T IVN-TrENT YT 17V =717 Allnert Sep PSA (1,000 mg/6 mL) ]

| 72 hy 5mL A n-~FHP > 5mLTar T4 a=rF
| e AR

| 72 b RO n-~FH 2 (1:1) B 10 mL THE

| 7 b2 15mL TIEH

| TRIERR 2

| 72 =RV LEOUK (1:1) JBiK 5mL

ABRTAK
!

LC-MS/MS

8. ¥ bV v 7 AUINEREGRIK D FHHRY

7. RBRSE OB, T o 7 RE LR LR A VT Lo a~ NI T
T4 TR L], W72~ N7 T77 4 —00DEHIROEEAREL THLNTZFE
Bz, 1ng/mL @ CLN E#ERR (72 h=FUAKOUK (1:1) JBIK) % 5mLINx &
R L7=tb D&~ b v 7 ARIERERKR E LT,

-10 -



[ERKEUEBE]
1. BEAFRRBRIE O e
BEICATRESNTWAREBRIETHS THPLC IC L 28 AER LSO —FRBRET (G
FEWD) | OO EALEMITIT CLN 3 Efi ST\ 5, £ 2T, ZOHIEZ O, B
PR O L WINEIGRER A 1T o 72, ZOfER (R 1) . BIE & 92 HJE 70~120%
FOPHTHERE <30% & R CTE 3, Elikbl~ MU v 7 R L D4 F ALl O R 3 K
TN END, FHICRBRIEEZARTHIZ L E L, B, A A ALIHloBFIz >N T
X~ MY v 7 AUIERELR IR O & — 7 A & VR AR MERS IR D v — 7 TFE TR L 72 % 45
& UCRHM L7,

# 1 RINENGRER (n=5) OfiHE (0.001 mg/kg AHS AN, Haef k)

£, I=N; 3 P TR < U v 7 AUHERERIR
i (%) (RSD%) IR IR YRR

=D Tk 33.4 31.6 0.29

N 47.9 27.6 0.87

43 34.2 15.9 0.45

2. WEFRMOHRES

CLN O, HPLC-UV & W CHlliEd 5 k2 ~4) | #F#Eik{k L T GC-ECD X%
GC-MS FAWTHIES 25 J573L5 ~7 | LC-MS (IMS) % FWCHIET 20716 Sniidis &
NTW5, RFEETITEERAI 0.001 mg/kg % i 7- 9 BT IEEZ BRI D720, flifH,
I DD ER I HE T H Z E R TE 5D LC-MSIMS % W CTLLF Ot 217 - 72,

(1) E&ELHEE (MS) SOt
O A A AGEROT ) I —3—A A > Ot

LT a—Ta DL 0 A T AER T Y h—H—A F Ot aiTo7-, A
72— 3 VO, i 20 pUmin TR L72 CLN BRHERIR (72 b= b U AR O
A (1:1) R, 01lpug/mL) %A A JRICEAT D HEE LT,

AAAMGEITITESI 2R L, RYT 4 TA A= FRORTT A TA A E— R
TCLN 3 F AT 2008 9 iEt Lz, ZORER EBH 6 DA A {bE— R TH CLN
IFA AT 2 Z MR SN T, RIETIER—RA T A4 U MEWMEIA Z R LT X AT+
TA I RERH L,

-11-



CLNOEEIZHE L7=7 VI —Y—AF o Zfmat Lz, ZORE, 7 ko1 (mlz
380, 378) MUNCLN O —HEEDOH7 1 ko 4y+ (miz 759, 761, 763) MBI <7z
(K1),

4504 379.8

4064

3504

3.0e4

3418
62.3
2564 3818
2.0e4
4408

1.5¢4 41588.

1.0e4 1849 1

5000.0{B9.0 ﬁﬁk@ﬁ 507

8 _
00 l‘h..m\ \LLHHHLL[“\ . f4697 63.4'0 ‘llu/?g4'6 47
400 600 800 1000
m'z, Da
7607
45 3798 1565
+oot — 1400
7
3504 1200 7946
3.0ed 1000
254 381.8 800 75616 770 N
204 600 '
1504 7786 6
1004 400 o _ )
)5
50000 37883809 3838 200 751. % 5 7901 T 8026
0ol 3576 31 L s80%71  4ng 4070 01797209 7340 L 7roq), 02|y
360 365 370 375 380 385 3090 395 400 405 410 720 730 740 750 780 770 780 790 800 810
miz, Da mz, Da

1 CLN O<RAARYT kL

AIESM - ESI (=), CV=115V

CV: =— @JE, CLN FEAERHE : 0.1 pg/mL
EE 23 B - miz 50~1,000

T« A% ¥ U#PH 0 miz 360~410 (EXYEK)
TAG « A% ¥ #PH : miz 720~810 (EXYEK)

-12-



@ Tu&r b A OfE

DLFEREDFIETA 72— a3 U EiTVv . mlz 380 KN DRINAE —2 Th D
miz3718 D7 X7 b A F U AFx v AEEFE LT, ERA A NUTT D I —H— A F
>miz380 DT K A F AR NIV TR—AE—7 L7p2 mlz344 28 H L7 (X
2), WERBA T ANTT VD —Y—AF> miz318 DT Xy A A AT F L TR—
A= L miz3a AL (K3,

3439
1.00e7
8.00e6
6.00e5 379.8
3419
4.00e6
2.00e6

o_l
0%00310320330340350360370380
m'z, Da

2 CLINDOTvX s hAF AT MV (EEM)
7Y I —H—A A : mlz380

BESM: - ESI (=) ,CV=115V,CE=16¢eV

(CE: 2V varmx/iL¥—)

CLN FEHEVEHE © 0.1 pg/mL

-13-



7 866 341.9
7.0e8
6.0e6
5.0e6
4.0e6
3.0e6 377.8.
2.0e6

1.0e6 242 1
276.8

0% 20 210 260 gﬂ 300 320 340 360 380
mz, Da

B3 CLNDOTuX s hAF AT MV (EMER)

TV B —H—A A mlz378

HESE ESI (=) ,CV=115V,CE=18¢eV

CLN EEHERSHE - 0.1 ng/mL

@ BEHORE

BEVHOARAEICIZ T2 b= UV ROIA R/ — v IRIANCIXEE, BEEg, X
Y =y AROFEHRET VE=U L5 @R, CINZZEL THETHZ N TED
HIERIBEIRINA ORI o1 e N ORI DO P EE 2 fist U 7o, A BRI R OVKEHRIC
L2287 7V MNEBEDSRIZTRIET D 2 & BRI, KA ORI E % 28
b & H CCLNEEHEIR DIIE 21T o 7o IKIEIRIZ DWW T, WINAlIA Zh 2 2R KIC
IR L. XM K OVEERZ TIX0 vol%~0.8 vol%, X7 o E=v LK OEHET »E=17 A
“C1E0 mmol/L~80 mmol/L DY FEEFLFH THUR T 2FHH U7z, AR OFREEN QN KA
R OFERE L QR E DA G o A S 2 BRI XV CLNEEHE IR (T2 h=1F
KROVK (1:1) JR#R, 100 ng/mL) ZHlE L, ZNZENOMAE DT D K
2 b L7,

ZOFER, ARAEORIIC L AMHBIREOEIXIZT LA R LN T2, Wih
DEMFNZFBNT ., IINFIOEENEWITEE CLN O IR EE AR 3 D208 7 5
. XL OFEHEOSGAIZIX 02 Vol % 2 A 72300 02, X7 =0 AR OFEET
V=T ADOEAITIE 20 mmol/L Z 2 7230 0 I B HE OB BRI o7,
U EOBENS , AERENIE 7 7 V2 MR O AT AEE LIRS MZ 5 2
ENTELTE =N VEZERMH L, 72, CLN IZBEHEIZTRINAIZ 7R & &0

-14 -



BHEEOE TENLTND Z NS08, TmIF 2 2< M2 WAty —27 %
W7 m— R U, (REFREREI AR T 208 Do 7o oD ARYE TR E 2 Hikic
LS HHIEDOZEMEEZEL L, BEVEIZIRINAIZ WD 2 & & L,

IKESHRIZAN 2 5 WA OFEFE K OVRE OREIZEE LTI, ENENOUmANZ BT %
RS OB DR R IR EERIPHIC 5 5 3 IRE (X & OWERE D 5-51213 0.2 vol %,
0.4 vol% & Tr0.6 vol%., XEET B =0 LK OEET »F =7 ADYA1IZI1E 20 mmol/L,
40 mmol/L K760 mmol/L) D/KEKEAZFH L, ZHoKEKRETE = NI VDT Z
Y MHTIZE Y CLN @ SN bbbl L7z, ARFHIIB W Tk, CLN O BAEAERS
W (7 h=FU LUK (1:1) R, 100ng/mL) &~ FU v 7 AFRIERERE (7
T h=FUKROVK (1:1) JRBHE, 100 ng/mL) ORFEREL, ~ U v 7 ADfHE
I28L % SN Hb~DORB LRSI L7z, ZZ2CEMA L~ Y v 7 2%, BT,
ThAHo, B|IN, LUAKORESTZE 29T 2RELEbOEREE LTHWE, < |
U 7 ZEIEERERR T, 7. MBS ORI T ' = U v Y U B AT
WARIRE 2 BRE U7-%% . CLN JRBEEHEK (78 h = b U LR OVK (1:1) J8%. 100 ng/mL)
PRI L, IEREZ5mL & L7z,

ZORER, KA ITRTE O ICIMAIOFRE L U CIIER T =7 202 OMOEM
FE b SNENEL  EFEET T =7 LKEEHRD 3 2 §1 Tl 40 mmol/L @ SN
b Enotz, £2, 2 CERA LZRIFIOEEL OREICES P, ~ U v 2
ADF N L DBAE 72 SN Fb~DREIT A Lo T,

PLEDOFER NG, 78 b=k U/ KLON40 mmol/L HEEE T > & = U AR O A A bE
OBEFHEANS Z L & LT,

B A BRI
B Yy 7 ARNEEHERIR

5.0E+04
4.0E+04
RS

= 3.0E+04
2.0E+04
0.0E+00

= = = =3 =R =R ~ ~ ~ ~ ~ ~

s 3 3 s 3 3 4 4 4 4 < <

g 2 2 = > = NN LD Do Do Do

o = < o = < = s s I

< < < < < < g e w2 g owg e

p e o & & & NE NE O NE NE NE ONE

. E B = NN NI -

B OB 0¥ B8 &

VRINAN/ AR I DY

K4 T h=bhUEAONEBEHRICET 2 RINAOFEEE K OVEE OEWIZ LS CLN D
SN o brig

-15-



(2) Wik u~ 77 (LC) &t

ATEFO ODS 17 & (U—x )bt A = o AL Inertsil ODS-3, # Y —#L#d TSK-gel
ODS-100V. SHISEIDO #:#! CAPCELL PAK C18 MGIIL, b4/ E R Al A ZE 4t fil
L-column) Z T, CLN ORIEITHRE 20T H T La et Lic, EOREHE, SN tndhk
HRKE Mo 7z L-column Z3EIR L7z,

(3) MEm
LC-MS/MS | £ %5 CLN FE¥EFRIE O &R () %X 512~ L7z, #FEE 0.0002~0.02 mg/L
DOFIPH T BAF R EAMENE S iTe, 723, EERSEL SINZ10 2375 5472 0.001 ng (GREBR
EOFERERR O HEEE 0.001 mgikg) & L7z, E&IRS (0.001 ng) DOEEUEFEHZD SRM 2

o< NI AEK 6 IIRT,
808405

7.0E+05
y = 33962574.278438 x + 2323.699491

2
6.0E+05 R®=0.999907

5.0E+05

4.0E+05

E—VmEi#E

3.0E+05

2.0E+05

1.0E+05

0.0E+00

t t t t |
0 0.005 0.01 0.015 0.02 0.025
STD (mg/L)

X5 CLN O (f5)
v — 7 g & DTl N ZRETIERR. A 4 1 miz 380—344

2000 4 581

1500
m/z 380—344
1000

Intensity

500

AN
1 2 3 4 5 3 7 g 9 10 1
Time. min

X6 EEFRF (0.001ng) OEHERKD SRM 7 o~ K77 A

3. BRI ML O M
(1) HhHEEE OGS

MBS CLN ZHhiH 92 ik & LR L2 xS & U FRBERYE T CHEB = F /LIZ &
DS S 7R AR A xS & U R YE T CEERR = T LIS L0 T 2 5 1E S
ARG L LTe T =7 KRR E ReXx o7 I o E T Ol = F /1IZ &

-16 -



DRI 2 1R BDHE SN TS, TRENIRMNT 2RI R 528, AR E LT
R UFER = T LA S T b, £ 2C, MBI O Tk, STk CERAFIZ%
WEER =T /L DIEMNIT, FIRZEOKG DL IO FIZRE LT < Bk & ki1
ELTRIRNICO IS D Z ENTE DT ' b &2 AV, AN O WnEL R %17
ST, TORER (£ 2), EHLLOMEREICBNTH CLN Z F3ICmNd 5 2 &N T
Teo DT, FHREDKG DL OO FITIRE LT W 28 Lz, b,
B EIC DWW TR, ZR RS BRI A D - & D | 100 mL 2 U850 mL T 2
BT 2 HEE Lie, £72, 78 b RIS Lo ZIT - 7223, FoREIR A3
ETIE BB ED N R SO0, mODERICABEI TN INERS 2 L L,

#2 HEBEORE (n=3)

SiiifanpeayL FIXER (%) RSD%
TR 102.4 1.3
Welf —F v 105.6 0.4

¥ ABREHILL T OFIECIT - 72,
1) 40°C TRl SH7=HE06 10 .0 g 1T, CLN AZEH#ERRIE (2 pg/mL, 7% bR Z 1mL L, ## L T 30 ok
L CHEE Sz, 20%, 78 b SUIRE#RTF /L 100 mL, 50mL T 2 [EHH L, 200 mLIZER L1z,
2) FAHK L mL 20 E Lz, WIEBRELTTE b=V K0k (1:1) B 1 mL T#&fiE L T LC-MS/MS TiE
L7,

(2) BHEORKE

HRVA I DUV TIE, 10 W% LT R U & A PEHK 100 mL 2> & fERE =5 /1 100 mL J OV 50 mL
T2 [ 2 HEABRE Lz, CLN I3V RERE 2 AT 2 Z &b, JKIED pH 21k
(20 UC CLN O EIEENE(T D AlReER B D, £ 2T, KED pH 223 8T 2 [FlHh
23T 541D CLN OEMERZ R Lz, ZORR, R3ITRLIZEBY, WTho
pH Toh o> THIAEREINGRITE(L LD o7z, Ko T, KT pH OFFEE T 10 wivoeiit
&7 b U U AR OEER = F M K AR AT A 2 L & LT,

#£3 ERIEICBITS pH 22 b sH7- L&D CLN [FIIE (%)

pH 1[EH 2 HIH it
1 100 1 101
3 100 1 101
5 99 1 100
7 102 1 103
9 100 1 101
11 98 1 99
13 08 2 100

X ABEHILLFOFIETIT 72,
1) 10 W% b b U o AESHO pH 13, HEEEXIIKER{LT Y v A& W TpH 1, 3, 5, 7, 9, 11 XU 13 IZF%
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L7,
2) 10 W% kT b Y o AKEHR 100 mL (Z CLN £EHERIR (2 pg/mL, 7 & M U¥EIR) % ImL iU 7ct%, Eig—

JL 100 mL, 50 mL T 2 [mlffi L7z,
3) Wi F L ZREER. 7 b=V L KR0OVK (1:1) JBIET5mIZER L, LC-MS/IMS THIE L7-,

TRR AT O BRI, FRNCHIHRZ RN L. AT LR L5187 ' Fraia b
SLTEMRFNFRLZR, Ll Shricftd 55leHa% 1009 & LT, SRET4
kT2 Tt L, 2 OHKZIRIES 5 & ORI, BINLK L LA &Ti
T L LB oTe, £ 2 ThitikZ 200mLIZERL TS, £ I by EZ 7
L. SWIEICHT 2 B2 RE Lz, 3R TORMEHIR W T, SIES 20 ML OBA IO
Prifem~va IR oz, £, BRI FeA20mL HFEL TS 457
[N A5G B % 2 BET L7 (R 4), 131F 100% D CLN 2RI S 7,

F 4 FERTTFVERERIZIIT 5 CLN OEIER (%)

18 H 2 a1 H &t
99 <1 99
X ARFHILL T OFIETIT- 72,
1) 10 wiv% i k) N U w7 A/KEEHE 100 mL IZ CLN BEHEANE (2 pg/mL, 7 & UK Z 1mLiRNL72%, 7 b

19mL Z¥RM L, # 2 SE#TF /L 100 mL, 50 mL T 2 [\l L7z,

2) WA= F L EREE, T F=V /LUK (1:1) BIETE0m IZER L, LC-MS/MS THIE L7,

PLEDOFERNS . 78 Moo L2 20 mL & L., 10 wh% kT R U 7 A%
100 mL 7> & FEfEE—F /L 100 mL }2 T850 mL T 2 [ElHiH 2 HEEZ A L,

(3) MWifRI LD

IS HEEL LTT & F= b U LA~FH USRI SN TS LT,

CLN FEHEIE (0.1pg) ZIRIIL7IZ n-F 0 30 mL 205 ne~F o ffn 7 & k= h Y
/L 30mL T 3 [EHlH L7z & & oo, FHhHICE T D EINEE £ 5 10RT,

#5 T br=FUMAFYSEUIIIT S CLN FIER (n=3) (%)
1[EH 2 [alH 3 [EH &t

105 <1 <1 105
¥ ATE M= MUVEEREREL, TR =P UAROK (L:1) WK 1 mL THf#L T LC-MS/MS TE& LT,

ZORERNGLEIOT & b= kU LAFH 2 EUS XD IEIE 100% > CLN O[aIUL A3 i
BTE7=, LL, v U o7 ARIEAFELEHAIT, 1 ROSGE TIE+H50 72 BRI S
NRWAREMERH D Z EE2ZEE L, n-~FH 2 30mLiZx LT n-~FH o7 b=k
Un30mL T2EHIHETHZ & & LT,
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(4) BT s
NENBE %S DI A R ET DT DI F LU VT I -N-Fr e YU B AL
=75 (PSAI=HT L) #HWVTHENROMREIT T,
PSAX=HT L (V—x /YA 248 Inert Sep PSA 1,000 mg/6 mL) 7> @ CLN
DN — 2 %K 6 17T, CLNIZTE R KD n-~FH > (1:1) RETITEL<EHN
SNV, TER15mML TIEHSES Z 22X, 1FIFE 100% D CLN A [RIX X iz,

76 Inert Sep PSA (1,000 mg/6 mL) 75 ® CLN AR (%)
T b RO n-~F Y ARIR DO R
10:0 9:1 8:2 7:3 6:4 5:5(1:1)

i (mL)

0-5 11 1 <1 <1 <1 <1
5-10 81 55 11 <1 <1 <1
10-15 8 37 38 5 <1 <1
15-20 <1 6 30 21 2 <1
20-25 <1 1 12 30 13 <1
25-30 <1 <1 4 23 19 <1
At 100 100 95 79 34 <1

¥ TERCSmML nAFYUE5ML T T 4 a = T EERL,
T RRBAFY 2 (1 1) BIE TR L7 CLN A (0.1 png/mL) % 2mL Aff L7z,
BRHIRZEHEREL T b= FULKROUK (1:1) JRIK 2 mL IZEfE L T LC-MS/IMS TE& L7-,

PLEOFER I Y, PSA 2 =57 2 (1,000 mg/é mL) DR GFIEITT & b o KO n-~FH
v (1:1) JRiE2mL THER, 7T R RO n-~FH 2 (1:1) B 10 mL THF, 7k
F15mL CEHSELZ & & LT,

[ UERER AR OEAETH - Th, A—D—RNRR% LIEHAEN TN RN D S
ZENDL, A= —DRFEMZ OV TR EDHZREAZITo72 (X1, WTHDA—H
—®DPSA I =77 LB T HARERAEOHEHILATRETH -T2,

F£7T KHA—D—DPSA =472 (1,000mg) 75D CLNIEHE (%)

—x )L .
it (mL) YT R Supelco Waters Agilent
T R FOn-~F 0-5 <1 <1 <1 <1
(1:1) Rk 5-10 <1 <1 <1 <1
0- 5 18 12 11 14
TR 5-10 73 59 71 67
10-15 8 29 18 19
aat 99 100 100 100

¥ TERFUS5mL, n~FH L E5mLTarF4a=r S
TR RO n-~FY 2 (101 R TR L7z CLN e (0.1 pg/mL) % 2 mL A f
B ERIERE L7 b= U A ROVK (1:1) JR¥#E 2 mL 282 L C LC-MS/MS HIlE
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Intensity

~ b U v 7 ARNEMER O A VT, PSA 2 =47 2 (1,000 mg/é mL) o551 R
R LTz, 7. SBREEOFEUHE TR U 72 fhHHIRIE A Do TWE . ZDH%IC
PSA 2 =1 T ML DM EZEM T Z LI L EBEBHORRIFEN GO, RBRIE
WEMELTEONETIC 7 u~ NS5 L0 %2KTIZ5RT,TIC Z 2~ k275 LD CLN Of%
FrRRHEIC A — 7 R S o To, E70, BIEERIRE ~ N ) v 7 ZARINE
HEYSIR DO B — 7 HFELLIZ 090 TH YV~ N v 7 AT K ABER BT N o T,

P EOFRERED, PSA I =h T KX DR FIEEZRA LT,

38 1

Zel
Tel
el - . , . T r r T T T T T
1 2 3 4 B E 7 g 9 10 11
Time, min

7  PSA =772 (1,000 mg) HHHLAEEN L 7-HBIEKO TIC 7 v~ h 7T L
A% HiPH : miz 50~1,000
Bk - RO T

-20 -



_'[Z_

4. USINENSERER

(1) RN

FERMOT T v 7B B KO~ MY w7 RARIEERIR A RIE L, SRMEA R L2/ R AR 8 IR T, Sbl, 77 v 7R EloERA A
> (miz380—344) (BT HEMR 7 0~ M7 T L%X 8~17 2, miz50~1,000 123175 TIC 7 u~ h 7T LA%&[X 18~27 |[ZR-d, &2TD
BEICBNTT T 2 7 REHCHIE 2 15T 5 & — 2 13380 Lo 1z,

#8 BEMEOFM

BEE—IOHEHE E—vmEE(FS)"
No.|  #FRILEH was | TERF %ﬁf; %ﬁff? BEHRRE | oo | BHRE | 750088 | megg | IRESD ﬁiﬁs "%

(ppm) el Y (a) (b) tE (@)/(b)
1 |(yALzREY +DHA 0.001 T | 0.001 * | E2RA | 00002 [< 0333 EHE 0 - - o
2 |[yozrOoy B0l 0.001 T | 0.001 * | EERA | 00002 [< 0333 @& 0 - - o
3 [yozray S0l 0.001 FiRH | 0.001 * | EBEA | 00002 [< 0333 @& 0 - - o
4 (yajLzay ivs 0.001 T | 0.001 * | ERER | 0.0002 |< 0333 EHE 0 - - e}
5 |yA)lLzREY SiE 0.001 T | 0.001 * | EERF | 0.0002 |[< 0.333| @EH 0 - - O
6 |yELzREY LL# 0.001 FH#H | 0.001 *x | ZBEBR | 00002 |< 0333 EHE 0 - - e}
7 |yaLzREY +3, 0.001 FH#H | 0.001 * | ERERF | 0.0002 |< 0333 @EHE 0 - - o
8 |yaLzRAY ol 0.001 Tkt | 0.001 * | ERER | 0.0002 |< 0333 &EHE 0 - - e}
9 |yALzREY [F=Y o) 0.001 Figd | 0.001 * | ZBEBR | 00002 |< 0333 EHE 0 - - e}
10 |yorzrAY BROmHA 0.001 FH#H | 0.001 *x | ZBEA | 0.0002 |< 0333 EHE 0 - - e}

*1 BEBE, BEERFEDZEICIT—REE(0.01 ppm) ZALD,

2 AMRESHENRRENRLLIES (FERREELELOBFELN, [EERFA<EEBEERR X IELHHE) IZIE, [+ INKRTESN D, [ * IS RTSNI=H5HT
RILEWIE, FMRELHENRRENRLGSH. HliE. EERFRERIOTN I RFMRERFERARLTHET 5,

*3 TIUUHAMRUMRERBROIAICHELERALEHET 5. (BEICHLTERBIEIAZITI.)

*4 FAMFORENFHENREE EEBRESEERFRE) MYTHDELIC. T 7EMOHRBRCHULABERR (M VI RBMRERR ZAND,
TS TREBITHEBEE I M BRRINEA G EICE BEBROE—VER (B TROUTHLRL,

*5 B (EE) LA BEE—VOFTHEOHERELISEE T HHEICEIOL BELLEWERIZET X 1Z5EHT 5.



_ZZ_

(2) HEROKSE

’éﬁuﬂc_ou\fnftﬁs@@ﬁ%bulﬁl%ﬁ%ﬁ%mx HE N O TR O 21T > 725 R AR 9 1t £/, BnEY
BIARFEN 7 a~ N7 T L% K8~17 1277, EJEIT 80.6~110.3%. HTHEIX 1.7~8.8% T, W

&A1 4 (mlz 380—344) |

AR O HEIATR

ﬂ@ﬁuﬂua:m\“@b [ S IR R 9 5 SRR T B3 D BRIE DO SR T A R A > (k224512 A 24 BT B3R 1124 551 75) |
R ENT- HEM (B 70~120%. OHMTHE 30% >) 29 R Tho7z, BT,

D NEIEIE 93.0~3433 TH Y, &2 TOREM T SINZ=10 Ziili/= L7,
F9 B K O o ST

WNEIGRERD 7 o~ N 7T 510

FHEL7- SN

FERR | map! | smgE | S 2RR RER [EIURE (%) BE BHTHE SINLE™
No.| AATHEIEN aag (ppm) (ppm) pm) | OFHE” [ rx [ gy | 2 | ner | ne2 | n=3 | n=4 | n=5 (%) (RSD%) | Max. | Min. | F9iE "
1 (yorzrEy F0HA 0.001 g 0.001 18755 | -29 |0.9960 | 116.9 | 115.2 | 111.7 | 104.0 | 103.6 110.3 5.0 3845 | 297.6 | 341.1
2 |7o)zroy L0 0.001 g 0.001 22544 | 94 09972 | 100.7 | 101.7 | 102.0 | 92.8 | 94.1 98.3 41 2275 | 249.8 | 238.7
3 [yarzEy 4 ORI 0.001 THEH 0.001 17678 | -18 |0.9990 | 94.2 | 90.9 | 85.8 | 91.3 | 89.3 90.3 3.1 282.8 | 2815 | 2822
4 |pojzray Elbs 0.001 TR 0.001 23027 | -42 |09986 | 853 | 839 | 88.3 | 83.8 | 895 86.2 2.7 925 | 935 | 93.0
5 |ya)zAy StpE 0.001 TR 0.001 20222 | 33 09996 | 95.6 | 91.7 | 89.5 | 86.7 | 93.7 915 3.4 1425 | 1151 | 1288
6 |[vozxpoy LL# 0.001 & 0.001 16935 | 130 |0.9982 | 90.9 | 89.3 | 859 | 955 | 95.1 91.3 3.9 222.8 | 191.1 | 207.0
7 |7ozroy 432 0.001 g 0.001 17243 | 41 [0.9988 | 86.7 | 78.4 [ 957 | 940 | 91.7 89.3 7.0 2785 | 264.8 | 2717
8 |7ojzroy b 0.001 g 0.001 23782 7 |09987 | 87.6 | 81.4 | 87.6 | 89.7 | 87.0 86.7 3.2 103.6 | 100.0 [ 101.8
9 |yo)zOy [F5H2 0.001 THEH 0.001 19001 | 98 |0.9965 | 77.9 | 81.6 | 80.9 | 812 | 816 80.6 1.7 238.1 | 229.0 [ 2336
10 |ZOj)LRAay BROHA 0.001 THEH 0.001 18575 | -46 |0.9986 | 83.7 | 84.5 | 106.0 | 89.6 | 91.6 91.1 8.8 4258 | 260.8 | 343.3

*1 BEEF, BEBRBREDSSITIT—EEE(0.01 ppm)ZALVS,
2 AMBENTERRABELELDISEICE. [+ INKTEND, TOHEZE, SINLLOBHETETHLH. Bk, E2RADETET,
*3 Bon-BIREOFTRAEEZEZDHE—Y Max.) RUR/IMEZEZHE—Y (Min.) DZNLETLDSINLLER DD,




_SZ_

(3) &k~ bV v 7 ZOHE~DREE
EMENERER 236 1T 2 IR 100% S IRE DO~ b Y v 7 ARIEEHEAIR & ARSI A 22 BAZ 2 [FE L, £ 0 v — 7 gk 6
Bt~ b U w7 ZORE~OBEZ N LSRR 43R 10 1277, B — 7 mfEiX 0.905~1.067 T, WTHNOEMBIZBWTHEER~ M v
7 ADFEBINTFRD biLieinoT,
# 10 3Bt~ bU v 7 ZAOUE~DFE

- e | mmag | zems men E—omEH (&)™ SINKE THiE
No.|  Hirsgitan ras | RNRR g A | e 2 gy [ woozmmmesn AR EHED | .
ol | wom | 777 n=2 Ty n=1 n=2 Ty n=1 | n=2 | HOO°

1 [poLzoy H DA 0.001 T | 0.001 0.001 0.0002 [k 0 3995 | 3982 3988.5 3814 | 3661 3737.5 339.7 | 367.8 106.7 353.8
2 (yaLzEY Lol 0.001 TR 0.001 0.001 0.0002 i 0 4271 4174 42225 4528 4244 4386.0 157.0 | 175.2 96.3 166.1
3 |yaLzEy 4O 0.001 Fi&H | 0.001 0.001 0.0002 [ty 0 3216 | 3214 3215.0 3558 | 3549 3553.5 258.3 | 295.5 90.5 276.9
4 |yA)LZRAY Eivs 0.001 FigH | 0.001 0.001 0.0002 [k 0 4225 | 4118 41715 4442 | 4415 44285 130.2 | 111.3 94.2 120.8
5 |~A)LZRAY StE 0.001 FigH | 0.001 0.001 0.0002 [k 0 3824 | 3782 3803.0 4088 | 4008 4048.0 127.7 | 142.3 93.9 135.0
6 |ym)LRAY LL& 0.001 Figd | 0.001 0.001 0.0002 [k 0 3374 | 3088 3231.0 3562 | 3429 3495.5 283.3 | 325.0 92.4 304.2
7 |yB)LROY 43 0.001 FigH | 0.001 0.001 0.0002 [k 0 3539 | 3359 3449.0 3690 | 3562 3626.0 309.2 | 295.3 95.1 302.3
8 |ym)LzROY B0 0.001 T | 0.001 0.001 0.0002 [k 0 4381 | 4310 43455 4714 | 4632 4673.0 1100 | 114.9 93.0 1125
9 |yaLzEy FL#D 0.001 Fi&H | 0.001 0.001 0.0002 i 0 3862 | 3748 3805.0 4094 | 3999 4046.5 338.0 | 276.6 94.0 307.3
10 (AL zEY BORFA 0.001 FigH | 0.001 0.001 0.0002 [k 0 3654 | 3623 3638.5 3733 | 3661 3697.0 379.6 | 288.3 98.4 334.0
¥l HAEMEE, BEBRREDBECIE—EEE(0.01 ppm)EALD,

*

N

ERBADOHEZITOIANR(FMRELEERRREEARGDHHR) I [+ IARTENS,

*3 HMPORENERRFAELRECADLIIC. TIVVHMORBER THRUBERR (TR IR MRERR) RCBE CTARUARER R (RERERR KT 5.
*4 IM) YR FNBERRRCEERETROIRICKEIC2RULAIES 5, (BEICHLTRREIAZTS.)

5 TSUIIE—IDRBOLNIIEEICIE, TR RFINREBRRDERG TS/ EEELSIV-EZALS,

*6 IR YIRFIMBERROBEARERRISHTHE—VER (RIETBFI DL (%) ERDB,

s
o

o



5. ZOMOREREMRFHBEE S 5 FH
HEER AT 3T AR IR O RE R T BRANBE I N, F0n, EREOS
Hrick W T “EBEDBIE SN0 ERT 2729, 10 &M OEINENGREROBRIC — &
DOmiz bE=F— LTz, ZOFRER, WTHORMBIZBWTS “EERPBIEIND Z LT
o7,

6. £&¥
ETORBIZBWTC, 7707 Blo o~ NI AMIEEXETHE—71TAHALN
otz EE 80.6~110.3%. DT 1.7~8.8% % HAEE (B 70~120% K DM TS
FE 30%>) ICHATAMETH o2, ~ MU v 7 AUSHFERERIR &K QRS AR O &
— 7 HfEHIE 0.905~1.067 TH Y | RKIETIEH L e~ U v 7 ZARITRD S o
7oo USHNEIGRENZE1F % SN HiZ 2 TORM T SINZ10 %17 Lz,

[h&aa]

LC-MS/MS % FW T, B &R 0.001 mg/kg % i 7= 9 5 /K EEY H1 D CLN Mk & fat L
7. FOFME. I, 3. XA, B ELOKORA %2 W 72 IsINEIGRER 2 380 T
B RfE RN E ONT- T2 RIEITBKEYOFRE S HES L CEARRETH D 2 & 23
E‘D‘éﬂf:o
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(AN B 142 7C 0.001 mg/kg, m/z 380—344)
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Intensity

Intensity

Intensity

Intensity

Intensity

Q@77 VREIORERRTIC 7~ ~ 7T A

(ESI (—). m/z : 50~1,000)
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