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TERrNIE—L

WHHEMSEME T TEMA [2-mF v-6-AF L7 = ] ICE# SN AR

WEMLME FTHEMA [2-(1-BE R XY mFN)-6-2AF LT =1 ] ICEBISN A

.3 £
BOH, UH, M, LOBAT L CREEY

AL
Wik o~ 727 « 25 ABRVE &5 (LC-MS/MS)

ot R
HRITTRT HOLSME, BAID 3ITRTHDE N5,
4 T =Y BMEMY E AR PN n ) RUORBEAKRI =TT L (150 mg)  NEE

12~13 mm ORY =F Lo B-DOH T LEIZ, 4T =y L2EHEMY E= 1P -N-E=ren )
RULEAKR 150mg Z B CTA L b OXIT I N ERZEOSERFEEZ AT 2 b D0EHAW5,

5

Tt N a— UREREL KNIETE R e —L 95% Ll FEE T,
EMA ¥ AT EMA97%LL & & e,
HEMA fE#EE AR5 IT HEMA9S% UL A& te,

. BRI O R
1) Hhi
B, FEROEIZHOLGAIL. 3B 10.0g 12K 20mL M A, 30 2EkiET 5, £28AZ L (R

) OBAIE, WEF20.0g 2R VERD,

ZHUC AL =100 mL ZINZ, REDFA X Uizth, BB AT 5, AHEOREMICA S ) —
S0 mL ZIIZCTHREYFTA AL, EREFBRICART S, GoNizAkEabE, A% /7 —/LE
2 CIEMEIZ 200mL &%, ZOWHEH»SEMIZ20mL (&5 552 L G 0BA&IL10mL) %
SYEL. 40°CLLTF Tl L. i a RET 5,

2) EMA} "HEMA~ D 2 i

1) THROLNZEEWICA Y 7 —)V4mL ZMZTEN L, OCEHICET, ROGHRERZ KRG LR
5 50%/KERLT N U U AR 4 mL 2N &, e Lizth, 120°C T 4 BEEINEAT 5, KGR #R % SRR
FEE THn LT, KT 5, RUGHEmZ B L, K L7oROGZE . T oK L72/K 30mL 123 9
%o SEFREREK 10mL TV, EiRE S b5,

3) HHH
4IRT =T DEEMIY E =AY UN-Em e Y RUREAKRI =T 24 (150mg) (7 &
F=hFU2mL KUK 3 mL ZIEXREAL, FRHKITE TS, 20U 7 A4I122) THOLNEIKE

HEALE%, K10mL ZEAL, MHERITE TS, RWT, 7 =RV LKOYK (7:3) B 4 mL
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PEAL, WHIRIZ T2 =M U A KOUK (7:3) IR ZMMATIEMIZ 10mL & L2t 023 R &
T 5,

. REMROER
EMA%Em&U%EMA%@%@TtFSPU%&U%N73)@W®%W%ﬁﬁ%@b\%M%MLO
MSMS IZIEA L, B— 27 @iEXIIE— 7 mfE CRER A ERT 5. k. RIEITHE - CRUBREIK 2 h i
L7z3a. 3B 0.01 mgkg (7 ~ 7w —/ LR (CF Y 3 5 BRI P IR 1% 0.001 mg/L (7& h7
n—/UiE) Th D,

7. EE
HERIAW 7 LC-MS/MS ICIEA L. 6. DOMEMR T EMA KO HEMA O& 82K 5, WEMSEMET T
EMA K OVHEMA (ZEM SN AR a Gie 78 M7 o — L OEEEZRD LG5I KA I R 5,
7Y b7 a— (BEEMESM T CEMAKR OCHEMAICZ#B S N5 REm 2 &, ) O& &
(ppm) =AX1.995+BX1.784
A: EMAD G & (ppm)
B : HEMA® & & (ppm)

8. TR
LC-MS/MSIZ X Y i+ %

9. MWIES M
(f31)
BT AT ETIA VALY AV N2 mm, K X150 mm, KL £E3 pm
7T KIRFE : 40C
BEFE © 0.01 vol% X2 & 110.01 vol% X2 - 7% F= b U JLIRIRDOIRIR (9 : 1) T5HRMRFL
7et%,. (1:19) FTOREAREZ 155 TIT O,
A F 2 4kE—F : ESI (+)
A Ay (m/z)
EMA : 7 U h—H%—A A4 2136, 7u X7 M4 A 2119, 117
HEMA : 7V h—H%—A A4 2152, 7 ua X7 bAoA 42119, 91
HEAE 3 ul
REFRFRI O B %2 -
EMA 15%)
HEMA 9%y

10. 7 BFRA
7 ~Z7v—/:0.01 mgkg

HHLMESE T C EMA ICEH S LD R © 0.01 mgkg (77 b2 m— /L)
HEFNESAE T C HEMA ICEB S L5 R : 0.01 mghkg (7 & h 27 m—/L#5)

11. &g

1) WBRyEoW 2

T b7 a— L R OFEOREW 2B S A & ) — LTI U721k, SEEMESE T TNV T EMA

KL OVHEMA ICEH L, 47 v B MEBMi =L _oBoN-E=re e ) RUEEAEI =
-2-



T LTI L7-%, LC-MS/MS CTERL MR T 5 H1ETH D, 728, EMA KU HEMA OZ i ZEHIC
OWTEREITV, M T T EMA KOV HEMA ([CEH SN R#EMmE2 &7 v 7 n—L0g
BERODHAHITIL. EMA KO HEMA O&RICZENZBEREER L CT® M7 a—LOEEIC
L, ZNoOMESHEE T 5,

2) HEER

O R OEBEE BRET HEE, KPR GEEIETZ / — % 10mL 2 (8 5SmL 372, 2 [BIFLE)
Iz CHfET 5 & L,

@ 7T M= UERERLEZ O TEINENGERZ i L, EMA ~OZER 453147 Tnd 2
LEMERTHZ L, 7B M m— )b EMA ~ 0288, HEMA ~OE# b 1Thid &
EZ DD, 72, REBRIEBREHIT & b7 o — UERE KON 2-[(= hF T AT {2-(1- K ¥
TIZTFINN)6-AFIVT = =T X )2-F4F Y HEEE RS A2 W TE N E IV EMA K OV HEMA ~2
BT 5L aMER LT,

\ \

/:< N/_O H S )
\4 ) i 4

cl
T rIE—)L EMA
HO -
& o
0 s D
Vi % ’\‘/\\_;}—NHp
o o \
2[(= R F T AF ) 2-(1-E R F v mF )
EMA K O"HEMA ~ 0 Z

@ M THONTEREME A 2 ) — VITHEEMR LT, 50%KEEbT b Y U AR 2Nz TRG
5 ERRFET D720, EMA KON HEMA BMET 2B 5, 207w, KA aa KL
IR B . 50% KT N U U AEIREINZ b,

@ BSOS TIET VR =S TNV EO LB S WESRE WS,

©® EHRINE, FONRIZKEMZ D LML <HEE L, EMA KT HEMA MEET S 2103 d 5,
O, ISR E K THRT HBRF, K LIRS Z . T oKEm LIoKIH 15,

® BN, SR E K CTHRIRT D LN AR T 2560385, =07 2ERIzBW Tk
FE b EOTI= AT LMIFEAT D, L =07 AMMIFEATLHE FEMZITUDITEAT D &
WL R DG BN D DT, FlEW % 72 D XD TITEIR A TEN Lictk, &5k ol %
VB ECHWA K (K2 mL 372, 3[EIFRE) IZBE L CI=0 7 ACEAT D L LW, FiEY
T, ZOKIZERBL T =0 7 MTEAT 2EETITERS 5, 7ok, WEPEWSGEIIMLEITR
CTHGIT 5 & Ky,



@ EMA KUYHEMA @ LC-MS/MS HIlE T, FBRIEFHFERFIIAE N LA A 2 LU FITRT,
EMA
ERmAA Y (miz) : TV I—Y—A A2 136, T0X T M A 119
EVEA A (mz) « TV I—Y—AF 2136, T0X T M A2 117
HEMA
ERmAA (miz) TV I—Y—A A 152, TuX 7 A 119
EVEA A (mz) « TV I—Y—A A 152, TuX T M A 9]
® HEMA @ LC-MSMS JI7E T, BENRNET D2HEITUTOA AU -T2 & Kuy,
ERwAAY (miz) : TV I—Y—A A2 134, FuX 7 M A 115
EVEA A (mz) « TV I—Y—A A 134, X7 M A2 119
©@ HREREBARRFICRFI L2/ : KE, &5 bAZ L CRIEY

12. &% Wk
2L

13. Fa4A
C



TRA D F AR (BRED)

1. 8L a?

2.

3.
Wik o~ ~75 7 « 257 2AAVERESGHTEE (LC-MS/MS)

5.

T LAY ?::/ Bia
TV AT F 2 B
89-Z- T~ )L AV F 2 B

38 FH 22 i
FRPEY)

i

R, AWK
&_r¢%®u% BHID 3ITRTHOERND
7&»%7%/BMW@%KE IT VAT T B, 95%LL EEE T,
TV AT F U B RS REIET L A7 F 2 By 95%LL EE G T,
8,9-Z-7 ~UL A 7 F > B fEHES,  AFhIE 8,9-Z-7 ~UL A 7 F > B, 95%LL L& Eie,

PRERTAIR DR

1) i

O BJE, GHEAKOHEIZBHOLS

#AEF10.0 g 12K 20 mL 2%, 30 s3fAGES 2, 27 & hor 100 mL #0012, RETFA X
Lt% W5 ST 5, A EOEEMICTE Ry 50 mL 2% CTHREYFA XL, kit &R

T 5, H/BoNTAREEDYE, 78 b2 TIEMIZ 200mL &35, Z O 5 ERMEIC

mL Z5H L, 40°CLL T CTEML T, 7k b &2BRET D, 2T 10 wvt thjﬁbgﬁso
mL Z %, B F /L 50mL 2 C2EHRE St 5, fitlikaGow, KRBT M) v A%
MZTWAL, EAMEET Y U LEZAR LT, AikE 40CLL T CTlME L, wIEARET 5, 2
DI n-~FH 2 30mL Z Mz, n-~FH 7% b=k VUL 30mL 95T 3 [BHE L 9 fiH
T2, iR E G, 40CLL N CIRME L, WA RET 2, ZOREWICTE =1 Y LR ML
T (3:1) R 2mL 22 THENT,

Q@ BEKROEXOLH

AEF20.0g 127 h100mL 012, BRETFA XLtk WS AET 5, AR EOEREMICT
TR 50mL 2 THREYFTA XL, ERREFRRICABET S, BoNTAREAEDE, TN
ZNA CIEfMEZ 200mL &%, Z ORI HIEMEIZ 10mL Z57H L, 40CLAF TR L T, 7k
VERBRET D, 2T 10wk MU U AR S0 mL 0%, FEETF /L 50 mL O T 2 [EHR
EOMtHT %, iR A G b, KRR N Y U AZIA TR L, BEKERET R U AE2ARIL
7o, A% A0CLUL T Clf L, WIEABRET 5, ZOREMITEr=FI VKO MLrz= (3
1) 8K 2 mL Z & CTHEMT,



@ KOHA

B 5.00 g 12K 20 mL 2%, 30 pFET 5, Zhis, 7 Fr 100 mL 201z, HETTA
A LT, Wl AiET 5, AR EOEEMICTE MY 50 mL 21X CTHREYFA AL, it LAk
WZABT 5, BonicAREGLE, 72 N2 A TIEMIZ200mL L35, Z O ERMEIC
10mL Z47H L, 40°CLA N CIME L C, 72 P ZBRET D, ZHUT 10wh%IELT F Y 7 AFEIR 50
mL Z M A, HEE—F /L 50mL $oC2[EHRE S i3 5, #hilikz G, BT M) v L%
MZTWAL, HEAMEET Y O LEZAR LT, AikE 40CLL T CTlME L, WA RET 5, 2
DOFEEWCT v b= KU/l 2mL 2z TENT,

FI BTNV D A =H T A (1,000mg) (7 F=kVUL10mL Z{EAL, i
RITHETD, 2OH T LI EFROTE b= M) ARRETEA L%, E6IC7 8 =M1 20mL %
HEAL, AR ESHERMIREZERY , 0CLL N CIRM L, 2 RET S, ZOEEMIITE F=
FUAKO Ry (3:1) I8 2 mL Z N2 TENT,

2) rgid

777574 Nh—RNT I 7Ty by U B FNAFERE I =07 A (500mg/500mg) (27 & b
=hUAKO MLy 3:1) BIR10mL Z7EA L, RIEKRITETD, 208 T A4IC1) THLNE
WEFEALIEE, TR h=RMU AKX LTy (B 1) BIR2SmL 23FEA L, AfEE & e2iR iR
B0 40CLLFCIME L, WA TRET D, ZOREWAE 72 b=V UZEN L, EfEIC ImL & L7z
b D RBRIEIK E T 5,

6. MREHROIERR

BERELZZNENT ' b= 8 U WZED U TEERR 2R T 5, SEEREEZEERA LT ' b
= MU ATHER UK E B AR L, 2T LC-MS/MS IZHEA L, B —7 @i X3 v — 7 mibE TR
ERATET 5, 7236, RIEICHE > CREEEIK AR L7256, B8, W, fEE, RERCERICH
S TiE, BB 0.005 mg/kg (HI 3 2 BBRIAE TR I3 4L A1 0.005 mg/L Th b, &Kich- Tt #
FF 0.02 mg/kg (ZFH Y 7 2 BRI P IR L1 ZA LS 0.005 mg/L Th 5,

7. BE
RERAIR A LC-MS/MS IZHEA L, 6. ORERETT L A7 F 2 Blaw 77UV X7 F 2 By KO 8,9-Z-
TR T F U B DEEERD D,

8. HEatalEk
LC-MS/MSIZ XV fezB+ %,

9. HIESRM:
()
BT ATV Y A N 21 mm, K& 150 mm, KL £ 3 pm
717 KIEFE : 40°C
BN © 5 mmoL/L FEfET > & =7 AAHK & OV 5 mmoL/L FEfR 7 > E=U A « 7 b=k U JLIEIRDIE
-6-



i (1:9) TloMRF L%, (1:19) FTOREARL 75H T/, (1:19) T2 0MRET 5,
A A AbET—F : ESI (+)
TR A Ay (mfz)
T_XYATF 2 By V=Y —AF2 891, X s ~A A 567, 305, 145
TXIWATF Y By TV H—Y—A A2 877, XV ~A A 553, 291, 145
89-Z- T~V AT F YV Bla: 7V I—W—AA4>2 81, Fu& s hAAL 567, 305, 145
FEASR 5L
RFFIFE O B %
TV AT F 2 B 59
TAIVRATF 2 By 457
8,9-Z-7 ~YL A 7 F By, : 657

10. EERS
JE, B, MEIUE. REROEE KA Y 0.005 mgkg

#®
R BEW 0.02 mg/kg

11. ®EFE

1) ABREOBE

TSIV AT F U Bl T IV AT F 2 By IN8,9-Z-T ~ L A 7 F o Bl i B 67 & b o THiIH L.
Wl = T VICHRIE T 5, B, BEROEEFOLEIE, 7' b= MU /~F%H B Ol L 7=,
KOZHRIE, A7 ET NIV DB TFNVI =T A THER LR, 77774 MH—HR /72
J7a ey )by ) B VR R =5 T ATHEL L LC-MS/MS TER&L OWERT 5 HETH 5,
TR T2 Blaw 7YV ATZ T2 By MY 8,9-Z-T )V A7 F 2 By DFENEIIZHOWTERET
W, IO OEEROMESHE LT 5,

2) EER
O HIROEERITIL, ZRENAEVDOOITHGEEMEEH L TV DLIHEERH DL T EnE ., RAEE
R ZRUT 255 I E—E L L TR ENZEELZ WD 2 L,
@ WFEICEEL TR~ MY v 7 Z0RER & 5561203, SIBRER OAROME SR OB %217 9
ZEMEE LV,
@ TULRATF Y Blay ToULATF U By LN 8,9-Z-T UL X 7 F 2 Bi, ® LC-MS/MS HIE T, &
BRIEBIFEIH R LA A v &2 LU FICRT,
TV AT F 2 B
ERmAAY (mz) : TV —Y—A A2 891, TuX T M A 567
EVEA A (mfz) « TV I—Y—A A2 891, FuX T~ A 305
T)V AT F 2 B
ERwAAY (mz) : TV I—Y—A A2 877, Fa XV hA A1 553
EVEA A (mz) « TV I —Y—A A2 877, XV A 291
8,9-Z-T ~YL A 7 F > By,

!



ALY (mi) : 7V h—H—A 42891, FuXr hA 4L 567
EVEA A (mz) « 7V —H—A A2 891, FuXr ~A4 305
@ RBRIEBARHHCHREI LA Tk, KU, 139NAEH, RE, Fhwlx, ALy VA

e
A

=N

12. ZECHR
L

13. A
C



TR FRBRIE (BED)

1. o8 ay

2.
w5 PEY)

3.
Wik o~ ~75 7 « 257 2AAVERESGHTEE (LC-MS/MS)

5.

TV R T F By,
TGV AT F B
89-Z-T ~JL A7 F By,

38 FH 22 i

i

= W

&_r¢%®u% WRID SITRTHOEHWD

TAW%ﬁ%/BMW@%K%iTNW%ﬁ%VBm%%HL%QQO
T YL A 7 F v B RS AT LA 7 F 2 B 95%LL EAEE T,

8,9-Z-7 ~ L A 7 F o Bl MEHESL ARG 8,9-Z-T ~UL A 7 F o Bia 95%Lh L& & e,

BRI DI
1) #hi
O N, L OB OS &

AEF100 g7 b S0 mL 01z, BRETFHA AL, W5l AET 5, A EOEREMICT
T h25mL N2 THREY A XL, ERREFRIZART 2, FoNTAREELE, 7 M
ZMZ TIEMEIZ 100mL &2, Z O HIEMIZ 10mL 253 H L, 40CLLF CiRML T, 7k k
YEBRET D, ZHUT 10 wv%tiib T MU U AR 50 mL A0 x, HEEETF /L 50 mL 90T 2 [l
EOIN T 5, iR Z S, EKEEE T N Y U AZ M THK L, BKAEET Y U LEARIL
Tete. A% 4A0CLL T Cilie L, I ZRET D, ORI n-~FH 30 mL Z A, n-~F
PoAMTE F=FU 30 mL T T3 [EIRE ST 5, HiHiKAZ S, 40°CLLTF THME L.
B ARET D, ZOEEWCT Y h=F YL 2mL 2% TEMT,

@ MEMEOHLOEE
ﬁﬂsmgKTt%ywnm%mz\$%9+4fbk%\wa%@¢éo%ﬂi@%@%ﬁ?
TR 25mL ZMATHRED T A AL, ERLEFBRIZABT D, HBoNcAREEDLYE, 72 M
ZMNZ CTIEMEIZ 100mL & 3%, Z O D IEMEIC mmm%“@b 40CLLF TR L T, 7k k
YEBRET D, ZIUT 10 wvO%tiib T MU U AR 50 mL A0 %, HEEETF /L 50 mL 9> T 2 [l
EOHIN T 5, iR Z S Y, EKEEE T N Y U AZ M THK L, BKRAEET Y U LEARIL
Tete, A% 4A0CLL T Tileie L, I ZRET D, ORI n-~FH 30 mL Z A, n-~F
Yo7 F=FU 30 mL $HOT3[EIRE ST 5, HiHiKAZ S, 40°CLLT TR L.
A RET D, ZOEEWICT Y h=F YL 2mL 2% TEMT,

-9-



2) rEid

T BTNV ) BN I =T A (1,000mg) (27 h=hkUL10mL ZFEAL, i
RITHETD, ZOHT L) THLNEREFEALEEZ, 72 h=1FU A 20mL ZEA L, Aff
Wa s R IR AR Y . 40CLL N ClME L, WIARET 5, Z0REME T b= K U LIZED
L. EfIZ1ImL & L bOERBRIAKE T 5,

6. R DOIER

FAERE S A T2 T 7 b= MU WD U OBk 2 i35 5, SRR Z M HIRA LT & K
= MU ATHERUIERE AR L, 2T LC-MS/MS IZHEA L, B —7 @i v — 7 mibE TR
RS D, 7R3, ARIEITHE > TSI AT L7256, 3B 0.005 mg/kg (ZFH 3 2 BRI
HHIE X 0.005 mg/L TH D,

7. BE
RERAIR A LC-MS/MS ICHEA L, 6. OREMTT L AT F 2 Blaw 7YV AT F 2 By KO 8,9-Z-
TRV ATF U B, DG EEZRD D,

8. HEatalEk
LC-MS/MSIZ L 0 e85 5,

9. MIESRM
(f51)
HT L FTETI I Y A N 21 mm, K& 150 mm, KL £ 3 pm
717 NRFE : 40°C
BaEhtH : 5 mmoL/L HEAT > & =7 AR &L NS mmoL/L FEfig 7 =7 L « 7% b= h U JLIEKD
BRI (1:9) TI1OMBRFELAEZ, (1:19) FTOREARE 70T, (1:19) T2 5 MERE
ERAR
A A AbE—F : ESI (+)
Tl A Ay (m/fz)
TXWATF Y Bla: TV I—Y—AA42 891, Fm &7 A AL 567, 305, 145
TXIWATFY By TV I—Y—A A2 877, XV ~A A2 553, 291, 145
89-Z- T~V AV F Y Bla: 7V I—W—AA4> 81, Fu& s hAAL 567, 305, 145
VEAR ;5L
TREFIE O B %2
TV AT T2 B 557
TXJV AT F 2 Byt 457
89-Z-7 UL A7 F 2 Bia: 647

10. & &R
#ALE40.005 mg/kg

-10-



11. ¥EHH
1) AREBREOBIEE
TPV ATF 2 Blaw T ATF 2 By MIN8,9-Z-T )L A7 F o By it b7 & ko Thild
L. BEE=F VICHRIE T 5, 72 h= NV AT BELCHIR L, A7 2T v Uik ) a4
NI =T ATRRIL721% . LC-MS/MS TERL R T 2 HIETH D, 7V A7 F 2 Blay 7L
AT F 2 B KN89-Z-T XV AT F 2 Biy DENZEIUTOWTERZITV, TIHDOE RO Z 54T
BEd 5,

2) EER
O HIROEERITIL, ZRENAEVDOOITHGLEMEEH L TV DLIHEERH LT EnE, RAEE
WRR AR T 2 5 5B L L ORI S EELREZ D 2 &y,
@ TANAZF Y Bl TAIVAY T By KN 89-Z-7 -V A 7 F 2 By, ® LC-MS/MS JIE T, &
BRIEBRFEREICMEH Lo A A2 B LU FIORT,
TV AT F 2 B
ERwAAY (mz) : TV —Y—A A2 891, TuX T M A 567
EVEA A (mfz) « TV I—Y—A A2 891, FuX T~ A 305
TV AT F 2 B
ERwAA (mz) « TV I—Y—A A2 877, FaX V7 hA A1 553
EVEA A (mz) « TV I —Y—A A2 877, T XV A 291
89-Z T UL A7 F > B,
ERmAAY (mz) : TV —Y—A A2 891, TuX T M A 567
EVEA A (mfz) « TV I—Y—A A2 891, FuX T~ A 305
@ REREBRREMICHRET Lo - RO, FOlEIE. FOlF. 45

12. ZFE3CHR
L

13. A
C

-11-



runra— blBE (BED)

1. SHstgd o
sapga—kray R

2. EARMN
BEEEY)

3. HE
Wik a~ 757 « %257 MNUEES5HE (LC-MS/MS)

4. AFE, A

RIS HOLSNE, #AID 3ITRTHDZ VWD,

77774 NII—AR)=F LoV T IV-N-7Tabe v Vb ) B VB I =77 2 (500 mg/500
mg) W R2~1B3mm ORI =F L /(ODTLEC, FEIZT 7774 Mh—Rra, FTRElc=FL
YIOTIVUN-TrELT YT U BV EE 500 mg FE T A LT2b DXL I E RSO HEREZ A9
LD NS,

s Aa— kol FEER KiZ7oLia—kral Fog%LEaETe,

5. REBRAEIR O

1) il

100 g 12T FY A1 g KOV vol% X2 10 mL Mz, RETTA A LR, AX /) —)
50 mL Z Nz, EBICHREDFA XT 5, 5 3,000 BT S ofmOboBE L. EEKERS, REY
\ZAZ )= 25mL ZMXTHREV T A AL, it REERICEODBEL, EBREH D, fBFohiz B
WaabE, A% 7 —VZMx TEMIZ100mL &35, ZOWKR»H EMIZ SmL 208 L, 40°CLAT
TEM L, WHAERRET D, ZOEREMIC i~V 5mL 2Z, n-~FH a7 h=rUL5
mL $OT 2[R E S i3 %, ik EZ&HE, 40CLL T TK | mL IR T 5,

2) FEid

T3 7, NI—RNF LT IV-N-T a3y )by VB 7FVEE I =07 4 (500
mg/500 mg) Z 0.1 mol/L ¥§f% 10 mL 2 O'7 & b=k UL 20 mL #JEXREA L, MHKRIZETS, 20
HTLTL) THLNEEERATEALEE, ST F=FY L 8mL #1EAL., AffRE S0
HRESRY . IEHEZE 72 F= MUV CEMIZ 10mL 12 L2 b O 2R BRAR L 55,

6. MEHROIERL

suda—rrnl) MEEEROT M= F ) VERZBRFR L, T LC-MSMS IZIEAL, B
— I EE I Y — 7 ERE TR ER A ER T 5, 725 AREICHE - TREEIK 2 T8 L7354 20k 0.01
mg/kg (ZHA 2 5 BRI TR AL 0.0005 mg/L TH 2.

7. EBE

PRBRVAIE 72 LC-MS/MS I[ZIEA L., 6. OMEMR T/ ulta—rrnl) ROGE&EZ KDDL,
_12_



8. HeatalEk
LC-MS/MSIZ & 0 fezd4 %,

9. MIESME

(1))

AT F T BTN YNNI BGA A RBIE R OEA A AR B LTe > ) 1 NER 2.0
mm, £ 100 mm, R 73 um

717 MRE 1 40°C

FEEHF : 2 mmol/L R T > &= AR M O A X /—)b (4 :1) JRIET I o L2, (1:1) %
TOREAELE 2 /3B TITV, 512 (1:49) T TOREREZ 2 5T, (1:49) T3 MERFFT
o

A A AbET— K : ESI (+)

FERAAY (mpz) : TV I—H—AF 2122, Tm X7 bA AL 58, 59

FEAR 5L

CRFFRFEI D B2+ 3 4y

10. EERF
0.01 mg/kg

11. HEFH

1) ABREOBE

suanpta—rrzal REREEGENLT N U AROFBEETA X ) — /L THItHL, 72 k=Y
/B USRS T D, VT 77 A M —Ry/ZF LUV T I-N-FrEALY Y by Y S
NEE I =17 LTI L%, LC-MS/MS TEEMK OMRT 2 HIETH D, i, ARk O—ik4
ZzmanrAa—hrzul RTHDHIN, BEOMELA E LTI arAa— EREHEITND,

2) HEEA
O Zuarra—rral) RidH T ABCRE LT WD, T 28 BHIRY) 7YoL vils

@ Zwopia—hkral RO LC-MSMS HIET, REBIERRBERHEEH Lz A A 2L FITRT,
ERmATY (mz) « TV I—Y—AF2 122, TuX 7 M A 58
EVEA A (mfz) - TV =Y —AF 122, TuX 7 M A 59

@ FHBEBRRFEHCME Lo  FOMKA, 4o, FoiflE. 43, BN

12. ZFE3CHR
L

13. A
C

-13-



vruZua b)Y UEBRE (BED)

1. g b e
vruara K)o

2. WEHAEMN

B

3. L&
Wik o< 757 « X5 AAVEESHTE (LC-MS/MS)

4. P, WK

LRI RT HoLSMNE, A0 3ITrT b0z A5,

0.5mol/L U Ve (pH7.0) U VEE/KHE AU U A (K2HPO4) 52.7¢ KONV VEEZIKFEA U U A
(KH2PO4) 302 g # B VD . /KK 500 mL IZ¥fE L, 1 mol/L KEE(kT b U w7 A¥EHE X 1% 1 mol/L HEfiz
ZRAWTpH % 7.0 IZFHFE L%, K&EMZTIL &£95,

vruZo b UERES KTy a T a U2 95% U EaEt,

5. UBRIAIHOFHR
1) filitH
P 100g 12K 20mL &%, 30 HRKIET 5. ZAUCT R F= YA S0mL EAMA, AKE DT A

X LTt%, W AT 5, AR EOEEWIZTE =1 ) L 20mL 2%, FETFTA A L%, Lk
R RRRICRG AT D, oAk AEGbE, 72 b= A EMA TEMIZ 100mL &35, Z
DVRED S EMEZ 20 mL 243 B L, #Hi b b U w7410 g XTX0.5 mol/L U > FgkEEiik (pH 7.0) 20 mL
A, SHMRE > T 5, BE L%, LT KEZIETS,

F I BTNV M ) A =T A (1,000mg) (7 =KV SmL ZFEAL, JRHK
3HETH, ZOBTAZEROTE =R VEEZEALZE, T =YV SmL AZFEAL, Afi
RE G0 R MRE 40CLL N ClfE L, I ZRET 2, ZOREMITE r=FI VKO Lz
(3:1) B 2mL 2% CTHENT,

2) rEid

TI7277A NI—RAT7 I 7 Vb U A7 VEEE I =07 A (500mg/500mg) 12, 7
Er=FI VLML= 3:1) B SmL ZFEAL, MR TS, 20U 7 AI121) THLR
PR EZEALT-H%, T F=FUAKO MLy (3:1) Rk 20 mL Z1EA L, ARKEE & T2
R %A 40°CLL T Clfs L. WA BRET 5, ZOKEME A X/ —/VIZEN L, EMEIC ImL & Lz
D ZE R LT 5,

6. MRERROIER
Yruza M) RSO A S ) = AEIRZBETRE L, LC-MS/MS IZIEAL TE—7 mEX T —
7 HREE CHEMATERT 5, 2P, AREICH > THREBIAEZ T L2354, 3B 0.01 mg/kg (2FH2Y
T 5 REBRIAIE PR E1X 0.02 mg/L Th D,
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7. BE

RBRAHE 72 LC-MS/MS IZHEA L, 6. OMEHRTY 7 oo N v OgEERD D,

8. el ER
LC-MS/MS |Z & W B9 5,

9. HIESRME

(1)

BT F T BTN I ALY A 2. mm, £ & 150 mm, KL% 3.5 um
A7 DREE : 40°C

BEIFE : A I OB IRIZ DWW T FROEE AR TR T 5,

A 5 mmol/L WElET > & =7 LI

B % : 5mmol/L BEiET > =1 L « A X ) —VIFHR

il (97) Ak (%) B (%)

0 90 10
3 30 70
13 10 90
15 10 90

A A AT — R : ESI (+)

FheA Ay (mfz) TV A=Y —A A2 499, a7 A4 257, 181
HEAR 2l

TRFFIFH O B % 2 13 53

10. EEFRA
0.01 mg/kg

11. HEFH
1) BREOEE
vrarua M) rERENGT ' F= MU VT L, BT CKRERW R, A7 2Ty Utk
VIUNTNI=ZANTEERT T T 74 NI—RANT 770y Vb VB FABEEI =h T A
THH L, LC-MS/MS CEEXAUERT L HIETH S,
AKiED 15, HBREEROME) 13, FEOEMELRE TLCMS ICLEEEO—FRBIET (B
PEW)) | \ZHERLLT=H D TH D,

2) HEER

O MR LRSS AEEZEB L, 77774 NI—R/7 2 7ae i Uil
HENFEE S =H T 5 (500mg/500mg) 7"HDT 77 kU rOERHICIE, TLCMS 12X 5 E
ez —FRBRIEL (2EY) | LT, 7R = ) LKLy (3:1) Rk 20mL %
AnTnwa, vrare N vOREgiistge T 55512 72 =R VLD MLy (3:
D BIROEEZW O T ZENTE D, FHEROLTOHG THLN, TE =M LK LT
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Y B RK SmL T 7774 NI—R/T7 I 7Fab v U ) B S NAFEE I =07
2 (500 mg/500mg) 7Hv 7 mru MY UEREHTEDLZ Lol L TWnD,
@ vZ7ua7u bkl LC-MSMS JIET, REREBRRHCHER LA 4 2L FITRT,
EEBATY (miz) TV I—Y—A 421499, 7uHx s M F 1 181
EMWA A (mz) TV I—Y—A 42499, Ta s N F 1 257
@ RBRIEFHFRFICHET L& - XK
12. &% 30k
JEAE TR SR - AR AR R TR AR - B AR E A AR 0620 55 1 5 [LC/MS I K % i
DO—FREBIE T (EZEW) | CFRk 2946 H 20 H)

13. ZEA
C
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vru7ua b)Y UEBRE OKED)

1. g b e
vruara K)o

2. WHAEMN
IKPEW)

3. EE
Wik o< 757 « 2 o7 DAVEESHTEE (LC-MS/MS)

4. RIE, W
AT RT HoLSME, BAID 313 TH 02 AW A,
vruua N AERER KT 7 a7 e U 95%LL EE ST,

5. REREIROFHRY
1) il
AEF10.0g127® b 50mL 2 THREDFA A LE, Wl AT 5, A EOEREMICT & k

Y 25mL Z MR THREDFT A AL, ERt & RRIZRS| AT 5, oA caby, 7k M
ZINZ TIEMEIZ 100mL & 3%, Z O HIEMEIZ 20mL 27 L, 10 wv% i kT MY o A¥HR 100
mL ZA1Z, n-~FH 2 50 mL eV 25 mL T2 mHRE 5 i35, iEE S b, 8KmEET KU ¥
LEMATRIK L, BAREET NV U LE AR LIc#, AIRE 40CLLUT Tl L, WiaRET 2, 2
DI n-~FH 2 30 mL Z#Z, n-~FH o fafi72 =K UL 30 mL 32T 2 EHRE 5 5
%, fiitiEAZ GO, 40CLLF T 1 mL LA FICIEHMT 5,

2) FEH

O A2 E2FINTI I I BTFENI T LTI~ T T T 4—

A7 2T YT Y AV =T A (2,000mg) ([ZT7ER=RYL10mL ZFEAL, B
WRITEETDH, ZOHT A1) THLONERKZFEALZE, 7 b=FU L 5mL Z7EA L, AfHiK
ZEte 2RI E A0 CLL T CIlgfE L, W2 bRET D, ZOBREWIZT ' h KON n-nFH o (1
19) R 1 mL &z THENT,

Q@ =FLUIOTIVN-TaAI I Y BTSN I T A a~ NI TT 44—

TF LUV TIVN-TrEL Y e Y BV =T A (500mg) (27 b RO p-osS
> (1:19) B S mL ZFEAL, MHKIZIHETS, 2007 ACOQTHELNIEK ZFEAN LICE,
TR p-~FH 2 (1:19) 1BHK 10 mL Z27FEA L, AR Z & e R2ia iR % 40°CLLT Tl

U I A BRET D, ZOBREWZ AL 7 — /WD L, EMEIC ITmL & L7e b O 2 BRIk &+ 5,

i

6. MEBROIER

vruazua ) UREELDO AL ) — VIR E SRR L, LC-MS/MS IZIEA L TE—7 @ik i —
7 HIFEE CREMRATERT D, 7ok, RIEICHE > CREVEIR 28 L7254, 0B 0.01 mg/kg [2FH
T 5 BRIAR P IR X 0.02 mg/L TH 5,
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7. EBE

RBRAIE 2 LC-MS/MS I EA L, 6. OMEHRTY 7o N v OgEERD D,

8. Merdalin
LC-MS/MS |Z LV i+ %,

9. HIESRME

(1)

NThFTETINT I Y S NEE 21 mm, £ 150 mm, RLF£% 3.5 um
717 LIREE : 40°C

BEIE : A R OB IS HOW T F RO E AR TERT 5,

A& : 5 mmol/L BEfE T &= LRI

Bt : 5mmol/L HffET o E=" b « A X ) — VIR

e (53) AR (%) BIR (%)

0 90 10
3 30 70
13 10 90
15 10 90

A A AbET— K : ESI (+)

A Ay (mi) TV A=Y —AF2 499, Ty A 257, 181
FEAR: 2L

TrFiRsRI O B4 2 13 47

10. JE RS
0.01 mg/kg

11. HEFEHE

1) ARERIEOME

vruZa N UEREINS T M THH L, neX Y AZIRET S, T F= R U VAT Uy
BLCHiE L=, A7 2T NI UMM Y BFNANI AT AR R F LT I V-N-Fa Ly
WML VBT =0T LTHI L, LC-MSMS TERKE DGR T 2 HIETH %,

2) EER

© vzrwuroa o LC-MS/MS HIET, MBERHIERICEN LA A 2L TITRT,
EEA LY (miz) : 7V —H—A A2 499, TaX s A4 181
EMEA A (mfz) 7V =Y —A A2 499, Ta Xy hA AL 257

© HBEPHRFFICHRET LR : 9 RE, LLA

12. &3k
L

13. ZEA
C
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vaea v UEBRE (BAED)

1. W8y
oA

2. WEHEMN
= /KFEY)

3. KEE

Wik o~ s 757 « 257 2AAVERESHTEE (LC-MS/MS)

4. P K

IR T HOLSME, BAID 3ITRTHDOEHNWS,

NI RAFALT I )TN UL Y B TF NV 2F LT 2 -N-7a ey Vb U b 7F Vg
JE =572 (500 mg/500 mg) WNEE 12~13mm ORY =F L B-OB T LEIZ, EBIZNY AT
T 7av UMb ) AV E . FRBIL=F LT I U-N-7a e ) b U LB
500mg ATA LSO E FFDOFBERMEZ BT L HDE N5,

oo L AERES, KT a A 2 95% L EEE T,

5. WBRIAR OFHR

1) fhit

10012 n-~FH 2 50mL 2Nz, REDFHA XL, n-~FTH o f@f7 & b=k U /L 50mL
Mz, S BICHRET A X LTcH, 55 3,000 [BIH5T 10 @05 BEL, 78 b= VEEE D,
MK n-~F Y U T a7 2 =R V30 mL ZMA THREY T A AL, Bid
ERBRICEODBEL ., o7 h= I VEE G, 78 =M & INZ CIEMIZ 100mL &
T 5. O GIEMIZ ImL 247 L T 40°CLL FCiliE L, W ZBRET 5, Z0EE®MIZT & R
YRR p-~FH L (4:1) IBHR 5 mL A TENT,

2) k5

FNIAFATI ) 7Ta Ny Vb Y A F N/ =F Lo T I V-N-7a By Uk U 7
FEE I =77 4 (500mg/500mg) (27 h> 10mL, 7 h KN p-~FH (4:1) B 10mL &
EREAN L, SRHEIIIEETH, OB T A1) THONERZEA LI, 7' b R -~
P (4:1) BIK10mL ZEAL, HRITE TS, NT, 7' P ROUK (19: 1) 1BIK 15mL %
HEAL, Bz 40°CLL T Tl L. WIEZRET 5, ZOEEWZEZT B =MV LRUOK 9:1)
RIRIZIEN L, IEfEIZ SmL & L7z b O &R BREiR &7 5,

6. MEBROIER
ot~ U UERERO T b= MU LKROUK (9: 1) IRIROWIRZEBOSHRTLL . #1270 LC-MS/MS
-19-



ICHEAL, BE— 7 @B — 7 mEE CTHRER AR T 2, 23, RIEICHE > CREER 2R L7235
Ay BB 0.01 mg/kg [ ZHE Y 3 2 BRI OREE X 0.0002 mg/L Th 5,

7. EBE

SHERVAIE A LC-MS/MS ITHEA L., 6. OffEHE T af~A L r0EgEE2 R 5,

8. HeFlIER
LC-MS/MS |Z LV e+ %,

9. WELEHF

(1)

T T Dt AIVIRARH A VEEAEARIL U 0 N 2.1 mm, £ & 150 mm, R F£E 3.5 um

717 NRFE : 40C

BEME : 72 b= R U AKD01vol%FEEDIRIR (9:1) »H (1:1) £ TOREARLA 10 43 TIT
V10 2 EREET S,

A A AtE—F 1 ESI (—)

FEh ATy (mfz) : TV H—H—A A2 301, TaXs A4 209, 184

FEAS : 10 uL

TRFFRF O B % 2 5 57

10. EEFRA
0.01 mg/kg

11. fEFH
1) FRERVE DL
A D EREND eI Y UFEFTE = FYATHIL, FUAFALT I FrEn
SUMES Y BNV F LT I VN-TREALS Y LS Y BRI = T LA THEIL, LC-
MS/MS TEREKOHERT 5T ETH D,

2) EEMA

O va¥<A 0 LC-MSMS HIET, MERIEREFCHER LA 4 2L FITRT,
EEA LY (mfz) : TV —H—AF42 301, 7uaXr hA42 184
EVEA Ay (mfz) « 7V I—H—A 42301, 7uXy hA 242 209

@ HEBREBREERICHREI LA R0, FolEl. o, 7
12. &3k

L
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13. ZEA

C
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