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LCMSIC X A ERED —FRREN (BKEW)

1. i gfb e
ElE S

2. mHAEMN
= IKFEY)

3.

Wik o~ 7o 7 « 257 ARV ESHTE (LC-MS/MS)

4. W3, WK

RITTRT b OLSME, BAID 3ITRT bz WD,

20 mmol/L i 7 > & = AIRIE (pH4.5) HiET > E=0U L 1.54g 5BV,
K950 mL (ZIAfRE L. HiRZ W C pH 2 45 ICHE L%, K&ZMzTIL &
T 5,

FERAE U N K EIREOMENH LR 0, (FEREOMRARE T,
EHOMEN RSN TOVDAIHEAITITENICH Y, RSN TWRWEAITIEX, M
5% UALEDEDEMHTLHZENEE LY, )

5. RBRIEIE O R
1) fliH
O FbioLSNOES
REZ EREICEY, BRI TSEEOT X ) — NV KROK (1:1) 1B Z Nz B
BJ—fb L7, B 100 g lITHYT2EZEVEHD, Z4UCT7E M2 100 mL K&
OFEE 1 mL 2 N2\ RE YT A X325, 57 3,000 [1#5 T 5 5 OB L 72,
FBEERD, BEWIC X )= 0K (1:1) B 10mL 2% CTHRELEZ
%, 7 M S50mL KOWEEE 1 mL Z# M2 THREVFA X5, Eidk FERICE
DoBEL 7%, R ERY | Eo EEIKRE G, 78 M2 IA TEMIZ 200
mL &35, ZOWEN»D IEMEIZ 10mL 247 L, 40°CELF T | mL £ THRME T
o ZHIZ n-~FH 2 30mL ZIMZ, n-~FH M7 b= kUL 30mL 3
T3 EEE ST S, iR E &b, 40CLL FCREM L., Wl a2RET 5,
COEEWMIZTE b=F UKD 20 mmol/L EEfET > = LA (pH 4.5)
(9:1) R 2mL Z Nz TEMNT,

@ EbHrODOHS
RE A EfICEY, EELRTEHEEOZ ¥ J— KO (1:1) BIK%Z Nz B



B)—fb L=, 3k 100 g IS T2 8&FZ RV D, 22T R 100 mL &
OFEfE 1 mL 2 2\ RE VT A X325, 457 3,000 [1#5 T 5 5 O L 721,
FBEERD, BEWIC X ) — Ok (1:1) B 10mL 2% CTHR#ELEZ
%, 7MY S50mL KOEEE 1 mL Z# M2 THREV A X5, Eitl FERICE
DAHEL %, EBEERY, ko EREEGbY, T M2 MMX TIERMIC
200 mL &35, ZOFEIESEMIZ 10 mL 2508 L, 40°CLL T CIREEZBRrET
Do ZOREWMIZTE M= FVU /LK 20 mmol/L BFEfg T v E =7 LA¥EIHK (pH 4.5)
(9:1) Bk 2mL 2z TEMNT,

2) rEid
O A7 ETINTVINME VBTN DT AT a~ NI T T 4 —
o2 TINI N Y BTV I =T A (1,000 mg) (7 ER=HKU L
SmL, 7t =K UK 20 mmol/L i 7T > =7 LEHK (pH4.5) (9:1)
R 5 mL ZIEKREAL, MERITETS, Z0OB T LIC1) THLONERKE
HEALZH.SHIZT7 2 F=bF YL K20 mmol/LHEfE 7 > & = LA¥RHE (pH 4.5)
(9:1) B 15mL ZEAL, AWKz SRR HKREZR S, Wik %E 40CLL T
TIRM L, WIEZRET D, ZOBREMICER=FT IV, MU RORRAX ) —)b
(2:1:2) B 2mL 2Nz CTENT,

Q@ 77754 NI—RKRATLERR DTN T I~ NTTT 4 —
77774 =R I=HT 2 (250mg) ICHEBRTF )L, R KA H
J—=v (2:1:2) B 15 mL 2 FEAL, MHKIEIHETL, I 5VI=07
A (500 mg) IZHEfR=F v, PUZFALT IV, MAZUROBAH ) — )L
(40:1:20:40) BIK 10mL, FEfg=F L, "L RORAK J—)b (2:1:2)
R 5 mL ZIEKREAL, MEKIZETDS, 779774 " A=K I =0T LD
THIZY U AN I =T x8E L, OTHONTCEKRETEALLZE, SHIZ
g F )L, ML EORAZ ) —)L (2:1:2) B 15mL #1EAL, RV,
T777A MNI—RI=AT7LE2W04 L, VBTNV =0T LNTEBR-TF
NV, MV ROAZ 7= (2:1:2) BIERSmLAEZEAL, AMIKRE &R
Mk a5, WHK%Z 40CLL TN ClifME L. WA RET 5, ZOREMET & &
= R U VKO 20 mmol/L BEfE 7 > & =0 AIEMKR (pH4.5) (1:1) IRIKIZEE)» L,
EMIZ ImL & L7 OERBRBEKRET D,

6. MEMREOIER

IR D REYE N A W) 2R A IR ) U ORI A R B, AR YE IR A 3 B
BA LT, MY RREREOSERELEZLT E b= UL LD 20 mmol/L FFfE 7T »
F=U LK (pH4.5) (1:1) BEROBWKEBAFHAKEL, £ % LC-MS/MS (2



HEAL, E—27 @mEXTIEY— 7 HEE CHREMRZIERT 5.

7. &

REBRIBWIKAZLC-MS/MSIZTEA L., 6. ORBHCHBEEEDEELRD S,

8. MR
LC-MS/MS IZ X v f384 5,

9. WESMHF

(f51)

NI L F 7 EZT Y Y v N 3.0mm, £ & 150 mm, KL F£% 3 um
717 LR 40C

BEF AR O BIKIZOWT FROFEIETERT S,

A% : 20 mmol/L FEfig 7 > & =7 LA (pH 4.5)

B : 7t hr=FU L

Befdl (3) AR (%) B (%)

0.0 99 1
5.0 99 1
35.0 0 100
40.0 0 100

A A 4b®— K :ESI (+) KOVESI (—)
T A Ay (miz) : BIFRSR

FEARE 5L

PRFFREM O B2 : BIERSH

10. 7 & RS
B2 31

k

11. BEFHE

1) ABRIE O

PR SR s S ERRERE T 7 b THIH L, 78 F = b U b/~ 45D
(XA OOEEITEN) . A7 2TV I b VB TFNI =T A, TT7
FAMI—=RI =BT IOV BTN I=hT LA THEBML, LC-MS/MS TE &
L OFERT D HIETH S,
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2) HEER
O PEREIAEZEHATEA2EWELTEIEICRLEZELD TH D, Hiflxs



ERDMBICIEAREZHHACTE R WREMEDILEMREENLGENH D
DTHETDZ L, Fio, RO D BEERIT, (LS4 HENNI R
L7,

@ ABRBRIBIFHRICR L2 TORAED ORI ZRFE L2 b O TiXie .,
{EEWR LD BEAERIZE 253 ER ESDOTFHEOBENNH LT,
DRISR T AW OMBEDLEIZBNTHLN LD DO & T
HULEND D,

@ BRIZELALEHOFITIZ, S BAERICRERICED T 5008 H 5 D

T, EEETREICIT ),

FREIREERE R X, FRERIR Y MME O L OEHEHTHZ L,
ER%HOT & b AR PSR EDDRRD 5N DA, =m0 oA IT O

EWHK R EOBREIZHNTS RV,

©® R L. WA ERICRET 2BAEIL. EEKRE AV TIEROITT 9,

@ =0T KIS CEBESOEMNFAEZ FANIT V., B HALE % iR
LThbERT 5,

® FEMELRNEMEZS D 0IiE, RBRBERO AR~ MU > 7 ZIRIEEAER K
ITEHERINEEZ AN D Z L BB ERBFAND D,
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(BFR)LC/MSIZ&HBEZ D —FHABRK M (BKEW)

& B SRS *Eﬂfgfﬁ EBAAD (m/2)° Eémi
=i (mg/kg)
AVrarnvE=7ne L AVrarnvEg=7ne L 1.00 +252—210 +252—-192 +252—-164 0.004
1VTaF+5> AV7aFF5y 1.05 +291—231 +291—-189 +291—145 0.01
Th/SR—Fk Ih/SR—k 0.74 +238—206 +238—136 -236—192 -236—132 0.01
FILANT ) L FILANT ) L 0.56 +275—259 +275—231 +275—123 +275—-81 0.01
FLFURRAY FLFURRAY 0.72 +689—544 +689—158 +688—544 +688—158 0.01
HILREIR HILREIR 0.75 +237—-192 +237—-118 0.01
E 2% *I500 0.62 +221—164 +221—90 0.01
onxH4yy sRFyIyy 0.74 +436—220 +436—178 +436—150 0.01
7oy 7oy 0.83 +255—209 +255—105 +255—77 0.01
FEEEAL VT RTEH—IL FEEEAL VT RTE—)L 1.10 +397—337 +397—279 0.01
soaxyiyy synx4iyy 0.79 +470—254 +470—212 +470—184 0.01
RIWTFSTIY RIWTFSTIY 0.51 +251—156 +251—92 0.01%
AITF=hIY AITF=hIY 0.83 -334—136 -334—133 0.01
FTRUET—IL FTRUET—IL 0.70 +202—175 +202—131 0.01%
FT LYY FT LYY 0.83 +494—192 +494—119 0.01
FFUIz=a—)L FFUII=a—)L 0.56 -354—290 -354—185 -354—79 0.01
FLIaLy FLIaLy 0.70 +870—174 +870—88 0.01
FARR FARR 113 +467—419 +467—405 +467—125 0.01
FIOSRUET—)L RIOSRUET—)L 1.10 +361—346 +361—274 +359—344 +359—274 0.01
rYRLFEY rYRLFEY 0.72 +256—211 +256—119 +256—91 0.01
RJART Y L RJART Y L 0.54 +291—275 +291—230 +291—123 0.01
MLz LB ML F LB 0.99 +262—209 -260—216 0.01
=rAFT =L el Nm £ | 0.66 -289—162 -289—127 0.01
EYAZZY EYAZZY 0.69 +249—233 +249—198 +249—177 0.01
T7LT—IL T7LT—IL 0.97 +326—281 +326—217 +326—93 0.01%
TSCOTUTIL TSTHTUTIV 0.91 +313—203 +313—83 0.01
=%y =%y 0.82 +297—279 +297—264 +297—109 -295—251 -295—231 0.01
TIRUET—)L TIRUET—)L 0.84 +314—282 +314—123 +314—95 0.01
ToRER )L ToRER)L 0.83 +210—168 +210—111 0.01
J0)L7z=a—)L JOL7z=a3—)L 0.68 -356—336 -356—185 0.01
AThy AThy 0.83 +259—241 +259—185 +259—159 +259—127 0.01
VA YA 0.58 +302—164 +302—121 +302—107 0.01
LNy —)L LS —)L 0.51 +205—178 +205—91 0.01
TILTTFIY TILTFIY 0.91 +309—251 +309—163 +309—121 0.001

DRBREEERTESIDITRRILEMER B DR TFIAISRLIZLDTHAHN, HHEHRELGSHRBICFREZLERTECVREMEFOLEMNEFTNIEANH IO TEET S
C&o Fz RERRMORLCIRERE. SHARIEEMIERIRUT.

2) HEHRIFEFE AV F Y7L b—IL D RFFEE (25~265) (X T 2HEXHETHY | R HEO FHETRL.

3) EBAAUIE LC-MS/MSRIEIZH T B[TVA—Y—AF—>TAF (A V]IERL BFEDRDOFE (+X(E—) (&, ESEEICH T 514 ALE—F (ESI(+) RIZESI(—)) %R
Fo BAAUIE BFDOKREVIBITRL =,

HEERAE. RIMREOT pom (RITHR/NFIRE) TORMEURHERIZE 1T HFMEH PO TR RILEHOE—IDS/NA A BRTHIOLL EDEABLNIIHEZIZ001
me/keg (RIET/NFIRE) ELT =, HAMRE0.01 ppm TORMENUNERERDFERMNZUVEE (&, TRy I RRIMZEF KRE RV TEH$0.01 ppmlTHB LT EHMRARILEHOE—
IDS/NB N BRTHI0LLDENFOENIHEICIT, EERFDOHEEZ001 mg/kgkLI*]ZEDIFTRLI,
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3.
Wik o~ 757 « X7 ZAVEESHTE (LC-MS/MS)

4

5

6

WIZRT HOLSME, Rl 3
AIF a7 RERL KT IFZ 707 ) R 98%LL EaETe,
6-7 = aF UEfENER KMIT6-Z ua=aF U 98% L. EE AT,

. EH R
YINERY)

W

o oWl
(RTHDOEHWD,

. PRBR VAR O R
1) i

HE0.0 g (BB OHAIEX5.00 g) 1Zn-~FH 250 mLIE NI KK N A X ) — )b
(1:3) BIKI00mLE M2, REIDF A X L%, f53,000001H5 T5% 5% 04 B
BATD . AR —NVBERD  n-~FH U BEROEEMITKERAZ ) —)v (1:3)
RS0 mLE M THREY A XLk, Bt RRICELODBEL, oKk
WAZ =) (1:3) REBEEHAEDLET, KEBAZ 7 —v (1:3) {BIK TIEMIZ
200mLE T 5, ZOEE»HIEMIZSmL (X5 A 2F2mL, AEGIX10mL) % 75 X
L. 40CLLF TR mLE TEMT 5,

2) W1k

1) THELNEERIZI2 w% /KEE{LT N U 7 AEIKRS mLE S wh%it~ v 5 >
feh U o AERIRS0 mL& M 2, 22 & A1 T120°C D s C15 BB L, 1 2
a7y REkQe-7uuv' ) DLEEsHETH5REME6-7 nn=aF BRIz
T 5, MBGRTERIESL. BAKTHSL LN HK50mL. 10 v/v% LS50 mL M O #ifi
eKkKFEST FY U LS g MBS Z & T S & 721% ., BElE =7 /1100 mL& V50 mL
T2EMR E S i3 5, K Z G, MHKICEKRE T Y v A2001 T
KU, BB NU U LEAR L%, 40CLL N ClEM L, Wit 2RET 5, Z
DY Z0.1 vol% B K N A % J—v (9 : 1) JBRIRIZE» L, EMIZ2.5 mL (1
HAHAODLGAEIFImL) & L-bD2RBRIEHRE T D,

. BREROMERL

6-7mnr=aF UBREERE T N ISR L CHEEERK E T 5, BRI A

0.1 vol%EFfR e XA X /—)b (9:1) BRIRTHR LIZBRZHESHEL, ZnEh
LC-MS/MSIZIEA L., ¥—7 BEXIIY — 7 HEBETHRERZER TS, B, K&



W0t -> TRBRIEH 2R L=54 . AEF0.01 mgkg (X7 07U R#HE) ICH
U425 B IATE P S 130.00l mg/L (S X7 a7 RE) Th oD,

7. EE
RERAIR Z LC-MS/MSIZIEA L, 6. OfE#fRCo-rnn=—aF U BOEGEZRD,
KRICEIVAIX ISR (6-7unb YL ELPET AR EEST., ) D& &
R B,

AIXs7uFY R (6-7unb VU LVEEHETLIREME ST, ) O&&E (ppm)
=AX1.623

A:6-7maun=aF BEoEg s (ppm)

8. MR
LC-MS/MSIZ L Y iR+ 5,

9. HIESME
(1)
T 5 FTETINT YT Y 50 A2 mm, & S250 mm, KL 3 pm
717 MNREE : 40°C
BEFE . 7 b= KU LKRD0.1 vol%FERRIRIKE (1:9) 225 (9:1) £ TOREAR
Z105MTITV (91 1) TSHORMRFT 5,
A A AbE—F : ESI (+)
FioA Aty (mi) TV I—Y—AF> 158, FuX 7 A 122, 78
AR 10 ul
TrFiRERI O B4 947

10. EERS
001 mgkg (f I¥ 77U RHH)

11. EEFHE

1) ABREOBE

AIF 7T RED6-7vu ) UNVEEHT R0 E2 5D Dn-~F9
FETFTAKEOAZ 7 — (1:3) BEEHANCTHHET 5, HEESET i~
HoWH Y T LEREHTNBERZITW, A X477 ) REke-7ra )l
UNEEETHNREWE6- 7 vnu = aF URRICEE L, EERE— T LTI L2,
LC-MS/MSTE& M OHERT H HIETH D, b, 6-7unrn=aF U RIZONTE
BA2iTW, 67 pnpn=aF U BROGBICHREAREEZRLCAIF IS Y R

(6-7mub VAL EELFTLI2REMEZEL, ) BEICEB LD Lo HEE
5o

2) EEM
O BBALISIZOWTIR, A 34707 FEREN ZHWC, BILEIGN 52512
ITONTWAEZ L aERT LI L, B, MBGEREHAEWE6-7 nn =2



F BB T 50, MISRRICEET S,

©® 6-7uvur=aF UEEOLC-MS/MSH|E T, REBIEBRRIZHEH LA 4 %2 L
e
TEEAAY (mfz) 7V —H%—AA4 158, a7 b4 Fr 122
EMEA Ay (miz) - TV I—H—AA4> 158, FaX s b4 78

©® HBREHBICHRET LIRS - FOfmA - B - Il - 3L, BomA - I8, X
HLHho, HBRE, SITFERLLEA

12. &3k
2L

13. E%

C

-10 -



A n A7 o RBRE (BKED)

1. oW e

AR AT

4-t R 3- AT F)-1-FF Y A 1[44] ) F-3-m2-F0 (LIF, MREHML) &
WO, )

4-E R X T3- (4-BE RRX U AT LD, 6-VAFN-T 2 =)V) -1-AFH A a[44]/F
B-rr2-4r (BUF, MM S, sk EETe, )

2. 1AM
LIKEY

3. L&
Wik o~ 757 « X7 WAVEES TR (LC-MS/MS)

4. #EE, R

IR T B OLSMNEL, #BAID 3ITRTHDZE WS,

AEH AT 2 EREN, RFITIA T AT T 2 98%LL EAE T,
RAPIMUEAE S ASITAEHIMI 98%LL E% & e,
RETHIMUZHE S AR5 ITRBHIM2 98% UL E& &,

Sn

O
gl

5. BRI O
1) il
B A EREICEDY , EELTI/I0EDZ X J—)b FEELOK (9:2:9) Rk
N Z B — b Uitk 3EH0.0 g B OHA135.00 ) ICHY T BEZ BV D,
T h=brU, FEEEOAK (80:1:20) JEHK100 mLIF NI n-~F ¥ 220 mL%
2. RETVFA X LT, 853,00008: TSoM@mOonEL, 7 =N U LEOY
KIBKEZR D, n-~F VU EEOEEDIZTE M=KV b, FEEOK
(80 :1:20) JBIKS0 mLEMA THREY T A X L2, EiL L FERICEOLDHEL.
Boh7eT7E = I VEWKEEREZEDLDE, 7 F=FU L, FBEUK
(80:1:20) IR CTIEMEIZ200 mLE T 5, Z O B IEMEIZS mL (JEAGIE10 mL)
ZorE L, 40CLA T THI1 mLICIRME T D, Z4LI20.1 vol% FE£0.1 mLA&Z U0 w/v%
BAL T N U U AEKA0 mLE Iz, FEfE =TV K On-~FH 2 (1:19) JBiES50 mL
FToOTRHRE ST 5, HEE ALY, A e X7 = KOMCEPMIE )
(H53 1) 925, 50 OKEEZERY . ML OB M2ia & AR E 4 (8 5
) ¢35, Wy LICEKFEEST N L2 M THAKL, EKFEERST N 7A%
ARILTt, 40CLL FCRM L, WilEEZRET D, ZOREMETE M=V LK
R0.01 vol% ¥/ (1:1) JRIEIZEL L, EMEICIOmLE L2 DE AR AT T =
VRO EIMI ORBIAIK & T 5.

2) KGR (BEM D H)
1) THOLNIEESDIIZKEZNZ CTIEMIZS0 mLE 35, ZOEEN L IEMIC
10 mLZ4y B L, HHlg6 mL& M1z . Bk L T90°C D ihin T3 N ZE LA M2

-11 -



6

0.
L
L

BWAEREMAKDIEST D, BEE, 10 wy%iEibT U 7 A%E#100 mL%& Nz, HERR

TF N On-~F V> (1:1) JBIK100 mLE& M50 mLC2EE E 5 i35, ik
A, WKEEST N AR THAKL, AT MY U A2 AR LK,

AWOCLLTCTEML, WitzkhE+T2, ZO0REMWICT 2 =Y VR OEB
(99 : 1) JE#K10 mL%& Nz CTENT,

3) K

TFL VT IV-N-TrELT UMY L (500mg) (27 =R U LK
OWERE (99 @ :1) JREI10mLAEFEA L, MHRITE TS, 207 48122) THDLN
W EZFEANLRHREZRE TS, RWTT® = MU LR OEHE (19:1) 20mL%
HEA LB AZ40 CULTCTIRM L., WEZ2RET S, Z0REMETEN=1
JVRTR0.1 vol% g (1:1) IRIRIZE) L, EfEIC2mLE L2 O Z{HHM20R
BRIsi e+ 5,

. RESROMERK

Av\ AT = RS MU S K ORI OME S 2 2T & b
UM L TERERE E T 5, SEERELZETESLTTE =) LEW
1vol% X (1:1) RKCTHRN LB ZHAFAKL L, T EHNLC-MS/MSIZEA
B EE T EEE CREREERT S, ek, ARIBICHE - TREBRIEK & i i
oA, BE0.01 mg/kg (A w AT o R ISR Y T 2 BRI TR TR I

ZALEW E $0.00025 mg/lL (A B AL 7 = UHE) Thb,

7

M

. R
BRI ZLC-MS/MSIZIEA L, 6. OBREMTAE T XV 7 =0 REYMI1 K OfCEY
20K EBARD D, RBEMI L MREIM2E SGie A0 AL 7 = L DERE RO LIS

W%, RAUT KV Rk D,

8

9.

A A7 2 ((REWMI L OCEIM2 2 &, ) OEE (ppm)
=A+BX1.360+CXx1.285

A: AR AT = OEE (ppm)
B : M1 EE (ppm)
C : fREIM2OE & (ppm)

. FERREAER
LC-MS/MSIZ L V i+ 5,

e S

)

NI 5L F 7 ETNT YT U v N2 mm, & S 150 mm, KL F£85 pm

71T LIRFE : 40C

BEifH : 7' b= KU KO0.1vol% XERIEIR (1:4) 75 (9:1) £FTORE
ABE & 1043 TITVv (9 : 1) Tom Mtk 5,
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10.

11.

A A+ 4kE—F : ESI (+)

TA Ay (m/z)

AR AT 2y TV =Y —AF 2 273, Fua X7 bAoA 255, 187
R#ML . 7V h—H— A F > 273, a7 ~AF v 255, 187
RFHM2 : 7V h—H—A A 280, a7 A F 2 271, 241
EAE @ 10 uL

PRFFIFE O B %

ZA¥BE AT = 155

REHIMI = 115

REHIM2 = 957

E R AR
FALE0.01 mgkg (A H AT 7 o )

HEFEm
1) ABiEO#E
2vrmAv7 oy, REOMIETRBEHM2 (BEKE G, ) 2% 7 — ),
XK OK (9:2:9) BRIKCERYL L LIERENOn-~FY U FETFT M= b
U, FEREOK (80 :1:20) R+ 5, Bt F L& Rn-~FH v
(L:19) R Z WIS LD A A V7 = 0 R OCEIML &2 A 18 12,
REIM2 I NVE DRRGERZ KB BT 5, AEEICOWTIEEDOEE, KEIZD
W TR IM2 D ¥ &K 2 Ja e TR 0 L TR M2 & L, BE2 = F /L K O}
n-~FH o (1:1) BRERTHH LR, =F Lo YT IV-N-7rerr v
HFNI =T AT L, LC-MS/MSTERM VMRS 2 HIETH D,

B, Are AV 7y, KEPMIEOREM2 REKEET) oZzhZEh
WIZOWTERZITV, ML OREIM2 (BEEEET) 250 AR A Y
Tz DEBEERDHBAITIE. REYMLE OREHIM20 & &I BRI E T T
TAEBR AV T2 VOEREICEBRL, Znb0MESoEE 5, =720, ONE
ZRDDHBEEICIE, ERMOHEI R GILEMICRHETDHZ &,

2) EEHA

O FAHEEORBEBERFOAE R A L 72 OBREH SO ) —)L,
e L ORI 2N 42 TR ZITV, DBEORBRE/ED SMBEME T 7 H 43
N D,

@ A2vrr ATy REPMIEOEHHIM2OLC-MS/MSHIE T, 3R LB %
RRIZERH L2 A A 2L PR,
A AT
EBAAY (mfz) : TV =V —AF> 273, FuX s hAA4 2 187
EEA A (m/z) TV =Y —A A2 273, TaZ 7 bAoA 255
R IM1
ERA AL (miz) TV I—Hh—AF> 273, Ty s M F L 187
EMEA A (mfz) + TV =Y —A A4 273, a7 hA 4> 255
R IM2
ERmAAY (mfz) TV I—Y—A42 280, a7 hA 42241
EMEA A (mfz) « TV =Y —A A2 289, Tu T bAF 2271

@ REBIEBRICHRE LIRS O - I5H - 1Tl - 2. BOBHA - 1, 11X
HLho, HIRE, SIFKURL LA
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12. &k
2L

13. ¥E%

C
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TIVFT VRABRE (BEW)

1. orRgbaw
TINVFT =)V

2. 1 AR
EFEY)

3. HEE
Wik o~ 7o 7 « 257 ARVEESHTE (LC-MS/MS)

4. R, Rk

IR T S OLSME, #HID 3ITRT DX N5,

77277 NI —R)=F LT IV-N-Ta AU A ) A VEE S =
BT h WER~BmmORY) =F Lo Boh T NEC, EBICST 774 B h—
R FRBICZFL YT I -N-Fa Uiy U b4 L %4500 mgf T
ALTZb DXL N EREOGEREE AT 20 WS,

0.5mol/L V > fRfik (pH7.0) U UEEAKFE IV 7L (KHPO,) 52.7g M ONY g
KFEH VT (KHPO,) 302 g ZmDED . /KK 500 mL (Z¥AFE L. 1 mol/L /KEg{b7
MU D AEE SO 1 mol/L ik 2 T pH & 7.0 ICFRHEE Lok, KREZMATIL &
25

TNFT VRS R T AT T = L98% L EEE T,

5. RERER O
1) fhH
O B, TEROHEEHOSGH

#BH0.0 gl2k20 mLAENN A, 3053 flkiET 5, ZHic7 & b=k UL50 mL&ENZ .
REVFA X LT%, WB| AT 5, A EOEREMICTE =K VU 120 mLEIMNZ,
REDVTA X LTtk, WEIABT 5, BohlAikrztbE, 7= vEx
CTIEfEIZI00 mLE 35, Z OFEEI S IEMIZ20 mLz25yH L, HbT NV 7 A10 gt
0.5 mol/LV “gkEmE#Z (pH 7.0) 20 mL&EMNZ., 100EHEE 595, #i&E L71=1%.
TBELT KB ERETD,

T BTN I D BTV =TT A (1,000 mg) (7 & b=k VU/L10 mL
ZIEAL, MHERITETD, 2O T ERZOTE b= F Y VEEEAL, 512,
TER=FU A2 mLEFEALT, REHEREERD . SRR N Y o A% THUK
L. BEAREET NV 7 L& AP L., AA40CLL T TG L, It 2RET 5,
ZOBEWITE F= R AR ML (3:1) B2 mLEIZ THET,

@ BE BELRON—TOHE

AER20.0 gl27E =R VU S50 mLEMZ, RETFHA ALK, Wh| AT 5, A&
EOEREMICTE b= MY 20 mLEMLZ, REVFA X L%, B5lAET 5, 15
LA EabYE, 7' b= ) AZMA CTEMIZI00 mLET 5, ZORENSIE
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il220 mLAE 5y HL L, HifbF R U w7 410 gk 0.5 mol/LY »EfEmE#E (pH 7.0) 20
mLAZANz., 100HIRE 5975, E L%, DBEL7OKEEE TS, T2 R=FU b
JEZ KRR T U U AZ N THAK L, BKEEET N U U AE AR LIk, AiR%E
JCLL R CIgffE L, W2 RET 5, ZoEEMcTE b= ) LEDO LTy
(3:1) JRIR2 mLEIX TENT,

@ FEROEyTDOEE

#BS.00 gl2/k20 mLAEAN A, 3053 k&S 5, ZHic7 & b= K UL50 mL&ENZ .
REVFA R LT%, WB| AT 5, A EOEREMICTE F=FKVU 120 mLEINZ,
REVFA X LT=%, WEIAET 5, GonlzAiRzabE, 7 h=F)LENx
TIEREIZI00 mLE T 5, Z OFHEI G IEMEIZS mLE45RL, 77 = KU /15 mL,
HAbF R U 7 A10 gk TVR0.5 mol/L Y FekEE K (pH 7.0) 20 mLAANZ, 105k &
275, FRE LR, SBELTKEZE TS,

A7 BTNV D B =T A (1,000 mg) (7 h=hkVU/L10 mL
EEAL, MHERITETD, 2O T L ERZOTE b= F Y VEEEAL, 512,
TER=FU A2 mLEFEALT, REHEREERD . SRR N Y o A% THUK
L. KRS Y O LE AR LTk, AIEA0°CLLT CREME L., WA RET 5,
ZOBEWCITE F= U AR ML (3:1) B2 mLEIZ T,

2) Ky

O B, W, HEERE, RFE BRLON—TD85H
T5377A V=7 e Uik U A5 NFERE I =0 T &
(500 mg/500 mg) (Z7EZ h=FrU LKLz (3:1) EHKI0 mLEEAL, Fil
RITFETH, ZOBT A1) THLNZFEREZFEALZEZ, SHIC7ER=RMIL
vy (3:1) RBIR20 mLEFEA LT, RIEHIEZERY . 40°CLL T CEfE L.
WA RET D, ZOEREWE A K ) —ZEN LT, 88, UEEOREIZEOSES
IXIEMEIC4 mL, RFE, BELON—T OEEITIEMEIZ8 mLE L7z b O &2 iRk & 7
Do

@ FEROKy 7O

T2 774 NI—RN2F LT I-N-Ta N UL Y S VEEE R =
717 2 (500 mg/500 mg) (2, 7ER=FU ALKy (3:1) EHKI0 mLEEA
L., MHRIIIETSH, ZOB T LI21) THRONCEREZFEALTLE, S6ICT7 2R
= hUAKOR ML (3:1) {B#K20 mLEFEAL T, REHIEEERD . 40CLLTFT
BAEL. WEEBRET D, ZOEREWE AKX ) — BN LT, EMIZI mLE L2
D% RBRIEIR & T %,

6. MREAEDIER

TNTFT Z)AFHEL D A B ) — VIR B L, £ EALC-MS/MSIZIEA L, E—
7 EEXIT e — 7 WL TR A RS 5. s, RIEITHE - CRBRIAIR Z TR L7256,
FEHF0.01 mg/kglZAH Y - 2 5B IR EE IS, BOH, W, M. RE, BRLU—
7 ClX0.005 mg/LTH Y | RO » 7 TiH0.0025 mg/LTH D,

7. ek

i
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HERVAIE A LC-MS/MSIZIEA L., 6. OB CINLF T LDOEEERD 5,

8. HeatR
LC-MS/MSIZ L Y flz84 %,

9. MIESM
(1)
NT I F T ET NI AV 21 mm, & S 150 mm, Fi7£83.5 um
T LR 40°C
BEE © Al KR OBIRIZOW T FROBEEAE TEIKRT 5,
AWR © 5 mmol/LEFEE T > &= LIAHR
Bif% : 5 mmol/LEFFET L E=17 L « AKX ) — VIR

Wi (99) AR (%) BitZ (%)

0 85 15

60 40

3.5 60 40
6 50 50

8 45 55

17.5 5 95
30 5 95
30 85 15

A4 4bE—F : ESI (+)

FTAFy (mk) TV =Y —A 4427, Ta X7 hA A 411, 201, 192, 132
HEAR 5 uL

PREFFRIO B% 1757

10. E&EPRS
0.01 mg/kg

11. ¥EFH
1) BREOE
TNFT =N E@mBN DT b= U ATHI L, AT TR E RO R, RE, B
BRON=TIZoWTEZEDOEE, BJH, U, FEHE, BROKRy FZonTUIA 7 ¥
TINTIMET VBN =T A THRRE, B, O, BEEE, RE BELY
N=TWZOWTCURT T 774 NA—RT I 7oy Vb U A5 AFEE I =
TLATHEL, ZEOKR Yy SOOI T 774 MI—R/=F L TVT IV-N-7 1
BNV U U BT NVEE X = 7 A TR L% LC-MS/MS TE &M OMER T 277
BEThs,

2) EES
O AiET TLCMSIC L 5 RS0 —FRBRIEL (BEY) | ICEILL-b 0 TH 5,
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©@ TNFT =10 LC-MSMS JIE T, RERIEBARFFZMER L7cA 3 2 LU FITRT,
EEmA Y (mfz) TV I—Y—AA 427, 7aXr s A4 411
EMA Ay (miz) TV =Y —A A 427, 7aX 7 A4 192

@ HECBITHIHMESRETTIL, ZVFToALOE—I BRI —F 4 IR AEL S

2, EEMEICHEZX RV, £, BEEICTE h= NI ARSI E—I

KNRUEST B Z ERMEIN TV,

@ FREREBAFIFICHE Lo/ - Tk, K, DEbe, 1EHNALI, 87, IIh

WL, ALy, Wb &

12. &3k

JEAE A R 223 511290025 TRGCFRE 4 5 3K SRR S X8 i [ 3K 0
DRSS T HE DORERIEICOWT (—EekiE) | CERI74E11H29H) . TLC/MSIZ L 5 28K
HLO—FRBIEL (BEY) )

13. JEA
C
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~EYT ) RABRE (BEY)

1. g ke

~FHT v

3-2 7 B A~FIIN6-(AFIVT X ) )-1-AFN-135- bV T 24-(1H3H) - A (LLF
MBI Lo, )

3-(4-e ReFo v 7ant i) 6-(AFNNT X /)-1-AFN-135- bV 7T -24-(1H3
H)-vA4r (LT HGEH#mC) LvoH, )

-2 aAnFUN-6-T X ) -1-AFN-13,5- 8V TV 24-(1H3H) -V A > (LT MRGF
EVo, )

2. EHAEM
SHEY)

3. dEE
Wik a~< 757 « 27 DAVEES AR (LC-MS/MS)

4. AHE, Ak

WITTRT S OLSME., #BID 31T D& HN5,

NI XFATI ) 7aeV U b ) BNV /2T L7 2 -N-7Fa e fby
)ﬁﬁwﬁﬁ‘*w?AGmnmwOmy NEE12~13 mmDAR Y =F L DB T A

 EBCNIATFAT I ) Fa e UMby U B S v E, TREILET LU T R

v/M7ﬂtw/)wm/)ﬁ&W%%WM@ﬁELt%®Xi;nkﬂ%®%%%ﬁ
EAETLHLOEHNDS

ANFY Y AR, REIEIANFT YY) 8% L AR E T,

RBIERE S, AREITEHPB 98% LI L& &,
RECEERE S, AREIIRIC 98% L. EEETe,

R FERES,  AREIIEWF 98% LI L& &,

5. BRI O @é
1) fhH
A EH0.0 g BN DO E155.00 g) (Zn-~FH 250 mL} Bn-~FH 7 & k=
F)WWH&?WK\f%/%%XLt%\ﬂ%3%Mﬁhfm FiE L EEL . T
vt h=bhUNLBERD, BEMEn-~FTY U IIn-~FH @7 b= 1KY L2s
mLZ Mz CHREVFA X LIztk, ERREFEFRICELDHET D, 7T =M VEE
By, ko7 b=rIAVBIZEDE, TE =M Y VA2 Z CTEMIZI00 mLE 3
5o

2)

NIV AFATI ) Fae v Uk VDSV =F Lo V7 I V-N-F e ey
VAL U B 7 FERE I =5 7 A (500 mg/500 mg) (&7 & b=k VU /L10mL% & A
L., MHEIZETS, 2OBT A1) THLNTEREZ EMIC4mLIEA L72%,
TER=RMUA20mLEFEAL, REHKZ40CLL T CHRM L., WA RET 5,
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OB A AL ) — VN L, EfEIC4mL ENFOBSIF2mL) ¢ L-bD%
REBRARE T 5,

6. MEMOIERK

XU RS GIBIEEE L (IR E L M O PR L 2 E i E A &
J—ZEEfRE LT, BRI E T 5, SAERERIR A B ERA L CA Y/ — /L TR LTk
EHEOSTRL, ZNENLC-MS/MSIZIEA L, B —7 @iE T B — 7 L CRERZ 1B
T 5, 728, ANEHE - CREBEK 2T U723546 . 3 E0.0025 mgkg (~FHv 7
B TSI 2 RBRIAIR IR E IS LA £ $0.00025 mg/L (NFH Y ) ThHD,

B

7.
1) AR SEY
BRI Z LC-MS/MS IZIEA L, 6. ORMEMR TV o i B K OMCHY
FOFKEEEZRDD, B LOMEHM F 28 ~FV Y ) VOEEEZRDDHEAIC
1%, AUk vk D,

~FEYY S (REYBLUOREWFEZ T, ) OEE (ppm)
=A+BX1.059+CX1.125

A ~FHY o0& RE (ppm)
B : R#HBOE R (ppm)
C: K#FDO &R (ppm)

2) %

BRI %2 LC-MS/MS I[ZVEA L, 6 DRREMRT~FHY 2 > (3 B, & C
KRORHF O GRERD L, @B, i C RORBYM F 250 ~F 9/ v
DEREZRDDHEAITIE., KRUTLVRD S,

~FEHD v (RSB, REMICKLUREMFZ &, ) O&E (ppm)
=A+BX1.059+Cx0.9922+D X 1.125

A:~FH Y oOER (ppm)
B : R#WBOE & (ppm)
C: fR#EmCcHEE (ppm)
D : B FOEE (ppm)

8. MR
LC-MS/MSIZ L Y e+ 5,

9. WESEM
(1)
HT LA ETIN V) B N2 mm, £ X150 mm, KL A3 pm
717 MR 1 40C
BENA © AT R OBIKIC OV T R DOBEE A/ TERT 5,
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AR : 5 mmol/LEFER T o & =7 AIRIK
BifZ : 5 mmol/LEEEET o E=7 A « AKX ) — LRI

e () | Ak (%) | Bitx (%)
0 85 15
60 40
3.5 60 40
6 50 50
8 45 55
17.5 5 95

A+ AbE— K : ESI (+)

FErpA Ay (mkz)

AXHT ) T YA F 253, TuX s N A A 171, 7]
KRB : 7 ) —H— A F2239, Fuxs M A157, 71
REC . 7V I —H—A 42255, Tm &7 hAA157, 71
RHMIF © 7 U —Y—A 42225, FuX 7 A A 143, 101
EAE 5 uL

PREFE O B %

ANEHT v 155y

fAHAWIB @ 1457

REWIC = 657 DT %y

RHWIF : 1357

10. EERR
BB 0.0025 mgkg (~FHT ) HAE)

11. HEHIH

1) HBREOBE

AT EB. REWIC K OREMIF &2 3B Hn-~F  AFEF 7 b= |
UL, U AFAT I ) Fae i Uk U SN/ 2 F LT I -N-F
ENA UL U A TNFERE R = T A TR L 72, LC-MS/MS CTEE K OMERT 51
ETHD, 2B, GEY (HLEHRL) 1TBWTL, ~F3 Y/ o B L OEF
DFNENICONWTERZITV ~F Y2 W ONTREB R ORI FZE ~F 2 )
WCHE L7200 ZE o E S L, AICB W T, ~F 3 o REWwB. REmck Oy
REFOZNZIUDWTEREITV, ~FH U AP ONREIB, (REC I O
MFE XYY ) R L b OORMESHE ST 5,

2) EEMA
O @Y CIFEMEEDOREMTHY | FEEROFNZONWTERET D,
@ ~FHT U EW B, Y C LOEM F O LC-MS/MS HIE <, RBREE
FEHHH LA A & LU FITRT,
ANFHT
E'EAAY (mp) : TV I—Y—A 42253, Tax s A4 171
EMA ALY (mi) : TV I—Y—A 42253, Tuaxr A4 71
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& B
EEA Ay (m/z)
EMEA A2 (m/z)
& C
EEA Ay (m/z)
EMA A2 (m/fz)
R F
EEA Ay (m/z)
EMA A2 (m/z)

ST —Y—A 4239,
: S A —H—A A 239,

: S T —H—A A 255,
: U A —Y—A A 255,

ST —Y—A A 225,
: T T —Y—A A 225,

Ta Ky A A 157
Ta Ky A A1

Ta Ky A A 157
TaXZy b AT

Ta Ky A A 143
Ta Xy b A2 101

@ HHEEICBWT, mBOSEERO T F= MU LEIZEEERE Y OIR AR 5
NEHEAICE. 7T b= M) VEZARTAIETSH E RV,
@ RERIEPHREF IR L= - Ao, Folglh. FoiflE. 45

12. &k
L

13. ¥E%
C
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