MAME L, RBEREICBIT 2HERZ £ L0 bOTH Y | RBRIED FfEIZFR
LTZELLTESW, B, EEONAE Ll £ 735 RHBRIE & ORICENED H
DA, W E T ERRBRIENEE TS5 2 L e TRELSIESN,

BRI D R BEE DR TH D2 WE D
ABRTABASE W

T F 7 v — LikERk



IF7A—)LHRERE (BKED) OBRIHER
[#EE]
1. B#

IF7O—)L (ethiprole) (X, v -7 /BEE (GABA) IZ& ARG ELFRETHEICKYRREEEZETD
T IESY—ILRBBREITHD, BE. BEMRUKEDICHT HEAREENBMIN TS, BiE
MERMZELLREBETEMSINA TGN, SEBEMORBEEERT 5HIC. FEYOIFIO—)L
RERE OKES) ~DEBMIZDLNTHREILT=,

2. PR RIEEDOREXRUYMEL S
SRR IEEY: TFTO—IL (ethiprole)

s CH3CH,SO  CN

\
// _N
HoN™ N

Cl _ Cl

X
CF3

2F3K: C13HoClLF3N4OS

SF=:397.2

{£Z 4 : IUPAC 4 :5-Amino-1-(2,6-dichloro- o, a, @ -trifluoro-p-tolyl)

-4-ethylsulfinylpyrazole-3-carbonitrile, CAS &% :181587-01-9

N BBEHRR-BR

b e R D 1= RIE T RE

ZERE:9.1x10%Pa(25°C)

BREME(20°C) 1K 0.92 mg/100 mL, n-AT 42> 0.4 mg/100 mL, FJLTY 0.1 g/100 mL.
T7tk> 9.07 g/100 mL, 7tEb=FJJL 2.45g/100 mL, A2/—)L 4.72 g/100 mL

* 9%/ —ILIKFEERE :log Pow=2.9(20°C)

REMN BEEME TE.KPLEME B, TILNHIHETRE. LREN, OOFRE

[HE]#HEZA BAEYLERSRSE BRENCET YD 2005 FiR (SEHIR)



3. HH#E(E

B4 EHE(B(ppm)

K(HXK) 0.2
= 0.2
AEFED 0.5
HHA 0.1
HOHMADRELRIK 0.7
LEY 0.7
AL (R—=TIFLUTEED) 0.7
FL—FIN— 07
Z9 L 0.7
TOMDOMNAZEDERE 0.7
YAZ 1
M= 0.2
% 10
ZDHDR/NAR 3
BN E 0.09

[SRER T %]

1. &8

DA E DR . FORFHE. £3. BIRUIEEADIEFIRFTRD/NEETHEALE,
(D E&DHA
AEINSAEEZRYEZRYBRWV-EZ. M TEREEXGR) [ NFV=vI#) IRRE—FAvE—
MK-K77 ZFRUWTHtI S —{EL 1=,
)& D sk
HAEMNOAIBELRY AR ZRYKRE. BT THUILI-Z. R TEREXE R (IR N\FV=vy () 1&
AE—RHYA—MK-K77 Z#RAW TS —1ELT=,
(3) 4 D T hE:
HHERTEREEXE @) [ N\FV=vI () IERE—FHYE2—MK-K77 # AL THTI—1ELT=,
(4) %%
BELVRYEL. ZOFFEALV=,
(5)80R
mEREL. MBRLIBEELGEE LT,
(6) [FBHD
BRPOHEHERNN—TILTIGREE LT,



IFTO—)VIZEHE R HlE 98.0% [FIILHHZE T2 (k) 8]

TEb=R )L, T BT FIL. BEK n-AFTHY HRBERERERA [BRIEE ) RUMLHEE
T3 (%) &)

LC/MS BIERT7E,=RJIL, A2/—)L:LCIMS A [BEEILZ (¥k) RUFOAHZE T 2 (%) &)

LC/MS BITE AZRZ KX ILBHK:LC/MS A [BERIEZ (#) RUFIAMMEE T 3 (k) &)

T4V 254k No.545 [FIAMET XM H]IZHoMNLOHEBFKRUT7T LN THREEFERAL,
FORTIIII) ALY RS LIS = HS L InertSep Slim-J C18[500 mg:GL AT R (1) &%, H5
MEHTER=F) L, RNVTKE 5mL TAVTaa=vJ L%, Al =,

IBAEF R Lo 45K [BEERIESE (b)) &)

FEEA 7 U= Lo SR [FNJE MR T (%) &)

EKREETR) L REEERARA [BRIEFE (B RUTIMEE T 3% (4 &)

LA —kA#E:No.707 X 60 mm [ BARIE{LF384 (Bk) &1,

A#f:150 mm, No.5A [FR/\UTv5 (¥k) 8]

BERKE: TF70—)UIZER 10.0 mg /L. 7EAIZEELT 1,000 mo/L BiREFHL-,
ARMBEERR ZEFRET7 LA THIRLT 0.1 mo/L BikZERELE-,

RERAEERR BERBREZ7 =ML RUK QD) ERTEERRL. EUXE 25, 50, 75, 100,
125 R U 150% L BEDZERBRERAE L (WT DL EA(E 0.01 ppm THAHD T, 0.00025~
0.0015 mg/L),

3. ¥E
EFERESFHFAF— 9ILESASYIR T25 TOAIIZOY TR TR —A—S25N-18G F 375 (IKA £t
&),
AE—FRHYA— MK-K77T[MA T EIREZE (%) (IR /\FV=wo(#))#],
EHEEE  T/\FRL—4—;N-1000 [ R RIEBIL 28 () ], EZ=R2 T FTP-34A[AGC 79/ SR (#%)
21, EZOhA—F;NVC-2100[ R REBILZH (k) &1, 49— T O AT L, CA-112 [ R BB 254 (#%)
2],

LC-MS/MS
MS LCMS-8040 (%) B2 8Em
LC Prominence 8EY S IV R T L (%) B 8Em
T 08 LabSolution (kk) B2 8 4ERRT
4. BIEEH
LC-MS K UFLC-MS/MS
LC &
hS L L-column2 ODS [ 2.1 mm. £& 150 mm, HIF&F 3 um:
(—BEN) LY E M AEAE R ]
FZENHEFRE (mL/min) 0.20
FEAE (UL) 5
HhILRE(C) 40




&1

A& :2 mmol/lL BFER 7 E=) LIBIR

Bi&:7Er=FJJL

ZEH Spt
A& :5 mmol/lL BFER 7 E=) LIBIR
B i#&:5 mmol/L BFEE 7 E=9 L AR/ — LiB&
Bl
R (93) AR (%) | Bi&(%)
00.00 70 30
22.00 10 90
25.00 10 90
25.01 70 30
40.00 70 30
5O UNEE
&2
R (93) AR (%) | Bi&(%)
00.00 70 30
15.00 1 99
20.00 1 99
20.01 70 30
35.00 70 30
MS &#
N . MS:SIMGERAAE=2) 2T ) R MSIMS : SRMGEIR R IGE=4
HEE—F b
)
1A EE—F ESI(+) RV ESI(—)
ARA—DIAREE) | Fa—=UTI771ILDIE
DLEE 250°C
rITSAY—RE 3.0 L/min
E—rJOvYRE 400°C
RSAAVTHRFRE 15.0 L/min
aYoavhR o
FH1
MS: —395.0
o s MS/MS: —395.0—330.0[15(V) ]
EEAA>2 (m/z) Py
MS: +397.0
MS/MS: +396.9—350.9[22 (V) ]
Bl
MS: —397.0
S A (mi2) XMS/MS: —395.0—262.0[30(V)]. —395.0—250.1[25(V)]
&2
MS: +399.0

MS/MS: +396.9—255.0[35(V) ]

R¥FERRE (57)

&1 135 HAREE FHEBECKEY CEHET 14 HLE#E
&2 1445




5 &

IF7O0—)LZ% & 10 mg L. 7 ISAfELT 1,000 mo/lL A& ERE LIz, COBKRET =
RILR UK (1:1)B&ETHIRL T, 0.00025, 0.00050, 0.00075, 0.001, 0.00125 & TF 0.0015 mg/L DB
BRERARLIz, COBHES UL % LC-MS F1=1L LC-MS/MS [T3FALT, Boh-E—/EEZHAVTRE
BEERLT=, SRBRIAR 5 UL % LC-MS 1= LC-MS/MS [T3EAL . RERM SN REFE(ICIYIFT
A—/LDEEFEHL-,

6. BN OFR
£ DHA. FORER. FORFE. 432, BIEV(EEAD (& FRIMERE:0.01 mg/kg) :58# 10.0 g 2R
FtZ#ARKR (0.1 mg/L)ZF 1 mLAMLEGEE L=, 30 #ELT=.

7. REBREBORRE
B=

IFFO—-)LEREIST I THHEL. BFEETFILEY n-AFHL (1:1)BRIZERALI-, 7EI=RY
WINE SO RBRICKYBRBLER. A VFTVIILDIIIIED AT IVEZASLTRHREL, LC-MS R
LC-MS/MS TEERUFEELT=,
(1) 4t

OFDHA. DR, £ ORI, FERUVBROIGE

£iA# 10.0 g ZHSRAEE L E TR STz, CHIZ7ELY 100 mL 20X EFERESFHFAHF—ZRNTH
ECFHARXLE=.. TWESEEH 1 cm OESIZELV =2 [EE 60 mm, No.707 : B AL 225 (k) 8]
AT AELT-, A LEDEBEYIZT L 50 mL #MZATHREDFAXL., LERERBRIZABELI=. 5
HEESHE. 7, T200mL ELT=, SOBEMND 40 ML EHDEL., T/ARL—4—Z AT 40°CLL T TH
2mLIZEBHEL -, ThIZ 10 WV%IBEF R LBEK 100 ML ZMZA ., BFFEETF LR n-AFH 2 (1:1)RRK
100 MLZEMA TIRESL, FFBRTFIL R U n-AFHUBESEL Iz, KEBIZEFRIFILRUn-~AFH(1:1)
BRSO MLEMA . FARICIEMELz B RZEHE . KRBT DLEMA THRRKL., BAKFRESID
LEHRILIzt,. DBRET/NRL—F—%EFT 40°CLL T TRMBL., BEER AL, COEREMWIC n-ATH
2 30mMLEMA . N-AFHUEMT7ERF=F)JL 30 ML T2 BIRESHMEL-, HIEZEEESHE . T/ARL—4
—%#ALT 40°CUUT CEML., BEERELz, COBRBMICT7E=N)ILEMAIEREIZ 6 mL &LIzR. £
D 3IMLERY. ZhnIZK7mLEMA, &GEEBLE=.

Ql¥bHADDIBES

[ZHADEHK 10.0 g ZHASREELEICIEY. K 10 mLE#MAKGEE L=, ShIZ7EM2 100 mL 00
ZEBRRESFAHF—FRANTREDFA ALz, ITWESXEH 1 cm OESIZEULV A [ERE 60 mm,
No0.707 : B ARIR{LF28M (k) &1 &# AL TIRE A8z, A LD ERBEWIZT L 50 mL #MZ THRED S
ARAL. LERERBIZABLT=, AREEDHE. 7E, T 200 mL &L=, ZOBRERMD 40 mL ZHHL, T/
RL—4E—FAVT40°CLLT T 2 mL IZEHELT=. ST 10 wivosiE bRy LiEi& 100 mL #h0Z . BE
BEIFILED n-AFH2(1:1)E#K 100 mL ZMZ TIRESL, BFEETF LB n-~AFHUEEHELT=, K
BICEFEETFILRU n-AFH2 (1:1)ER S0 MLEMZ ., FHRIZIREL, MHRESHE. BAKEES)
D LEMATHEAKL., FAKEESTR) I LEARILIZE., ABREI/\RL—2—% AT 40°CUL T TEMRL. 3
WEREL-, COBRBYIZTErF =N ILEMAEREIC6 mL ELI-E. ZDO 3 mLERY. CHIZK7 mLE
mz. kGEEL=,

()R

FOATINII)IEII AT VASLYATNT5T74—

RTINS AT ILE=HS L InertSep Slim-J C18[500 mg:GL A IR (#) &7 =
FJJIL 5 mL, RNVTKS mLZEFAL., RHERIFETz, COATLIZ) THELON=BEETAL, RH&IE
BTz RNTT7 =ML RUK(1:1)BRI0 MLEFAL., BHEEER -, BHERICT =N RV
JK(1:1)B&ZEMATERIZ 10 mL ELELDOEREBBRRELT-,

-7-



[AFTET7O—Fv—h]

S DHA. FDOREM. FOFE. FELRUBRINDIGE
| 4OHA. DI, O, 42 R UM ¥ 1009
| 7xb> 100 ML ZMAREDFAX
| |®k5|5:8
| BEBWMETEL 50 ML EMZRESFAX
| %5|%E

| 2%&EEHE. 7R T200 ML IZER

|

l

l

& 40 mL 215

B

=

¥ 2 mL £TiENE
- 10 wivoiB bR L% 100 mL #MNA 5
RiB
| EFRRIFILRU n-AFH(1:1)Ei% 100 mL, 50 mL THk&ESHH
5t
| EKEREEST )Y LEBEEMZ S
| BTV LEART S
B CRIERE))|
| BBYWEn-~ATHL30mLISENT
I n A7 Eb=r)JL 30 mL T2 EiRESHH
B CRERE))|
| BBWET7E,=F)IL 6 mLIZAREL. 3mL 2185
L K7mLZEMZ. XGRS HHEBR)
58T ML A ILES=HTLIGL ATV R (#) B InertSep Slim-J C18(500 mg) ]|
| 7EF=FJILSML BRUVKEmL TAvTaa=oy
| HHEBREREIA(RERITIETS)
| 7EF=MJILRUVK(L:1)E%K 10 ML THEH
| 7EF=RJILRUK(L:1)/BETIEREIC 10 ML ISART YT

S
i

===
‘;_

LC-MS B U LC-MS/MS|

I5HDODIHFE
| 1¥B#2: 58 10.0g 12K 10 ML #MZ LGRS
| 7Eb 100 ML EZMAREDSFA4R
| ®EI51B
| BEWYMIEI7E, 50mML ZMAKRESFHFAX
| ®k5I515
| ?EzEEHE. 7E,NT200mML IZER



| HH®& 40 ML #85
e
| #2mLETEE
| 10 wh%iB1EF R LiEi#% 100 mL #/0Z5

&

P

s
| EFBIFILRY n-AFXH2(1:1)iEB%& 100 mL, 50 mL TiRESH#H
Bt 7K
| KRBT NIDLZBEEMZS
| EKBEEFTN)OLEARTS
R GRER )|
| BREWME7EF=N)IL 6 mLIZEREL.3mLEHS
l 7}( 7 mL ’é?]ﬂz ck(/]:l:.l:l GE&/Q/&)
FHET Y MELYAS ILE=ASLIGL AT R (#) 8 InertSep Slim-J C18(500 mg) ]|
| 7EF=FJILSmL BUVKEmL TaAvTaa=vy
| MR ERETARHERITETS)
| 7EF=MJILRVK(1:1)E®K 10 ML TEH
| 7t|~ FIILBRUK(1:1)B&ETIEREIZ 10 mL [TART YT

LC-MS BUf LC-MS/MS|

8. RM)YIR BINIRERERD IS

BISUVHERAR 200 uL 21RY . BERAM TRAEZRELZZ. ERAVER B RO FMEURGAERIZH T
AEIRE 100%+8 HRE (0.001 mg/L) DIREMRFAEERR 200 L ZMA TAELEZEOZE. [EHE < )Y
HZADBIEANDELE FEA<R) v R RINEERRELT=,

[(ERRUEE]
(1)MS EHDRE

BAITFTO—)LiRERE OKEY) ISRENTWDBAIES AU, EEAA > miz —395, EtEA(A> :m/z
+397 THY. ZDMDFER (A2 ELT miz —397. m/iz +399,. m/z —395—330 R m/z —395—262
MNEE SN TS, T2 T, ESI negative XU positive I E—F TCIFTA—ILIBEREF AT v BIEL. Th
SAFUh BRSNS EEFHEZELT=, ESI negative E—FAIEB DT RAARSMLER 1 (2, ESI positive E—
RAIERDTARARIMLER 2 (2R LT=, ES| negative E—FBIE TIITFFO—/LDBRTOR AL S F (M/z
—395.0[M-H]") A, ESI positive E—FEIE TIETFTO—/ILTORAFINSF(m/z +397.0[M+H]) D
EEINZRIREEEIN. ZORGAAFTHS miz —397.0 KU m/z +399.0 H' 2 FEH DEETHE
SINFTEML,. ShoDAMA % SIME—FDBIEAA LT,

RIZ MSIMS DBIEAAIZDLVT ESI negative XU ESI positive I E—F TO#®EEIT o1, BFE—F
DAFFUBEIZBEWTESNRIREEESIN=m/z —395.0F =& m/z +397.0FT)Vh—H—A(F>
ELTEREL. 7B—120x 02300 HIZ&Y MS NSA—F%F&E{L LTz, TD#ER. ESI negative E—FT
(FTUh—H—AF>2ELT miz —395.0 NBIRESN., ZDHDTOFT IR F U XAF v TlE. m/iz —395.0
—330.0 DEEBNREINFZLEL. RIZTm/iz —395.0—250.1 DIEE.3FHIZm/z —395.0—262.0 DIEE
DBENEN Tz, BT FTO—)LEERE OKEW) IZH LT LC-MS/MS BIE TEIRSNTLDIFU(E.
m/z —395.0—330.0 U m/z —395.0—262.0 THo1=H. SEIEEAAICNZIZHZ . m/z —395.0—
250.1 BHBIFEA A IZFEIRLT=, Ff=. ESI positive E—R Tl&, TUh—H—aF4>ELTmiz +396.9 HGER
S, Z0#DTOF IR AU AX v Tld. m/z +396.9—350.9 DIEBENRENAZRELEL. XVTm/iz +
396.9—255.0 DIEBEDHRENEMN>I=D T, INbAF U EREAFUITERLIZ, miz —395.0 RU m/z
+396.9 T Uh—H—AF U ELEZGEDTOZT VMM AU ARIRLER 2K 3 RUK 4 1Z5RLT=,

-9-



RRARIMIV(RFHY)

Inten. (x10, 000, 000)

1.00
] 395.0

0.75-

0.50-

0.259 359.0

0. 00 5 T T T T T ‘“ T ‘\‘ T ‘ T T T T
100 200 300 400 500 m/z

Inten. (x1, 000, 000)

1 IF7O—ILOTAARIML
A& #iFE :100~550 amu
BITEEH ESI(—)
AVE—DIAREE : Fa—=T DIE
IFTO—)VZERREE 1 mg/lL

2.5

2.0

397.0

0.0-

400 500 m/z
2 IFT7A—)LOTRAARTRNIL
A& EiFE : 100~550 amu
BIEEME-ESI(+)

AB—DIAREE  Fa—=VT DIE

IF7O0—)LZEERERE 1 mg/L

Inten. (x10, 000, 000)

1.00-
1 395.0
0.75-
1 397.0
0.50]
0. 254
0. 00 i T ‘ T T ‘ T T ‘ T T T
380 390 400 m/z

12 IFTA—ILDOIRARIEL
(1 0HKER)

2.5
2.0

Inten. (x1, 000, 000)

397.0

399.0

-10 -

390 400 410 w/z

2.2 IFTA—ILOIRRARILIL
(2 DHKE)



TAFHOMM AU ARGMV(TRF IR A R w)

Inten. (x100, 000) Inten. (x100, 000)
2.0 ]
] 1.259 o1
] 330.0 ] :
1.5 1.00
102 0. 75% 782 0!
] 0.50 262.1
0.5 250. 1 ]
1 0.25- 183.3 318.
1 268.0 3137 . 2088 M
0. 0 ‘ T T T T ‘ T T ‘ T ‘ T ‘ T T 0 00 - T ‘ ‘ T T \‘ ‘ T T T
100 200 30 m/z 200 300 m/z
31 IFFO—-ILDTAT I F ARG 32 IFFO—-ILDTOAT I F ARG
TUh—H—4F> :m/z -395.0 T)HA—H—AF>:miz -395.0
BIE &M -ESI(—) BIESEH:ESI(—)
AVB—DIAREE : Fa1—=2TT7A4ILDIE AVE—DIAREE : Fa—=FIT71ILDIE
CE=15 V(collision energy) CE=25 V(collision energy)
IF7A—)L:1 mg/L IF7A—)L:1 mg/L

Inten. (x10, 000)

7.5

] 262.0

1 250.
5.0

] 183. 1
2.5 282.2

g2 2o |
0. 0 ‘ T T T T ‘ ‘\ T ‘ T T ‘ T
100 200 300 m/z

33 IFFA—ILDTAZ IR F ARG
TUh—HY—A4>:m/z -395.0
BIESEH-ESI(—)
AVB—TIARBER : Fa—=VTT71ILDIE
CE=30 V (collision energy)

IF7A—)L:1 mg/L

-11 -



9 5Lnten (x100, 000) Inten. (x1, 000, 000)
] 4.0
2.0 ]
] 3.0 255.0
1.5 350.9 ]
1o 2.0-
0_5,: 1.0
] ] 351.0
] 255" 1 321.0 ] 228.0 ‘
0,0 e S L 0, 0 e
100 200 300 m/z 100 200 300 m/z

4 1 TF7O—ILDTAZIMFVARGRL B4 2 TFTA—ILOTAZ IR A VARG

TYh—Y—A#4> :miz +396.9 T)h—H—AA>:m/z +396.9
BIEEMESI(+) BB &M -ESI(+)

AVRA—DIAREE : Fa—=2T 7714 ILDIE ARA—DIAREE : Fa—=2TI7/4ILDIE
CE=22 V(collision energy) CE=35 V (collision energy)
IF7O—)L:1mg/L IF7O—)L:1mg/L

(2)LC FHRVAESF> D&

DA LIE BRI FITO—)LEAERZE OKEY) TERAIN TS C18 ASL[RE 2.1 mm, £ 150
mm. FIFE 3 um GRENERER AL 5 um) JZ2 ALV =,

LC DIREFFEBFIZDOLTIER 1 ITRL=,

T BEMIFTO—)LEERE OKEY) IZREINTLDAE (A& 2mmol/lL BFE§ 7 E=D L. B K:
FTEF=NIIVBRUTSDIURER(R1 £H 1D ERVTREZEToz. IEA AU E. @FMTFTO—)LE
EREITTRENTULVS miz —395.0. m/iz —397.0. m/iz +397.0 BT m/z +399.0 #AL V=, EERFEY
EE 0.001 mg/L DIFTA—ILIEERREAELI-ECA,. miz —395.0 DE—4IE SIN=15, m/z —397.0
DE—41% SIN=10 OREETHERTE-MN. m/z +397.0 RV m/z +399.0 DE—IE, 10 8—T1(RE
EEBAEILIEEHERFALLZS. REFRICKYBEIN G oz, ZCTLEBHHEEZEIZETS
LC-MS BIETIX.m/z —395.0 #EEAF R m/z —397.0 ZEMAAVIZHREL. FERHAET -
LC-MS/MS BIFEIZFHLVTH, ESI negative E—F TIXRRE RBIERIBETH o1=HY. ESI positive E—F Tl
E—Oh R TEE A>Tz, T THEMEEYE 1 12H(F5 LC-MS/MS BIETIX, @HMTFTO—ILREREAT
R4 ELTRESINTIVD m/z —395.0—330.0 KU m/z —395.0—262.0 & R EEMFH > RUEHE
AFVICEREL . BEREEITo1=,

ESI positve E—RTORHBEINMEN o118 BEIMEFHERETL . KRUTAZ2/—IL(1:1)B&IC
INFIELTXEL (0.05~0.2 vol%) . EFEE (0.05~0.2 vol%) . ¥EET7 > E=9 L (1~10 mmol/L) R U BFEE 7
VEZDL(1~10 mmol/lL) ZFML, TFFA—I)ILE—4 (m/z +396.9—350.9) DIRHBREZHEALI-LS
A.5 mmol/lL BFEE7 U E=DLERMLIzLENRIESRETHof=. T T. BEHEEZEH 2 O A &5
mmol/L BFEE 7V E=D LiBKR. B&:5 mmol/L BFEE 7V E=) L= A2 /—)LiFREL. TFTO—)LDRHIC
DNVTHRET LTz & 1 LRIFRICAIEAA U1K, BT FITO—/LEREREIZTREINTLND m/z —395.0, m/z
—397.0. m/z +397.0 RV m/z +399.0 ZRAL iz, EERFHELEE 0.001 mg/L DITFTO—/LIZHER
BERIELI-EC A, ESI negative E—F CHEEDE N >1z m/z —395.0 DE—4IL SIN=20. ESI positive E
—FTREDEMN 2= m/z +397.0 DE—-(E SIN=80 TEZEESh (X 5) . ESI positive E—REIE D HHH
4 EERRETHOI=, RIZ. LC-MS/MS BIFEIZDULVT m/z —395.0—330.0, m/z —395.0—262.0, —395.0
—250.1. m/z +396.9—350.9 XU m/z +396.9—255.0 DAA U HxAWTERSILz, ZDHE. 8E—FT

-12 -



FYBEDEMN = m/iz —395.0—330.0 U m/z +396.9—350.9 ME—4(., £4SIN=131 RV
SIN=327 TEEIN (K 6) . ESI positive E—FDAHH 2.5 EERETH-of-. L LDREHERKY. ¥H)
HEH 212HVT.LC-MS BIETIE m/iz +397.0 244> . miz +399.0 ZE M A4~ . LC-MS/MS |
FETIEm/iz +396.9—350.9%FEEA 4> . m/iz +396.9—255.0 % FEMAAVIHREL., BiERITEIT o=,
&1 RUEH 2 LLHICE—IRRIZBRIFTHY .. IRV I RADIHEE—SBEh o1,

=1
% ENHHE g5oITok R BIEAF> (m/z)
M1 | A%:2 mmollL Effg7 €= LC-MS T2
(BHAT | LIBR —395.0
F 7 8 |BR&R:TENIIL _ _ it
— )L Eit E#FEE] A 7& B 7& —397.0
ERi& I () | (%) | (%)
2 00.00| 70 | 30 [ESI(+) TlRE—%
nt- 3 22.00 | 10 90 PR TEAN]
B8 & 2500 10 | 90 |FevsiMS | w8
LR 25.01| 70 | 30
v 2000 70 T 30 —395.0—330.0
Ik EE
S ) —395.0—262.0
—395.0—250.1
[ESI(+) TIEE—Y
NHERTELRL]
2 | A%:5 mmoll Effg 7 E=Y LC-MS TE
N +397.0
B i#&:5 mmol/L BFEE7>E=" . . EtE
Lo A ) — LR il | Ak | B +399.0
() | (%) | (%)
00.00| 70 | 30 [ESI(+) 1% ESI(—)
1500} 1 | 99 KU 4 EERE]
So01 | 70 [ a0 ]| CMSMS [ ER
3500 70 T30 i396.9—>350.9
TE 4
+396.9—255.0
[ESI(+) & ESI(—)
KU# 25 fEERE]
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Ty —3095.0 =m1 —395.0—330.0
oo - +397.0 am] 1396.9—350.9
5 IF7O0—/)LDIRYOTNT S L 6 IF7O—IILDIRYATNTS L
(0.001 mg/L) (0.001 mg/L)
LC &#:2 LC &#4:2
H%28 . LC-MS H%28 . LC-MS/MS
BIEAA> m/iz —395.0. m/z +397.0 BIEAA> :m/lz —395.0—330.0.
(ESI negative KU\ positive [E]#FAITE) m/z +396.9—350.9
(ESI negative & U positive [8F:8I%E)
QIERER

1 E&H1EZANTLC-MS RULC-MS/IMS TRIELI-=TF 70— /LREHOHZERH 7_1 KUK 7_212,
&4 2%BAVTLC-MS RV LC-MS/MS CTAIELI-=TF 70— /LBREHRDHZEK 8 1 KUK 8 2 IZ5RLT=,
0.001~0.1 mg/L MEEHETHERLERER(E. LWThE rP=0.998 THY. BIFLEHEEZRL,

5000000 1400000
& ¢
4500000 )
1200000 >
4000000
3500000 * 1000000 F'S
3000000 800000
2500000 kS e
2000000 Qa0 s
1500000 ; 400000
v @
1000000
200000 -
500000 & P
0 * o*
0 002 004 006 008 0.1 0 002 004 006 008 01
7.1 IF7O—LBES B7 2 IFTO0-LRER
(LC-MS:ESI negative) (LC-MS/MS:ESI negative)
BIEAA>  m/lz —395.0 BIEAA> :m/lz —395.0—330.0
y=46583035 x+62434 y=13087626x+5488
r’=0.999 r’=0.999
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20000000 ¢ | 1400000
1200000
4
15000000 -
1000000 &
800000
10000000 & ®
600000 v
5000000 b 4 400000 1 3
2
200000 -
» 7
0o® o ®
0 0.02 0.04 0.06 0.08 01 0 0.02 0.04 0.06 0.08
8 1 IF/O—/LIREH 8 2 IFJO—IRELR
(LC-MS:ESI positive) (LC-MS/MS: ESI positive)
BIEAA> :m/z +397.0 BIEAA> :m/z +396.9—350.9
y=198852413x+259618 y=12557165x+9457
r’=0.998 r’=0.998
(W) EERFROEH

EERFROELBERELTICTRLT,
0.01 mg/kg [[REFRE 10 ML/ REBRDORKE 1 9]
X [TFT7O—)LDOEERFAELE 0.005 ng]l ~EAE 5 pLl)
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2. BB RASEDIRE
(1) A EDRE

BEITFTO—)LRERE OKEY) ([CHEV B E T TRETLT- £ OB R . FOIEH. 4+ OFFE.
2. BIREVEEAHAD2DETOHEMIONT, AREFIRFTHY., T HHRECOVWTHRIELLGD
RIFEBDHONGM>=CEMb, TR ZHEREELT=.

(2)EEBBERORE

BENGAER & OKEY) OAEIZHL., TFTO0—)L 1 pg & 10 wh%IB bR LTAEKR 100 mL (ZF&MOL,
BFEETF LR U n-AFH2 (1:1)B& 100 mL RV 50 mL T2 EiRESHMHBZETo1-. TOREER 2 TR
Liz. 1 (B DB TIRFEERNRSINFIEM L, ERFREIL FFBRIFIILRY n-AFH2 (1:1)/B%& 100
mL R 50 mL O 2 [EiRESHETIT I EELT =,

K2 FFBEIFILRU n-ATHU (1:1)BBR~NDEBDEE (n=3 DFEHE)

B BT T IL-n-~F 100 mL 50 mL a3t
H(1:1) (1[EB8) (2[E8) o
B4R % (%) 98.4% 0.1% 98.5%
(3) BiHE /T IR DIRES

BENGRERE OKEY) [TV nAFHURY nAFHUBEMT7 ML RICEShIEZRE L. T

F7O—)L 0.1 ug & n-~AFH>2 30 mL ITFHEML ., n-AFH 87 E=rJ)L 30 ML T2 BHHEEITo1=&
EDHRRERIITRLIZ, TF7O0—)LIE 1 EIE OWMETIEEFLEENTE LS n-AFTH BT
ZRJJL 30 ML T2 EHIE T ALz BH. (FEADHBIIBEZIFLALEEFLENI ML, TN
RIVINFT YOS ERIZK BRI IRIEEHIRLT=,

&3 TEF=RIIVINFH U HEDRE (n=3 D F1Y)

n-~NF*Hofafnr7ter=r)JL
30 mL 30 mL &&t
1E8) (2@EEB)
BN EE (%) 96.3% 0.6% 96.9%
(M Hh5LFREDORE

DA HETIINIIIAE ) AT IV =HS LI LB FER

WAV ERE OKEMD) TRV, A2 T VLD hT IWVE AT AICK DB ERETL -, BRI ER
EOKEY) TIX SZHASLIZTZEMSMIILRUK(3:7)BR 10 ML TARL, Z7EF=RMJIILEUK(1:1)R
K10 ML TAHT HIELELHTLVD,

A5 LETE=MJJL 5 mL, RLTK S5 mL TFREEELIzE. K 0.1 mL ISERELI-TFFO—)L 0.1 ug
AWML, 7EF=FJILRUIK(L1:9), (2:8). (3:7), (4:6) RV (5:5)iB&E 10 mL TIBRBHLIzEEZD
BHRKRRER4ITRLEz, TF7A—)LIE, TEFZRILR UK (1:9) ~ (3:7)iB&RE 10 ML TILBFHINT .
TER=ZF)ILRUVIK(4:6)EH& 10 ML T93.5%, 7r=FJJLRUIK(5:5);B%& 10 ML T8.1%, 7tr=F
JILRUIK(6:4) K 10 mL T 1.9%;5HLT=,

KA FVFTVIIII)IEDIUAT LI ZAS LA LDBEHIKR

— K1 N N=By
K04 mL =ML RUVIKER N
(@ 1:9 2:8 3:7 4:6 5:5 6:4 &5t
10 mL 10 mL 10 mL 10 mL 10 mL 10 mL
B 0.0 0.0 0.0 0.0 93.5 8.1 1.9 103.5
(%)

BHE:0.1 ug(JK 0.1 mL [ZiFfR)
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RICTER=ZR)ILRUK(L: 1) BRDBHIRREHERE L, AT LETEF=RILRUVIK(3:7)iEB%& 10
mL TPEHRELIE. 7 =ML RUK(3:7)E& 10 mL ITEEL-TFI0—/L 0.03 ug &H/L. 7
TRZFILEUK LD BRTAHELEEDBHKRERS (TRLz, TFTO—LIEX T =M ILET K
(1:1);Bi® 0~3 mL T87.7%.3~6 mL T 14.2%.6~9mL T 1.8%FHLT1,

RE5 FIETUILI) B AFILIZASLH LD BB IRR

TNV RTK

TER=ZMIILRUVK(:1)ER

ANE
(3:7)BH& 0~3mL | 3~6mL | 6~9mL | 9~12mL A
BN ER (%) 0.0 87.7 14.2 1.8 0.0 103.7

BFE:0.03 pg[7E,=FJILRUIK(3:7) B 10 mL [Z7AHE]

L EDBEHERKY . BARERE OKEY) ICEREIN=-ESYT7EF M IILRUIK(3:7)iE%& 10 mL TA
L. 7EF=FJILRUVK(1:1)BR 10 ML TAHTHZEELT=,
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3. Ahn[EIREER

SDFHA. FORE. S OFE. £5. BINRVEEAD0 6 BEREHABICAVNT, ERAZED 7. HBRE
BROFEI > THRIMERHERZE R L 1=,

R 1DEH 1 RUEH 2 ZAVTAELRMNERGERZFH 1T HEUNE 100%E L DBERERR. &
BROTIV7EMRPRMENOZRENLZIOTN S LEE AR 9~14 RUK 15~20 [TRLTf=, F1=.,
R 1DOEH 1 RUEH 2 ZRAVTEEROTIVIENMERF vV RIELIZN—2ILA4F 200N S L%
HARE 21~26 RUE 27~32 [T5RLT=,

(1) BIRHE

BIRMEOBREHEREER 6 (TRLI, & 1 DM 1 £/ LC-MS RU LC-MS/MS BIZE (ESI negative £
—RAIE) . RUFEK 1 OFME 2 ALV LC-MS R U LC-MS/MS I (ESI positive E—FBITE) IZHELVT, &
L2 TORNTIFIO—ILOEELHE T HIE—VEROONT RIFGRIRMEEZRL -,

*& 6 FERE D

3 shoe 3 i *3
R ) EERR | xemt | Emmme _ Eﬁ%t—.bwﬁeﬁlﬂ _ tt7ﬁiﬁ(r§é). . _ B
No.| SWHBILEY | BEE | (og) | opm) | (ppm) PEHRRE | gy e | TR | TS0EH | an | BRED | g0 L
(ppm) =EDR| (a) (b) t (a)/(b)
0. wHEfE | 0. < 0.100 #DIVIO! o
IFFo—L  |4OHA 0.01 0.01 0.01 EERR | 001 < 0.333 |m@Hk 0 56689 0.000 O |Lc-Ms
EX0) ] 0.01 0.01 0.01 ERER | 001 < 0.333 |m@H 0 57747 0.000 O [|BMEE—F:SM(nega)
4+ 0 BB 0.01 0.01 0.01 EREA | 001 < 0.333 |m@HK 0 54347 0.000 O |B#A
43 0.01 0.01 0.01 EERF | 001 < 0.333 |m@Hk 0 57881 0.000 O |A2mmolLEFB T E=Y L
5 0.01 0.01 0.01 ERER | 001 < 0.333 |m@H 0 55868 0.000 O [B:7Er=FUL
Fb#2 0.01 0.01 0.01 ERER | 001 < 0.333 | 0 57013 0.000 O |EEAF>:miz —3950
IFFO—IL  |4OHA 0.01 0.01 0.01 ERER | 001 < 0.333 |k 0 12996 0.000 O |LC-MSIMS
EXY 0.01 0.01 0.01 ERER | 001 < 0.333 |m@H 0 12661 0.000 O [|BIEE—F:MRM(nega)
4 0 BF i 0.01 0.01 0.01 ERER | 001 < 0.333 |@H% 0 12318 0.000 O |B#
43 0.01 0.01 0.01 ERER | 001 < 0.333 |k 0 11508 0.000 O  |[A2mmolLBFE 7 E=Y L
5 0.01 0.01 0.01 ERER | 001 < 0.333 |m@H 0 11980 0.000 O [B:7Ek=FUL
Fb#2 0.01 0.01 0.01 EREA | 001 < 0.333 |@H% 0 12897 0.000 O |E#EAA:miz —395.0—330.0
IFJFo—I  |4OHA 0.01 0.01 0.01 EREA | 001 < 0.333 |m@Hk 0 366469 0.000 O |Lc-Ms
L0107 0.01 0.01 0.01 EEMRF | 001 < 0.333 |@iE 0 272436 0.000 O  |BIEE—F:SIM(posi)
4 0 BF i 0.01 0.01 0.01 ERER | 001 < 0.333 |m@H 0 224187 0.000 O |B#
43 0.01 0.01 0.01 EREA | 001 < 0.333 |@HK 0 364007 0.000 O |A:5mmOlLEFE TV E=Y L
50 0.01 0.01 0.01 ERER | 001 < 0.333 |@H 0 364918 0.000 O [5:5s mmolmmrs = Lxs/— 1w
F5#H#2 0.01 0.01 0.01 ERER | 001 < 0.333 |m@H 0 215334 0.000 O |E&EA4>:miz +397.0
IFFa—IL  |4OHA 0.01 0.01 0.01 ERER | 001 < 0.333 |@H% 0 44710 0.000 O |LC-MSIMS
4 DRERA 0.01 0.01 0.01 ERER | 001 < 0.333 | 0 35662 0.000 O  |BEE—K:MRM(posi)
EXYid ] 0.01 0.01 0.01 ERER | 001 < 0.333 |m@H 0 27334 0.000 O |B#HA
43 0.01 0.01 0.01 ERER | 001 < 0.333 |@H% 0 47644 0.000 O  |A:5mmOlLEFEE 7 E=Y L
) 0.01 0.01 0.01 ERER | 001 < 0.333 |m@Hk 0 47908 0.000 O |B:s mmolLEE T E=yLxs/—1BE
FbHD 0.01 0.01 0.01 ERER | 001 < 0.333 |m@H 0 26376 0.000 O |EEAA: Mz +396.9—350.9

*1 EAE(EIE, RAEMERBEDOHEIC(E—EEEE(0.01 ppm) EALD,

2 FMRESHERNRRENRLIEE (CERFALEEBEOBGRN. [EERF <ELEIEERR X LU DB 2. [ * INKRFEND, [ * IHKRRSh -5t
FILAYIE. FMBELIHERRRENRLD20. Bk, ERRFRERLOIN) VIR RMBEBRREARLTEFES 5.

*3 ISV IR RUEERROIBCAEL BRI STET S, (BBISIECTRBEAZTS.)

*4 BREPORENFHERRRE (REERERFTEERFRE) IMBITHEE5(2, TS0 /EHORBRARTHBULBERR(IMYIRRNERERR) £AS.
TV IBRITHEE I BRI GH 1B ST BEFROE—VEHR (D) (EROLTERL,

*5 @I (B A EE—VOHBHEOHEREISHE T HIBEILOI EELEVNEEITIET x 1Z8EHT 5.
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QEE.FERUERRR

EERUHITREODRIHERER 7 I1TRLI. & 1 & 1 @ LC-MS(ESI negative E—F) BIETIE. B
ElL 88.6~96.9%. #1THEIL 4.0~6.5%. LC-MS/MS(ESI negative E—R)BIETIE. EEIE 80.0~
104.4%. BHTRREIL 3.2~8.2% TH>T=, Ff=. £ 2 M LC-MS(ESI positive E—F)BIETIL. EE[E
87.9~94.3%. H1THRE(X 1.3~6.5%. LC-MS/MS(ESI positive E—F)BIETIE, EEIL 89.6~95.5%.
BHTREX 1.8~7.6% LT R TORFICEVWTEFLGHERENTONT, T, TR TOHBTEER R LH
MEELNELCTHo1=0. HMEURERIZH TE5TFTO—ILDE—ID SIN thERHTzEZH, TDFL
fEIX. &4 1 @ LC-MS(ESI negative E—F) BIE Tl& 12.7~24.5, LC-MS/MS(ESI negative E—F) BIE
Tl 67.3~129.4, & 2 ® LC-MS(ESI positive E—F) BIE Tl& 27.1~106.0, LC-MS/MS (ESI positive
E—R)BIFETIE 202.9~392.3 THY. TR TOREIIBVWTEZICHAHREBERENFGON T,

K7 BE.FERVEERST O

No.| sMiRiEEH T ol el Kol Rt BER IR (%) HE | GHTRE SINEE® P
mgkg) | (ppm) | (ppm) | OFFE’ | ax | g1 | P n=1 n=2 n=3 n=4 n=5 (%) | (RSD%) | Max. | Min. | il
0.
IFJO—L +OFA 0.01 0.01 0.01 550 | 5362 [ 09963 | 965 | 930 | 917 | 86.0 | 89.4 91.3 4.3 186 | 185 | 186 |LC-MS
4 DB 0.01 0.01 0.01 619 | 2698 | 0.9988 | 927 | 99.0 | 946 | 1025 | 956 96.9 4.0 137 | 116 | 127 [#EE—F:SM(nega)
4 0 BF i 0.01 0.01 0.01 53 | 2326 | 0.9968 | 1019 | 905 | 96.1 | 893 | 868 92.9 6.5 153 | 186 | 170 |B#4a
43l 0.01 0.01 0.01 653 | 133 | 09967 | 906 | 840 | 942 | 886 | 853 88.6 46 187 | 131 | 159 |A2 mmollBBFVE=YL
59 0.01 0.01 0.01 se2 | 1352 | 09970 | 97.4 | 927 | 937 | 874 | 969 93.6 43 180 | 158 | 169 [B: FHF=FUJL
F5H2 0.01 0.01 0.01 666 | 5640 | 09988 | 863 | 945 | 976 | 966 | 947 93.9 48 264 | 225 | 245 |EEA4r:miz —3950
0.
0.
IFFa—L +OFA 0.01 0.01 0.01 18 | 1515 [ o970 | 885 | 920 | 816 | 843 | 908 87.4 5.0 682 | 664 | 67.3 |LC-MS/MS
L) 0.01 0.01 0.01 134 97 | 09974 | 921 96.4 90.2 90.7 99.4 93.8 4.2 1142 | 93.7 | 1040 [BIFEE—K:MRM(nega)
4 O BF i 0.01 0.01 0.01 121 | 798 | 09963 | 106.0 | 101.6 | 109.4 | 109.8 [ 952 [ 104.4 5.9 754 | 179.8 | 127.6 |®EHE
435 0.01 0.01 0.01 157 | 202 [oover | 829 | 821 [ 761 | 777 | 812 80.0 37 1205 | 87.0 | 103.8 |A:2 mmolLEFET E=YA
5 0.01 0.01 0.01 114 | 386 [o09954 | 976 | 949 [ 1061 | 850 | 913 95.0 8.2 892 | 755 | 824 [B:FEF=FUL
F5H2 0.01 0.01 0.01 131 | 197 [ogo71 | 959 | 962 [ 1028 | 1020 | 997 99.3 3.2 117.7 | 1411 | 1294 [#@4#+>:mz —3950-3300
0.
0.
IFFa—L +OFA 0.01 0.01 0.01 3585 | 21506 | 0.9988 | 861 | 89.3 | 89.3 | 903 | 903 89.1 2.0 262 | 279 | 271 |Lc-Ms
4 D 0.01 0.01 0.01 3072 | 4857 [ 09996 | 919 | 940 | 978 | 944 | 932 94.3 2.4 516 | 503 | 5L0 [RIEE—K:SIM(posi)
hain.] 0.01 0.01 0.01 2389 | -6036 [ 09999 | 87.4 | 90.0 | 87.3 | 884 | 876 88.2 13 574 | 404 | 489 |BEE
L= 0.01 0.01 0.01 3624 | 2463 [ 09998 | 89.8 | 90.3 | 922 | 895 | 894 90.2 13 118.0 | 940 | 106.0 [A:5 mmolLEFETE=HA
Eil 0.01 0.01 0.01 4116 |-26151 [ 09992 | 80.3 | 881 | 885 | 923 | 904 87.9 5.2 716 | 37.8 | 547 |eswonmmrr=sussnan
F5#2 0.01 0.01 0.01 2555 | 7772 [ 09987 | 80.2 | 869 | 912 | 924 | 949 89.1 6.5 359 | 296 | 328 |®EAA:miz +397.0
0.
0.
TFJa—L HDHA 0.01 0.01 0.01 473 | 70 | 09972 | 930 | 907 | 904 | 924 | 889 91.1 18 | 3822[4023| 3923 [LC-MS/MS
Y 0.01 0.01 0.01 410 | -1867 | 0.9986 | 86.7 | 101.8 | 993 | 946 | 951 955 6.1 | 3755|3005 | 3425 [HIEE—F:MRM(posi)
4 O B Bl 0.01 0.01 0.01 293 -148 | 0.9977 915 96.5 90.1 88.5 95.0 92.3 3.6 2354 | 236.7 | 236.1 |#EHE
45l 0.01 0.01 0.01 427 1427 | 0.9964 95.3 87.3 89.4 88.9 89.2 90.0 3.4 409.0 | 2143 | 3117 |A:5mmollEBF E=VL
Eil 0.01 0.01 0.01 533 | 872 | 09990 | 888 | 918 | 914 | 87.3 | 889 89.6 21 | 2164 | 2395 | 2280 |osmonmirse=susss—nun
x4 0.01 0.01 0.01 327 | -1435 | 09959 | 826 | 909 | 926 | 957 [ 1019 [ 927 7.6 196.6 | 209.1 | 202.9 [@A4v:mz +3069-3509

*1 EAE(E(E, REBREEOBEICE—HRELE(0.01 ppm) ZALVS,
2 FMRENERRRRELELTSBEITL [+ INRTIND. TOHEICE. SNEOHBIEFETHAH, JliE. ERBRDOEEETS.
*3 BONEREDNPTRAMEES X HE—Y (Max) RUB/IMEZES X 5E—Y (Mn.) DERERDSINLLER DD,

(3) HHETMYIRDBIE~ADEE

HBETMIVIRDAEANADEZEIZDVWTHREFILI-EREER 8 ITRLI-, iR MEUREKERIZH (5 BN
100% B HREITHEDLIICHABLIZTRN I RARMBE B RO BIFIZERRIIHTHE—VEBELERD
-, EiELEIX. R 1 & 10D LC-MS(ESI negative E—R)BIE Tl£0.99~1.04, LC-MS/MS (ESI negative
E—R)BIFE TIX0.95~0.99, & 2 M LC-MS (ESI posotive E—F) I7E Tl 0.92~1.07, LC-MS/MS (ESI
positive E—F)BIFE Tl 0.96~1.08 THY . BB TRV I XD BIEANDELE (T DIEM ST,

ARMEURGRERICHE TAEEER 8 TROE—VEBL THRLTHEEEZ RO . RIITRL-. MEEE
[FF+ 1 & 1 D LC-MS(ESI negative E—F) BIZE Tl& 87.7~96.2%. LC-MS/MS (ESI negative E—F)
BI%E Tl& 81.9~105.9%., &4 2 M LC-MS (ESI posotive E—F) BITE Tld 84.6~96.4%. LC-MS/MS (ESI
positive E—F)AIFE Tl 83.7~98.7% THY . MEEELRIFTH o=,
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*

8 HATMIVIRADBEADFEE

o o e | B E—VER(ES"®
No| pirsgian | mes | T | BRI RWRE | e Tmpma] L[ <rivsxmmEsmE’ ERRERA E—omm i =
ppm (mgL) | maosl | 777 o =2 n=1 =2 | w8 | (BOH®
IFJO—IL |$0OHA 0.01 0.01 0.01 0.001 i 0 56680 | 58379 |[57534.0 | 56083 | 55498 |55790.5 103  |LC-MS
£ DIEH 0.01 0.01 0.01 0.001 Gk 0 57747 | 57574 |57660.5 | 57992 | 56451 |57221.5 101 |HIEE—F:SM(nega)
4+ O FF i 0.01 0.01 0.01 0.001 i 0 54347 | 57717 [56032.0 | 53452 | 54238 |53845.0 104  |#@pia
43 0.01 0.01 0.01 0.001 il 0 57881 | 57759 |57820.0 | 58380 | 56169 |57274.5 101 |A2 mmolL BB T E=D A
5 0.01 0.01 0.01 0.001 i 0 55868 | 56622 |56245.0 | 56102 | 57397 |56749.5 099 [B:7Er=FUL
[E3-Yo3e) 0.01 0.01 0.01 0.001 i 0 57013 | 58950 |[57981.5 | 55509 | 57364 |56436.5 103 |EEAA:miz —3950
IF7O—IL |$0OHA 0.01 0.01 0.01 0.001 [EiLid 0 12996 | 11138 |[12067.0 | 13310 | 11930 |12620.0 096 |LC-MS/MS
4+ DR 0.01 0.01 0.01 0.001 Gk 0 12661 | 12475 [12568.0 | 13173 | 12887 |13030.0 0.96  [HEE—F:MRM(nega)
4+ O FF it 0.01 0.01 0.01 0.001 EH 0 12318 | 12762 [12540.0 | 12051 | 13394 |127225 0.99 |#TH48
43, 0.01 0.01 0.01 0.001 i 0 11508 | 11090 |[11299.0 | 11734 | 11403 |11568.5 0.98  |A:2 mmolLBBTLE=YL
5 0.01 0.01 0.01 0.001 i 0 11980 | 12616 |[12298.0 | 12611 | 12230 |12420.5 099 [B:FPEr=FUL
542 0.01 0.01 0.01 0.001 [EiLi 0 12897 | 12705 [12801.0 | 13669 | 13387 |13528.0 0.95  |EBA+>:imz —3950-3300
IF7O—)L |4DHA 0.01 0.01 0.01 0.001 miE 0 366469 | 382203 |374336.0 | 374366 | 377815 |376090.5 1.00 LC-MS
4+ DR 0.01 0.01 0.01 0.001 i 0 272436 | 270990 |271713.0 | 278846 | 277021 |277933.5 0.98  [BIEE—F:SIM(posi)
4+ O Bt 0.01 0.01 0.01 0.001 i 0 224187 | 222711 |223449.0 | 216772 | 223148 |219960.0 102 |4
434, 0.01 0.01 0.01 0.001 i 0 364007 | 373237 |368622.0 | 342900 | 348304 |345602.0 107 |A5 mmollBFETE= DL
5 0.01 0.01 0.01 0.001 i 0 364918 | 366547 |365732.5 | 400510 | 393589 |397049.5 0.92 S
Fb#H2 0.01 0.01 0.01 0.001 Gk 0 215334 | 215939 [215636.5 | 224508 | 220717 |222612.5 0.97 |EEAA:miz +397.0
IFJOo—L |[$0HA 0.01 0.01 0.01 0.001 i 0 44710 | 44148 |44429.0 | 44844 | 47577 |462105 0.96 [LC-MS/MS
LY -1 0.01 0.01 0.01 0.001 i 0 35662 | 36683 |36172.5 | 38007 | 36782 |37394.5 0.97  [BEE—F:MRM(posi)
4+ O BF i 0.01 0.01 0.01 0.001 Gk 0 27334 | 26384 |26859.0 | 27329 | 27666 |27497.5 098 |®BHH4E
$3 0.01 0.01 0.01 0.001 Gk 0 47644 | 47757 |47700.5 | 44573 | 44142 |44357.5 1.08  |A5 mmolLEFEAFE= DL
5 0.01 0.01 0.01 0.001 i 0 47908 | 48515 |48211.5 | 49877 | 49795 |49836.0 0.97  [|osmmonmmrse=ouss—nan
[C3Y:ae) 0.01 0.01 0.01 0.001 [k 0 26376 | 26674 |26525.0 | 27353 | 27623 |27488.0 0.96  |EBAF>:mz +3969-3509

*

*
N B

*

w

HAEfB, REBERBEOHEICE—EERE(0.01 ppm) EALS.
ARMEURGAERI<H 11 HEIRE 100948 LiREITHE S LT, TV VAN ORBBER TARLAREFR (TR v IR RINRERR) REE TARUARERT R (RIERERR) 2R T 5,
VIR FIMBER R R BERERROIRICKEI2E L ERELERALIHET 5. (BDEICELTREREEAZITI,)

*4 TSUYITE—IHRBOLNIFEICIE, IM IR FIMBERROEIEIF VEEZLSIWEERALS.

*

a

*

o

R WHIEEE

TRV IRFMBERRFRBRLEBOISVIRMORBRAREAVTRART S,
R YYRFIARER RO BERERBIH T HE—VEH (R EHE) D LLERDHD,

BmA HE (%) E—JmEER WEEE (%) RERY

LRz 91.3 1.03 88.5 LC-MS

4+DhE 96.9 1.01 96.2 BEE—R : SIM (nega)
ki1 92.9 1.04 89.3 BEMH

4y, 88.6 1.01 87.7 A 2mmol/LEFB T ~EZ U LBR
2 93.6 0.99 94.4 B: 7EhZKUJL

F5HD 93.9 1.03 91.4 BEAF> : m/z - 395.0

F DA 87.4 0.96 91.4 LC-MS/MS

Sl 93.8 0.96 97.2 BIZEE— R : MRM ( nega)
2] 104.4 0.99 105.9 BB

43 80.0 0.98 81.9 A 2mmol/LEEBT > EZ U LABRK
5B 95.0 0.99 95.9 B: 7EhZKUJL

F5#%2 99.3 0.95 105.0 BEA A - m/z - 395.0-330.0
+0OHA 89.1 1.00 89.5 LC-MS

L2l 94.3 0.98 96.4 BEE—R : SIM ( posi)

40 fFiE 88.2 1.02 86.8 BEHR

45, 90.2 1.07 84.6 A 5 mmol/LEFB 7 > EZ T LBK
L] 87.9 0.92 95.4 B : 5mmol/lLEFBET > EZ VL X&) —I)LAK
E5&D 89.1 0.97 92.0 BIEA A : miz +397.0
LRl 91.1 0.96 94.7 LC-MS/MS

4 ORER 95.5 0.97 98.7 BEE— R : MRM ( posi)
2] 92.3 0.98 94.5 BBM

43, 90.0 1.08 83.7 A5 mmol/LEFB T > EZ T LBK
o8 89.6 0.97 92.6 B : 5 mmol/LEEBET > EZ VL XB/—IEK
F5&D 92.7 0.96 96.1 BEA A - m/iz +396.9-350.9
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4, BER

BRHTFTO—)LAERE OKEW) IZH T, LC-MS BIEDFENHEEMLIEL A K ;2 mmol/L BFfE 7 €=
LBR. B, 7ML (R L &4 1), BIEAAVIEmiz —395(FE) R +397(EH) LitEish., B
EBEICEWT. MELRAMA 2 DMIZHERTESAF2ELT,ESI(—)TIEX m/z 397 A, ESI(H)IZHLTIE
m/iz 399 K5, |ERRE SN TS, FI T F9 LEEFHTEERFHELEE (0.001 mg/L) DTFIO—
JVZERREBELI=EZA,. miz —395 DE—4I1E SIN=15 T, m/z —397 DE—7IL SIN=10 TEHEIh
f=h.miz +397 RU m/iz 4399 DE—VIE. AU A— Tz RABEEB A LIS EEHEREGTLEA. BRE
ARIZKYE—INBEREIhIEh o1,

BEMEEAR; S MMol/LEFEE 7V E= D LBE.B& ;5 mmol/L EFEE 7 U E= D LB - AR/ —ILiBKE (R
1 & 2)IZEETSHE TFFO—/LIE ESI negative RU positive DEE—KTRIFEAEETH o=,
LC-MS KU LC-MS/MS MBI E 2LV T, ESI positive E—F D A HY ESI negative E—FEIELYLEERET
Hot=. Ft=. &t 2 TRHHORBARZAEL-ECA, BIRELRITTHY . WEE—VE3BHLNEH
ofz. UEDERKLY. BMIFTO—ILAEBRECKEY) 11 BESE 2)FERAICK 1 &6 2 0BHHE
FHRVAIEAF FEBRETHIEELT,

11. BE=$1E
2) FER
Q@ FEAHTZ#IE(CKOT ESI positive E—F THORENMEWGEENH D, TDEE. UTOEHEEFRANSE
IFTO—LERERCGAETEDLI LA H D,
BIE &Y
FBEFE:5 mmol/L BFEE 7 E=9 LBE R 5 mmol/lL BEE 7V E=9 L= A9/ — )LIAKRER (7:3)
5(1:99) FTHREEREZ 15 K TITL. (1:99) T5 2HEREET 5,
A+ EE—FK: ESI(+)
FHAF> (m/z)
1)LC-MS Mi54& :399. 397
2)LC-MSIMS Di5E : TVh—HY—A4> 397, TAFZ Y17 351, 255
EAZE: 5L
REFROER: 14 5

Fl= FTBADRBIIEEEIFEAEESTLENWEMNS, PR ILINT Y UHBERIZKDRIEIREEZ A
BELT=. CORMEZEBRLTH, ERE., BUREE(CRRBIEANz2EME, 5. HBARDAN 1)HLEE
DIFLEHFDLSNDBE QIELHFDDBEIZHITTRE L=,

[#=m]

BEEVMOIFIO—ILREBELL T EMIFIO—ILRERE KEY) OBRERFLIz, TORE. &
MIFTO—)LRERE UKEY) OFEIHD., TFTO—ILERHMS T THEL, BFBETF LR n-
AFHU(1:1)RRTEBRER. 7EF R ILINT YU DB T (XA DHBTIEER) L. A V2T
DYWL IAT NEZHASLTHREELIz#%. LC-MS XX LC-MS/MS TEERUVUHRETHLTEEYTD
IFTO—LERETEIENTEETH o>z BMTFTO—ILERERE OKEM ZFDHA. £ DI, 0
FFi. 2. BOIRUIEEH DD 6 BRISERLI-ECA, BEHEIZ A K ;2 mmol/L BFE 7V E=9 LA,
B i&; 7th=FJILZRL=BE. LC-MS M ESI negative BIFEIZKYERE 88.6~96.9%. HITHE 4.0~
6.5%. LC-MS/MS M ESI negative JBIEIZ&Y EE 80.0~104.4% . HH1THE 3.2~8.2% D BIFLIEEMNE
bz, T=. BEHIZ A K5 mmol/L EFEE 7V E=D LBR&R. B iR ;5 mmol/L BEFEE 7 E= I LiBiK - A%/
—ILBBRERAWZIEE.LC-MS @ ESI positive BIEICKYEE 87.9~94.3%. fH{THE 1.3~6.5%.
LC-MS/MS M ESI positive BIFE LY ERE 89.6~95.5%. H{THEE 1.8~7.6% 0D BIFLIHEENELNT-,
F-. EERRELT. WTHDBIEIZHELTE 0.01 mglkg ZREREETHDHENHER SN,
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[&% 3#]

EAFBHERRREMREN BREHXE 0124004 STERICEB T HEE. ANMNY R B YAESR
mDER THAIYMEDRBREICONTI IFTO—LRBRE(REY) . TFI0—ILERERE OKEY) (FRL
174 1H2418)
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OFMERERICE THRRMGEIOTNT S LA

(ESI negative)

(x10,000)
] IS5 E
4.0
30
20 \l/
1.0
1 ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘
12.0 125 13.0 135 14.0 145 min
(x10,000)
40 st
30 \l/
20
1.0
1 ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T ‘
12.0 125 130 135 14.0 145 min
(x10,000)

a0 EE

-

9 1 £MOHAD SIMHAOTRT S L
(m/z —395.0)
HRINEE :0.01 ppm

AR:

Bi&:

2 mmol/L BFEE 7 E=) LNiBR
F7Er=R)L

100)

(,
304
257

2.0

IS LR

Il
25
] IR
20
15
10
0
oo
e T T L L L T T T
=0 L o5 L n5 min
(x1,000)
2.5 \l/
] AR
2.0
1.5-]
1.0
0.5
0.0
By B BB e e A A
120 125 13.0 135 14.0 145 min

9 2 MWD SRM YOI T4
(m/z —395.0—330.0)
INEE :0.01 ppm



(x10,000)

30 I3t
2.5%
z.o—f

0.5+
‘12‘.0‘ Y ‘12‘.5‘ Y ‘13‘.0‘ Y ‘13‘.5‘ Y ‘14‘.0‘ B ‘14‘.5‘ Y ‘rm‘n
(710000)
301 P IE ool
2.0%
1.5
1.0
0.5+
‘12‘.0‘ Y ‘12‘.5‘ Y ‘13‘.0‘ Y ‘13‘.5‘ Y ‘14‘.0‘ o ‘14‘.5‘ Y ‘ml‘n
(710000)
301 WA
¢
z.o—f
1.5
1.0
0.5;
‘12‘.0‘ Y ‘12‘.5‘ Y ‘13‘.0‘ Y ‘13‘.5‘ Y ‘14‘.0‘ o ‘14‘.5‘ Y ‘ml‘n

10 1 4OEKH® SIM OIS A
(m/z —395.0)
IR :0.01 ppm

(x100)
40 - N

] IS5 oHER
3.0
2.0

1.0
(x1.000
3.0 \l/ FIER !
20
1.0
0.0

— —————
1.0 120 130 140 150 min
(x1.000
3.0 .

] \L BERR
2.0
1.0
0.0

; —_,———————————
1.0 12.0 13.0 14.0 150 min

10 2 4MEEF®D SRM YOTRT S L

=24 -

(m/z —395.0—330.0)
FRNNEE:0.01 ppm



(x10,000)
304 I3
2.5

2.0

A

0.5+
‘ ‘12‘.0‘ H ‘12‘.5‘ a ‘13‘.0‘ H ‘13‘.5‘ a ‘14‘.0‘ ‘14‘.5‘ ‘ ‘mi‘n
(x10,000)
30] AU
2.5% \L
20
1.5
1.0
0.5+
‘ ‘12‘.0‘ B ‘12‘.5‘ - ‘13‘.0‘ B ‘13‘.5‘ - ‘14‘,0‘ ‘14‘.5‘ ‘ ‘mi‘n
(x10,000)
307 BEER
2.5%
2.0% \L
1.5;
1.0
0.5+
‘ ‘12‘.0‘ B ‘12‘5‘ - ‘13‘.0‘ B ‘13‘.5‘ - ‘14‘,0‘ ‘14‘.5‘ ‘ ‘mi‘n

11 1 4DFiED SIM /A< rT 5.4

(m/z —395.0)
IR :0.01 ppm

120

(

407
307

2.0

0.0

-1.04

(
50-]

4,04
3.04

207

0.0

-1.04

- 25

x100)

IS

12.5 13.0 135

1,000)

pAYlIEE o

120 125 13.0 13.5

1,000)

BERR

120

11 2 4OFED SRM 20Tk 51
(m/z —395.0—330.0)
FNNEE:0.01 ppm



(3(10 000)

25 ITL
2.0—?
1.5 \l/
1.0
0.5+
ha ‘12‘.0‘ o ‘12‘.5‘ o ‘13‘.0‘ o ‘13‘.5‘ o ‘14‘.0‘ o ‘14‘.5‘ ‘r‘nir;
(710000)
25 ¢ et
2.0—?
1.5-]
1.0
05
ha ‘12‘.0‘ o ‘12‘.5‘ o ‘13‘.0‘ o ‘13‘.5‘ o ‘14‘.0‘ o ‘14‘.5‘ ‘r‘nir‘1
(710000)
251 J BT
2.0£
1.5-]
1.0
0.5+
o ‘12‘.0‘ o ‘12‘.5‘ o ‘13‘.0‘ o ‘13‘.5‘ o ‘14‘.0‘ o ‘14‘.5‘ ‘rinir;

12 1 4.0 SIM&OTrT 5S4
(m/z —395.0)
IR :0.01 ppm

-26 -

(,
501
4.0%
3.0%
207
10]

0.0]

100)
TIUyEH
7A—L/V\/\_/\L/\—/\/;/\/QV\_/\—/%

115 120 125 13.0 135 14.0 145 min

(7 1,000)
40 FMEbE
J
20-
10
o.o—f

11.5 12.0 125 13.0 135 14.0 14.5 min

(x1.000
4.0
| J I
3.0
2.0
1.0
0.0
:‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\
15 130 135 140 145 min

12 2 42,0 SRM ZOTRT S L
(m/z —395.0—330.0)
FNNEE:0.01 ppm



5.0
40
3.0

20

(x10,000)

eENZE

120

10,000)

50
4.0
3.0

2.0

RS

12.0

10,000)

50
4.0
3.0

2.0

R

12.0

13 1 FEED SIM ORI S L
(m/z —395.0)
IR :0.01 ppm

1,000)

1.00]
0.75
0.50]

0.25-]

0.00 ,JMWANJ\/W\,\_/\/V\JW/V\_/\J\/\_NJ\_,MW

IS
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(x1,000)
40; & o b
1 AsnnEts
3.0 \l/
2.0
1.0
0.0
BRSNS e B B A
120 125 130 135 140 145 min
(x1,000)
4.0
] BERR
3.0
2.0
1.0
0.0
TR B B By e U
120 125 130 135 140 145 min

13 2 FBOIM SRM ORI S5 L

(m/z —395.0—330.0)
FNNEE:0.01 ppm



(x10,000)

304 IS HEM
257
z.o—f

T T
12.0 125 13.0 135 14.0 145 min

(x10,000)
30 AR
2.5—? \l/
z.o—f
1.5
1.0
LR L O L B N
12.0 12.5 13.0 135 14.0 145 min
(x10,000)
* B
2.5 \l/
2.0%
1.5
1.0

LT B B B B B By B B B By B BB
120 12.5 13.0 13.5 14.0 145 min

14 1 [FHHD2D SIMHAavrT 3L
(m/z —395.0)
IR :0.01 ppm

(x100)
40 N

] DALY
3.0
2.0

T
115 12.0 12.5 13.0 135 14.0 145 min

(x1,000)

204 | A

T R S e T T T S B B B B B B BB B
11.5 12.0 12.5 13.0 13.5 14.0 145 min

(x1,000)

30 ¢ B

T B S e B B By e B By B
11.5 12.0 12.5 13.0 13.5 14.0 145 min

14 2 (FHHDD SRM AT 5L
(m/z —395.0—330.0)
FNNEE:0.01 ppm



QARMEREAERICE THAR KM GEIATLT I L
(ESI positive)

A& :5 mmol/lL BFER 7 E=I LIBIK
B i&:5 mmol/L BFE 7 E=9 L= AR/ — LB &

(x100,000) (x100)
100 ]
TSo oK 40 P L !
0.75-] ]
1 30
0.50{ 2.0{

] 1.04
0.25+ 1

\
| ST e S o_oéﬂwwm

0.00-] ]
-_— M -_——
120 130 14.0 min 120 125 13.0 135 14.0 145 min
(x100,000) (x1,000)
1.00 7.5-]
] \l/ st ] IR
075 501 \l/
0.50-] ]
] 2.5+
0.25-]
0.0+
0.00-]
-_— e -_——
12.0 130 14.0 min 12.0 125 130 135 14.0 145 min
(x100,000) (x1,000)
1.00 7.5
] ¢ B i i/ R
075 501
0.50-| ]
] 25|
0.25-]
0.0
0.00-]
—— — T T T
12.0 130 14.0 min 12.0 125 130 135 14.0 145 min

15 1 £O/HAED SIM ORI T L
(m/z +397.0)
IR :0.01 ppm
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15 2 £OFHAEDO SRM YOI 5 4
(m/z +396.9—350.9)
IR :0.01 ppm



(x100,000)
125

eENZE

0.75]

0.50] \l/

Om;\ T T

12.0 13.0 14.0 15.0 min

(x100,000)
1.25

RS
0.75—?
0.50%

0.25-]

Om;\ T T T T T T T T T T T T T T T T T T T T
120 130 140 150 min

(x100,000)

BERK

12.0 13.0 14.0 15.0 min

16 1 4OEKH® SIM YOI S A
(m/z +397.0)
IR :0.01 ppm

-30 -

25(x100

TIUyEH
50-|

!

0.05\—,_»/\—/&/\_/\/\/\&/\—/\_,\/%

120 13.0 14.0 15.0 min

(x10,000)
1.00 \l/ IR
0.75
050
0.25-
0.00
7‘ T T T T | T T T T | T T T T | T T T
120 130 14.0 15.0 min
(x10,000)
1.00] st 2y
| J CES
0.75-
0.50]
0.25-
0.00
7‘ T T T T | T T T T | T T T T | T T T
120 13.0 14.0 15.0 min

16 2 4 MiEF® SRM YOTRT S L
(m/z +396.9—350.9)
FNNEE:0.01 ppm



8.0
7.0
6.0
507
407

307

1.0

(3(10 000)

eENZE

| y

8.0
7.0
6.0
507
407
3.0

20

12.5 135

10,000)

¢ R

8.0

6.0
50
407
307

204

125 13.0 135

10,000)

R

125 13.0 13.5

17 1 4OFED SIM O3S A
(m/z +397.0)
IR :0.01 ppm

(x100)

7.5
50
2.5

0.0

IS

125 13.0

(x10,000)

135

1.25]
1.00]
0751
050

0.25]

pAYlIEE o

-

0,00

125 13.0

(x10,000

135

1.25]
1.00]
075
050

0.25

0,00

BERR

é

13.0

13.5

14.0 145 min

17 2 4OFED SRM O3 RI S 4
(m/z +396.9—350.9)
FRNNEE:0.01 ppm
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(x100,000)

1.25

0.75]
0.50

0.25

0.00

eENZE

U

125 13.0 135 14.0 14.5 15.0

"
min

x100,000)

RS

12.5 13.0 135 14.0 14.5 15.0

100,000)

"
min

¢ BEEH

12.5 13.0 13.5 14.0 14.5 15.0

18 1 4E.0 SIM&OTrT S L
(m/z +397.0)
IR :0.01 ppm

vl
min

(x100)

7.5
1 IS8 %
5.0—:

2.5

O.O{MV\_M»/WA_M/\AAA/\’\_M_/\/J\/\_/\_/\ML

120 12.5 13.0 135 14.0 145 150 min

(x10,000)

¢ A

120 12.5 13.0 13.5 14.0 14.5 15.0  min

(x10,000)

1.254 l/

1.004

BEBR
075
050
025

0,00

_025;‘ T
120 125 130 135 140 145 150 min

18 2 4F.0 SRM ORI S L
(m/z +396.9—350.9)
FRNNEE:0.01 ppm



(x100,000)

eENZE

0.75
0.50

0.25

l
L

0.00
———
12.0 130 14.0 15.0 16.0 min
(x100,000)
1.00
\l/ bR
0.75
0.50
0.25
0.00]
T T
12.0 13.0 140 15.0 16.0 min
(x100,000)
1.00 \l,
EEBRK
0.75
0.50
0.25
0.00-]
—_———— —
12.0 13.0 14.0 15.0 16.0 min

19 1 FEED SIM ORI S L
(m/z +397.0)
IR :0.01 ppm
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1,000)

1.00-]
0.75
0,50

0.25

1.50-]
1.25
1.00
0.75
050

0251

0.00]

1.50-]
1.25
1.00]
0.75
0.50]

0251

0.00]

J
0.00 ,M/\_/\/LANMMM/\/VMWJ\/\/\»\W\/\/WL/

10,000)

10,000)

IS

pAYlIEE o

120 13.0

BERR

120 13.0

19 2 FBOIM SRM ORI S L
(m/z +396.9—350.9)
FRNNEE:0.01 ppm



(x100,000)
1.00-] -
] JS5uoatE
075
050 \l/
O'ZSEWMWW
7\ T T T T T T T T T ‘ T T T T T T T T

12.0 130 14.0 15.0 min
(x100,000)
1.00-] -
] AmEH
0.75-] \l/
0.50
0.25-]
——— — ‘
12.0 13.0 14.0 15.0 min
(x100,000)
1.00-]
1 EERR
0.75 \l/
050
0.25-]
—————— ——
12.0 13.0 14.0 15.0 min

20 1 IIB6H#DM SIMHAavrT S L

(m/z +397.0)
IR :0.01 ppm

1,000)

1.00%
o.75§
o.5oé
o.zsé

0.00]

IS

120

13.0 14.0 15.0
(x1,000)
7.5% IR
| J
50
2.5;
0.0;
‘12‘.0 ‘ ‘13‘.0 S 14‘.0 ‘15‘.0 ‘ min
(x1,000)
75 ¢ RS
5.0;
0.0;
‘12‘.0 ‘ ‘13‘.0 S 14‘.0 ‘15‘.0 ‘ mi‘n
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20 2 [IBHHDM SRM AT S L
(m/z +396.9—350.9)
FRNNEE:0.01 ppm



@-1 TSR ORRMLEN—FIL(AoOTE
55 L (TIC)

(x10,000,000)

4.0
3.5
3.0 \l/
2.5

2.0+

1.5+

5 B e e B B B B B By B
10.0 12,5 15.0 17.5 min

CE 21 £OEHRREO TIC
(ESI negative, R¥+ > #ifF : 50~550 amu)

(x10,000,000)

4.0
3.5
3.04 \l/
2.5

2.0

1.5+
I D
10.0 12.5 15.0 17.5 min

22 4MEEREMD TIC
(ESI negative, X ¥+ &ifH : 50~550 amu)

(x10,000.,000)

4.0+

3.5+
3.0+ \l/
2.5+

2.0+

1.5+

10‘.0‘ L ‘12‘.5‘ L ‘15‘.0‘ L ‘17‘.5‘ L ‘min‘
X 23 HFnFfEEMD TIC

(ESI negative, ¥+ &ifH : 50~550 amu)

A& :2 mmol/lL BFER 7 E=I LIBIR
Bi®:7tk=FJJL

(x10,000,000)
5.5

5.0+
4.5+
4.0+

3.5 \l/
3.04

2.5+

L L
10.0 12,5 15.0 17.5 min

CE24 £IRBOTIC
(ESI negative, R¥+ > #ifH : 50~550 amu)

(x10,000,000)
5.5

5.0
457
4.0 \l/
357

3.0

2.5

T [ —
10 12.5 15.0 17.5 min

.0
25 FHIEHED TIC
(ESI negative, X ¥+ &ifH : 50~550 amu)

(x10,000,000)
5.0

4.5+
4.0

3.5

3.0+ \l/
2.5+
o W

T e e By B R ]
10.0 12.5 15.0 17.5 min

26 [FHHDEMOD TIC
(ESI negative, ¥+ &ifH : 50~550 amu)

-35-
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@-2 TS oRBORRMLEN—FIL(AoOTE

55 L (TIC)

8.0( 10,000,000)

7.0
6.0
5.04
40 \L
3.04

2.0

W
5.0 75 100 125 15.0 min

27 £ OFHmAFED TIC
(ESI positive, RF+ > & : 50~550 amu)

(x10,000,000)
7.0

e.oé
50
40] i/
30

z.oé

1.0

5.0 Y 7.‘5 ‘ s 10‘.0 P 12‘.5 Y 15.0 s ;nin‘
28 4MEEREMD TIC
(ESI positive, R+ & : 50~550 amu)

8,0(3(1 0,000,000)

7.0
607
5.0
407 \l/
307

2.04

L T B R e
5.0 10.0 125 15.0 min

7.5
29 HDAFfEED TIC
(ESI positive, X &> & : 50~550 amu)

A& :5 mmol/lL BFER 7 E=I LIBIK
B i&:5 mmol/L BFE 7 E=9 L= AR/ — LB &

8.0< 10,000,000)

7.0
6.0
5.04
4.0 \l/
3.0

2.0+

T T T
5.0 75 10.0 125 15.0 min

30 #FEAMD TIC
(ESI positive, RF+¥ > & : 50~550 amu)

8.0< 10,000,000)

7.0
6.0
5.0
4.0 \L
3.0

2.04

\,_/—/-—”"”“/
10— T
5.0

I L
10.0 12.5 15.0 min

7.5
31 FHINEHD TIC
(ESI positive, ¥ &if# : 50~550 amu)

8.0( 10,000.000)

7.0+
6.0
5.0+

!

3.04

2.0+

10—
5.0

B B B A
10.0 12.5 15.0 min

1.5
32 [FBHDEMD TIC
(ESI positive, X+ & : 50~550 amu)
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