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VAXRIRSTF T 4N, JunTFF 740, e Rk raaF T 40 NVATAT I/
TFNANT F Y NVTFT 4 VOBESHTE

Y EKMB LAV ARE

[

W, B EETARERMRLY., EENESOBEE —HNE LB EL R OD DR

BFRNTWEG, EXGHRVERRBES OEEL —HKE LEBEEZROBRIIT. BEREMLOS
SR T NNMATIT SRS DOTRITEL . FMOFELZRL EDITIESURRST O BSNEL 2
%, FOPT, ERBEFEIZCAXF VTV TF 740, Zuuasrt 740, £ Rafxvruoad
FTAN, NDRAFAT I ) ZFNVANT VT F T 4 VORENMEABEA XN T BEHHN
Hy. BHEDREEZEDIT-ODREADICBMINERZEINIBENEH S, RMbawid, Thb
DWEED L HERAL (BD) IBEETHAHINATF 7 4V RFRICPDESHAEEM2ET5LEZ2 DL
N3, FZT, LC/MSIZ X ARESTELZ RS Lz, 4L 0BERXZSEER1-1, VA~
M EBEGEN-2, LO/MSZ < T LEBEEEI-3, TNETNDOTATF T A M eBER
B4R LTz, %L LT, A—OLC/MSEEET TOERENGEER N2 b OB EREFIELE
HEOEFELC/MS T v~ F 7T 2 ESEGEEI-5IZR LT,



CEXVRTF T 4N, JunTF 740, ERedrunsTF T 40, NOAFATI)
ITFNANT F T FT 4 VDSHTE

SIS gEE] WS THRRREUH—L L7ZRE 20 ng. I 7 EAF : NEY 20 ng.
IR 1 20 mg, K : 200 pL

1-1. EMESH SFEENHC 1 $FBAKER/ T2 b= UV (1/4) 2 L2z, BEKT 5 &
FHHZIT 5, WOCELBE (1500 rpnf2EE, 3 #7[) 21TV, EBKR 1 nlz v, LC/MSH
WEREOMABENFE 1 oL 22, BEAEZITVWREEK LT 5, BREHAKRD 1 uL&LC/MSIcHE
AL. 0% (SCANE—F) 2175, BNCOHT L7-EEYERE & REFRERE]. UVRARZ FARTI= R R
N7 M EHERETT 5, .

1-2. EESH ** 10 kDA R T T A3, ek, WNEMEREE (7= BIAT T
TA4ND 1 mg/mlAZ ) —)VEEHR, IS) 100 pLRUIA X J—/) 5 nl& Mz, BEET 5 SR
HEITH, KRTI0 nLIZER Lk, BOSBETVRBERE T 5, BBHARD 5 nLELC/MSIZHE
AL, & SIME—F) 2175, BlICoth LZERB L VERR LIERERN D, BEEZ1TI,

LC/MSZef4

LC&f%
HF A : Inertsil ODS-3 (2.1 x 150 mm, 5 pm, GLH¥ A =1 X)
BEMVEAIK : 5 tM¥XEEY o &= 7 AEEK (pH 3.5)
BEMEBIK : 7R F=FU A
75> b4 (AMK/BIK) :80/20 (0-3 min) —45/55 (13-20 min) —25/75 (30-50
min)
FEd : 0.3 ml/min
A7 MERMEIRE : 40 C
RS 74 A F—FT7 LA RIS (E=F—EK 290 nm)
EAE 1 u

MS 4t

A FAE BSIRDT 4 TE—F



Bl A& 1 800 L/hr

:—yﬁkﬁE:WLmr

R AIRE 450 °C

Xy b7V —8EE 3000V

o — 1 BJE : 60, 100V (1-50 min)

SCANE— F (GE#E57#T) :m/z 100 — 800

SIME— F (BEESDH) :w/z 389, 391, 463, 495, 475 (NEMEZEMHE)
¥ SIHREORENRDSRVETIZON TR, REHREREZRE LT,

ok EMSTHICBOT, BEOSHEEYEHL., ORNERRELZEHET2QMBEROER
¥ 5 QRBAK F FIRT 5, O3FEEEEAVWT, LOMSICEAT 2BROKREILEY
BENSBREBBROSBMBENICRS X OANT S,
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BT FT74N, PAFATEFATFT 4V, TERFANRNAVTF T 4 VOBFEGHIE

VEEMRLEETER AR

[

VAR, A EET AEEAR LY. EXLRSOBEL —HKE LI BEL oS DR
BHRNTWE, EXLRNERDRESOEELZ —HRE LIEE2FFolaE. BERRDI
R VITIT YRS DRERITEL . BMOAELZFTFRLDITIXSHT OB HLE LR
%, L, EELESOEEY —HRE LI-EEE2F oS, HHERICB IR TORE
REFERT A LIIEETH D, EBELBRVELEH THLIWARY bV, MSAXRY bV, FBEE
BEICLY. REESNLEYDOBEILITEDZR, RTFTFIANECAFATEFAT T 4
MZAOWTIERBEEENR—TUVARY MU HIZIERI U Th Yl H OBEGLN R ITNIEZORE
IIREETH D, T T, BELBRLS THRLAYERHE TE ALC/MSIT L 2w oEZHRET L
oo FTo. WARY MR RABNBEBERIIFR—O T EFNV/NT T 4 MZONT SRR
S EITNT —Z &R LT, 3B OEER2SEER2-1. VAT M 2BEGE2-2,
LC/MSZ a~< F7 5 AESEBER-3, FNENDOAT T T AL N aBEBER2-UIR LTz, 8%
L LT, A—®DLC/MSEHET TOEREIGEEE O b O ERLUMEERE O FFELC/MS 7 1
< T AESEBERR2-5TR LT,



RTTT 4N, DAFATERFANTT 740, TEFARSAVTFT A VOG5

SHTERE*  EH AW THEE O —{E L7238 200 ng, U 7EAA]  NED 200 mg,
IR : 200 mg, ¥R : 200 uL

1-1. THSH SRENT 1 $FBROKER/ T h=FU NV (1/4) 2 nlEMx, BEET 5 &
FHH 21T 5, KW TELSBE (1500 rpnfREE, 3 70F) 21TV, EBK 1Lz & D7 =1}
YN/5 iMXBET E= U LEEMK (pH 3.5) 25/75 1 nL 2Mx. BAEZITVWRAEAEKRL T
%, REWERD 1 pLELC/MSICEEA L, A8 (SCANE— R) %175, BICHI Lo EuEse & &
B, UVARZ FARUITRARANY MR HBRET 5,

1-2. EESH ** 10 kD ART TR, ek, NEEESRK (7 =BT
TAND 1 mg/mLAF J—NVERHR, IS) 100 pLR A Z ) —)V 5 alz/Mz, BEHET 5 HiH
HEIT5, KTI0 nLiIZERLI#, BEAH0%TVREHEK L 75, REHERD 5 pLELC/MSIZHE
AL, & SIME—F) 2479, BlICO LIAESERE X W ER LIZRERI D, EEE1TO.

LC/MS&&A4

LC& A
#7 A : Inertsil ODS-3 (2.1 x 150 mm, 5 pm, GL¥ - =1 X)

BHEVFRAIK : 5 iM¥XBET o E =7 AREERKR (pH 3.5) 25/75
FEHEBIK : TR b=FU L
75T M (AHR/BIK) : 80/20 (0-3 min) —45/55 (13-20 min) —25/75 (30-50
min)
R¥E : 0.3 mL/min
717 LEIRAEIRE : 40 °C
RHER . 7 MM A —FT7 LA e (E=F—%K 290 nm)
FAE 1 pl
MS &4
AFAEE BSIRT T 4 7E— K



B A APk : 800 L/hr

a— HAFE 50 L/hr

Hp A A{REE : 400 °C

Xy b7 Y —8E 3000V

o—BJE 1 60, 100, 140 V (1-50 min)

SCANE— F (EHE72#1) :m/z 100 - 1200

SIME— K (EESHT) :n/z 467, m/z 475 (NEHELE)

*  SHREORENDARVELTICONTIE, REHEIREZ1/10123 57,

ok EMSICBWT, HEOESFEXEH L. OREBERELZHEET20MEBROER
HWET 5QREAKREZFNT 2, O3FEXZEERAWVT, LC/MIZEAT HEROBRE(LED
BENREGOGRBENICZRS L 5FART 5,

ESWIEDEEL, KT FT7 4 MAT. 455, PAFATEFAT T 7 4 VI T3 HEH
L. a—YEFEIQOVTORIEIZT, FOTRAARY MK T T 7 4V Tlidn/z 396D

e DAFATEFATF 7 4N ThEn/z 4100 °— 7 BRD L1, BEHPEVGE T
b, BILEMER/ETE S, RUTFT4NDTARART MV TRMOaT—EETH/z

410D — 71 XIT LA ERBD LRV,



BEES

RBE-1 RUTFFT 4N, PAFATEFATFTI 4N, TRFARVT T T 4 VOBER

T iy
Z N HN J\‘ HN N
N \N
BT T7 4N CAFNTEFATFT 4V
C,sHy N0, MW 466. 5759 CosHs NeO; MW 466, 5759
o
/\N 0 HN/‘K{/<
Q X NS &
N
o~
TEFANRNTFT 4V

CpHy N0, MW 466. 5759

BEl2-2 RUFFTZ4N, PAFATEFATF I AN, TEFARVTF T £ VDOUIR
~R7 b

195

_ﬁxm

3.08-1

m }94 2
KT T4

DAFATEFALTFTT 4V

30814

5 ]
< 20814
2.08-11

1.0e-14 1.0e-14

004

OO TR ETTE !
200 220 40 280 260 3601320 340 360 360 400 420 440 200 220 240 260 280 300 320 340 360 360 400 420 440




14

3.0e-1

AU

2.0e-
1.0e-1

00

FEFARNVNTFT 4V

BE2-3 HRUFFT 4N, PAFATEFATF T 4N, TEFASNVTFT 4 VR
Mk (0.05 mg/mL) AUVZ < hFS5h, b—FAALFrruavwsdF A (TIC) |

vAru<w b SIA

1 7EFANT . UV 290 nm
4061, Fo7 2L RyTF74v
2 E \ \ -~V —
2 Oe-14 CAFATRFNANTT T4V
] {\J\/
0.0 rrrrrrrrrrrree TRTanaal 'I""I""l""l""l"'J'l""I""l""I""I""I""I""I""I
-0.00 200 400 500 8.00 10.00 12.00 14.00 16.00 18.00 20.00
‘ h TIC
= | r
| j\
1' L Jll P I L__., | s L
0000 | 200 | 400 | 800 ' 800 | 1000 ' 1200 @ 1400 ' 1600 @ 18.00 = 20.00
1004 |,' [
\ n m/z 505
= 1 )
|
1]
I .
O0-frrr TSIt \ [y |l T Taaal U T "'ld'l.h! S BASSS RARES RARS Ruans nnsms ML
-0.00 2.00 4.00 5.00 8.00 10.00 12.00 14 00 16:00 18.00 20.00




BE2-4 REFATFTFTIA4N, FITANTF 740, E FaFVEREIVALTT
7 4 VERERBI D A AT by [a—2BE6V (BB | 110V (FER) 1

Ml g0 Y

L 4~ m/z 505
REFAFFT 4 I
=]
507
P PR S L R s A 4 e =, o3 .Y .15 A <5 SLEI-O T 600 '+6' 7Y AR Aanhid+r ¥ b
100+ 506 [M+H]
o4~ m/z 505
—
- FETANTT7 4V |
o b T T T T T T T T T " MYZ
100 150 200 250 300 350 Eleie] as0 500 550 800 650 700 750 800
100+ SOS [M+H]+
= &~ mn/z 505
J eFeXvEEIATIFZ4N =
7 527 643
° T T T T Y brtry T v T T ey .( r. T T T T T T T T  m/z
100 180 200 250 300 asa 400 450 500 550 600 650 700 750 aco
1004 113
—
REFFTF7 4V
n/z 355 110 V
] . 505
g 327 ! b
271 95 ‘iikazn/ss
o s AN A R PR AR AR S ARt PR AT TS B S Ea AL >N RAS AR AR LA v S M s B o e L e AR AR T
100 150 200 250 300 350 400 450 500 550 500 550 700 750 00
1004 "
—
FFTANTFTT 4V
299
n/z 393 ¢
2% 27
328 506
D - 27208 00 Ezs 393 507
e S n s g et B e A L A A 5 DR DL P s A A ks A s s e ot s e b s s e e
100 150 200 250 300 350 460 450 500 550 600 550 700 750 800
1004 2¢ —
A2 > - ~
E KXV REINT T T A =
100
=] 283
12
311 ag7 | 597
84
= 255 ikgg 377 L 507{54{3
o LARans anes T ? e ’ e r bbb iy T T Y T r r T T MYz
100 150 200 250 300 350 400 450 500 550 600 850 700 750 800



Whl2-5 EAREDIGEERGEH b OBEELSERERE OSMELC/MS 7 nw 7T A (1)

Uv290nm
meq l,\ o JM
I azen A Y "_"N_A_'}'\n'_hl ||||_‘/—|\_||| ARIRARA RARAI ALY
0.00 25 0 7 5E| 10.00 1240 15 [ll] 1750 2000 2250 - 2500 2. 50 30. l]D
TIC
4 A Ak gl
0 ot | A FAN
[11|ll|||llllllll||||l||||IIII| llllllll lllll"llllllll ||||l|lllllll'l'lr]lll"llllllll..Illlllllll"lllllllllll'll|||||

0.00 280 400 7.0 1000 1250 1500 1750 2000 2250 2500 2750 3000

CRTFFT 40
/1T TF74 m/z467

0T1111||||||||||,||||||||| LN RN R R R RN RN LR AR RN LR ML R AR RN TP

o R B0 TR 000 | 1250 | 1500 | 1750 2000 2260 2500 2750 3000

2. 3NTFT 40 m/z489
5. /"REINTF T 4

IBEARNEEEREE RN RN AN SRR R LU RN IR L N RN R R Rl R RN RN LN RN RN RERRN R

000 250 500 750 1000 1250 1500 1750 000 2250 2500 2750 3000

S S m/z475
100 s 3. UVNTFFT 4
39‘%
. A =
D IIII—II IPDIIIIIII LELELBL TTA T (It arrrperrrireay rrrrprrri Illllllllllll 'lYlIIIIIII]TIlIllIIIIIIIIIYl]lIIII

a0 omEm | 7E0 1000 | 1250 1500 1750 2000 2260 9500 2750  30.00

4. v FeFxvEREIAT 740 m/z505

o=
0

rrrrrlllllllllllllllllIlllllll|IIII|IIIllllllllllllllllllllllllll'IIIIIIIII|I||| ARRNEAREN] AR R RN RERY AR REE LR lllllTime

oA TR0 1000 | 1250 1500 | 17A0 | 2000 2250 2500 2750 300



wWhl2-5 FREDIEEER VTN b OEEELEERBS OFBELC/MS7 v~ b7 T A

(2)

100 o m/z517
[\ o« O v alv i AP 2
Er" ¥ 1 ¥ 1 M A | 1] \I T T T T A BN I T T L) JE AR ) L} LLEAS ASARE RRARE RSARE LLASE LIRS RLEANSY I t 1
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14 .00 16.00 16.00 20.00 22.00 24.00 26.00 28.00 30.00
1004 1. 7I/8877 40 f\ m/z391
ot >
0 FAN AU
YA T T T T T T T T T T T LA SR SLARE RSN SN LSRN AL LR A T MUASARE B0 IR T T 1
0.00 2.09 400 6.00 8.00 10.00 12.00 14 0C 16.00 18.00 20.00 22.00 24 00 26.00 28.00 30.00
— v
1004 — 8. FFTF 74 m/z491
*—
c oy L LA AL LR | T 1] 1 T AL BARASA NSRRI T T Ly 1] 1 T T T T T T T T T T L 1
0.00 2.00 4.00 6.00 B.00 10.00 12.00 14 00 16.00 12.00 20.00 22.00 24.00 26.00 28.00 30.00
100 = 7 10. VAV S DY m/z390
o 9. 4557 4 L1 \A/ F¥ b FZ74
G VAL 1 wi A LEahl o RSN ESL LA 1 'I'; ML T L 1 T T 1 T L4 T L L) T LI 1] L) 1 T T ] 1
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24 .00 26.00 28.00 30.00
-~ —
e 13. VATV NT T 4
100y m/2460 174 krinFF7gn 2 ) 51 7 4\‘
> /\
) AN
T 1] 1 MR A L3 T 1 1 TV YSTErTET AR Ll 1 L T T MLAA L L L) 1 LA T Ty LI ) LA}
0.co 2.00 4.00 §.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00
=fkuaF "
100+ m/z358 12. raF+7 1/ \/\
;Q_.
O LE AR SRS IR I BULAAR B BN | LI AL [ULA U U UL L g T LU UL | T yrerrrTrrrrre Time
0.00 2.00 4.00 6.00 8.00 1_EI.UU 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 0.00



REFFTFTF T 4N, FATAANT T 40, € FaFREIATT T 4 VORGESHTE

B EEARMEEFER AR

R, BEREETAREARLY. BEEMRSOBESY —HHE LI EE LR oMo 0kl
BFERNTWE, EEXEGRCERLES DS Z —HBRE LBEZFolmid. BREROH
R T VTSRS ORHITEL . BNOFELZFH D DTSR DA BLE L2
A, LML, EERESOEEY —BHNE LIEERROBA I, HBHEBRCBIU2TOERLE
MERERTAZ LIRS TH B, EELBRRVEAM THUVAY b, MSAZ bV, BEE
BEIZLY, BREISNTALEMOEIITEDLIN, REFFITFIANEFEITAATTT 4V
WOV TIIBEEENRF —TUIVARZ M LIZIER U TH Y BHOEERNBRTHIEEDFFEIT
H#THD, #IC, EBELIRL THEILEYEEETE ALC/MSIC L 2 BESITEE R LTz,
¥, NEBEOLCMS TIIR—Dn/22 R FrX v REVATT 7 4 MOV THRBRZS
WEITWT — % %5R LT, SELAEMOBERESEETR-1, WA M EBEEES-2,
LC/MSZ <+ 75 AEBERE-3. FRNFhOTRAT T I AL M EBEERS-UIR LT, &
& LT, [Bl—DLCMSEMET TOXZEDIBFERER VTN b OB ERLMMEERE D EFELC/MS 7 &
S AN 53 <7 SRt Nl Dy e



REFATFTT AN, FATANTFT 7 40, B FRFUHREVATF T 4 NOGHTE

SHrERel*  SEH ek TR U —E L7235k 200 mg. 7 2] : WA 200 mg,
MRS : 200 mg, &M : 200 pL

-1 EHEAHT HTEEHC 1 WFEBEAEIB/ T2 F= MUV (1/4) 2 nlEMA, BEFEET 5 2
%2175, RO TELSEE (1500 rpnf2BE, 3 408) Z17Vv. LB 1wz & v, LC/MSH
WEEOBEMEAR 1 ol ZMx, BORETVREHAK S T2, RBHERO 1 pLZLC/MSIZEA
L. 247 (SCANE—F) %479, BlICHH LIcABMEE & BRI, WA~ MR AR
7 b EHERET S, |

1-2. EEOWH ** 10 aldART TR, oL NRRERK (7= BIAVT S
TA4ND 1 mg/mLAF ) —VEHR, IS) 100 pLR XA ¥ /—/V 5 L&, BERET 5 2Rk
MEAT 5, KT nliCER L, BABEITORENER L T2, SUEHERD 5 plZLC/MSIZE
AL, FT (SIME—F) 2175, BICHIT L BRHERUE & 0 (B L IE BRSNS, EBETTD,

LC/MSZAfE

LC&1H
%5 A : Inertsil ODS-3 (2.1 x 150 mm. 5 pm. GL¥ A = X)

BEWEAR : 7 b=FU /5 iM¥BET =7 MEETR (pH 3.5) 25/75
BEFMEBK : T b=V L
7Ty v (AH/BIR) : 100/0 (0-3 min) —70/30 (13-20 min) —50/50 (30-50
min)
Vi : 0.3 mL/min
71 Z MEIRFERE - 40 °C
RHER: 74 NFAF—FT v HE (F=F—& 290 nm)
HEAE: 1 ul
MSSef4
A Z A CESIRY T 4 7T E—F



B APRE : 600 L/hr

a— 2 H A& 50 L/hr

B AR« 350 C

¥y 5 Y —EE 3000V

o—EJE : 60, 110, 140 V (1-50 min)
SCANE— F (EHE4HT) :w/z 100 - 800
SIME—F (EEST) :m/z 505
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BENMREBROSEMNCR S X AT S,
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DE—7 ., FZATANTFT7 4 A Tidn/z 3930 — 7 RNED L, BELBENVEESTH,
L EMEEETEX B, REFATFIANDTRARY AT a—BETHN/ 2
393D E—Z IRIE LA RO NS, —FH, FITANAT T T 4D AARXT U TIo
a—BETHL/z 3550 — 27 XIF LA LR N2,



Al

BERH

REI-1 REFZITF 24N, FFTANTF T4, B RaFVEEINTFT7 4 VOEER

0s..0
N,‘s
HNW/‘
RNEFATFT7 4V FZATANTFT 4N
Cy3HyN:0,S, MW 504. 6686 Ca3HsN:0;S,

8
O/\/N\)

MW 504. 6686

EFn ﬂevn‘\:ewv?-)vzr;v

Coal,N,0.S MW 504. 6024
AY
AT hV

BR3-2 REFITFTFTIAN, FITANTFT74N, EFRIFVREVYNT T 7400

295 225
E 'l'lll 3 X
E }“\ REFATF7 4NV § /\ FAETANTTFT 741V
4 /7 ]
i1/ | E
_ _.-" ".',' 1/ "'|
3.08-1-; "'sll 1.5e 1—: “.1
] | 353 E \ 353
: ' 1.0e-13 | T
2.0e-14 f ', . E SN
] a‘jf\\, \ E ‘”1./ lll
1.0e-1 ~ ) Lo
_- "| . .I.'
004 am 00 m
200 250 300 350 400 450 200 R ZSO N B0 850 €Ll




21

F\ 1= = =% P ol e S O %

8.0e-1 '.
|
3B.Oe-‘l
<C
4.0e-1 fﬂi
\
"IU \-".
2.0e-1 Y
™,
.
0.0 Frrrer e M
200 250 300 350 400 450

Wh3-3 REFFFFTIAN, FATANFF T4 A, b FuETREVATF 7 4
JUAEHSESIE (005 mg/ul) DOUWZ u< F 75 A, h—FaALFrruvw b Th
(TIC) . =AZu<w b7 FAh

1 e R it R UV 290 nm
4.0e-1 Q/}]/:7‘-'-j-7,f]1/ ?‘j?’f /]/T‘j—jffﬂ/
2 ] S =
2.0e-17 REFZATF7 4NV
3 |
0'0 e TPV T T T LA L BLLELILE IS LSS I L ""l""JlllkJ'lﬁ'\" LN BRI BLELSLALE BLALELE BLELA LN ILELALELE ILELILELE |
000 200 @ 400 500 | 800 | 1000 1200 = 14.00 1600 = 18.00  20.00
} ’il
| TIC
= ” l’ h
1 - J L ,____' U \‘-. S
000 200 400 | B00 | 800 | 1000 | 1200 ' 1400 = 16.00 = 1800 = 20.00
100- ,) I
" "| | m/z 505
BQ_
>v Il
o h ~ J / ll Time
000 " 2bo 400 | BOO | BOO | 1000 | 1200 ' 1400  16.00 = 18.00 2000



Bh3-4 HREFATFTFTA4N, FEATANTF T4, E XTI REVATT
7 4 WVEBEERE D R AN bV [a—BE6V (LB | 110V (TE) 1

sl g0 V

— &~ m/z 505
REFATT T 4N K
a2
507
o t r T T ey T T v T e ety T v T r ey MYz
160 750 230 250 360 350 350 %o €60 550 eso 7T Te2s 760 750 800
100~ 506 [M+H]
o4~ m/z 505
g —
- FEFTANTFZ4N e
o Y T TrreT T T T T t T T T '+ Ty T T T TrrrTTTTTT T T T Y Miz
100 150 200 250 300 as0 400 as0 500 550 600 650 700 750 800
1004 Sps [M+H]+
— o L.4 m/z 505
1 erexssEsaAFFIoL =
st:wfz_,[“3
P2 Aas s 1 aatagg=re natag s snsting s s SALAAS 13 MALAAS /Y 1S 7 S /S RN s A~ = 1 At A R i
1004 13
—
REFFTFTFH 74V
m/z 355 110 V
* i 505
114 . f |
273 595 20 kaza;s
o Tt o e Sy ek At e et AR T T M2
100 150 200 250 300 350 400 aso 500 550 600 &850 760 750 800
1004 113 o
—
FETANT T 74NV
299
m/z 393 °°
=] 327
oo (328 508
114 273 298, 329 393 507
p ek T = , =
100 T ae0 T 200 280 T 3bo | @e0 | 400 | 450 | 860 | &%0 600 | 880 | 700 | 750 | 800
. 129 e
> ~
E RFRFxIREINT T T LIV s
100
=] 283
112
0 543"312 agr | o
2 255 k:ﬂa 3rr L 507 643
o . A d el e ) L, A
100 180 | 260 - 280 ' @00 | 350 | 400 | 450 = S00 | &S0 | 600 = &50 700 . 750 80O



RhI3-5 EREDIBRER E N b OMEEEAEHERE O AELC/MS 7 n< F 7T A (1)

1.0e-1

UvV290nm

L

1B ARAE RN LR REARN LA LR i

ay T AR REREN ALY LRl AR ER RARRE RARAD KRR RRAEY RRALE RRALA LK
U CIIJ 2 50 500 740 1000 1250 1500 1750 2000 22380

Lm [ \MQ LN /\V\

o500 om0 3000

TIC

IRARRERRARE L PITT I Prrr T e T Cr e rr LA RN R R L LR IRALRE SRR

0.00 2. 50 5. 00 140 1000 12 50 1500 1780 20 UEI 2. 50

%00 2750 3000

LARYTFT7 40 467
100 HA/ m/z
T,
DIlllllllllllllljll\.ll‘l l TrT L I LI LY IIIIIIIII‘I[IIIIl']III |llll 1 IIIITIIIIIIIIIIIIIlIllllllllll ||I llllllll

00 9% 500 750 1000 1250 1500 1750 2000 2250

500 2750 3000

‘( 2. R3NT T 4N m/z489
100 v 5. RE T FT 4N
. A
D|||||III‘[IIIlllIllllllIIII‘.IIIIIIIIIlll||‘|Ill||||]l‘ll|]||||||||Illll I

o 28800 750 1000 1250 1500 1750 2000 2260

3.oNAT T 4

|
i [
I||||’llll!llIIIIlIIIlllllll]’l|l|||rr[’]]l| LELLEL LILELEL T 1 T T

1001 e

RN R R R
2600 2750 3000

m/z475

o 28 B0 | 750 | 1000 | 1280 1500 1750 2000 @ 2280

100 -
: \
0

4, B FaxiimETIAT T 40

VYU an s pan
2500 2750 3000

m/z505

B AL I L
I [ | 1 | ! | I

o0 80 B00 | 750 1000 1250 1500 1750 2000 @ 2280

IIIIIIIIIII|||l|l|rl|llll|Time
2500 2750 3000



wkl3-5

EREDIBRER T b OB SR AFRERE OFFELCMS 7 v< 77 A

(2)

100+ o m/2517
; L
. [\/ 6. VT T T A7
o V| UL RO LU UL FUSLRL A UL LU L [ T T T T T T T T T T LR (VUL UL PULA LT U T U TTT T Laasad]
0.00 2.00 400 6.00 B8.00 10.00 12.C0 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00
1005 1. TI78857 4 A m/z391
=4 ~h
o N A
CAUAT (2 EalntataY AR L] T T T T T T T T T T LR A VLU | T T T T T T T T 1
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00
—
1005 — B.FFTFTT7 4V m/z491
2%
c T ool T T T A LA 1 1] 1] I LR RAELE KB LI T T 1 L] T T T T LML B LA
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00
1004 - = 0. YENTU T TN m/z390
> 9. 85T T 4 o WO FFIRT T T4
~Na
1} FAY
T Vi T T T T TRnnTl T T LA IAARUIAT U U Uan) T T Tl T T T T AR A T 1
D.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24 .00 26.0D0 28.00 30.00
. s 13. JVFRFNTF T 4
1004 m/z460 1. 774 RAVTFFZ7 40 -, x 7 If\A
& /\ JAN
o T TV rery T T T RSN EESRN SLEAAN SULALE SLEIRE RELE) T T T T T T T T T T T R AR A )
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00
—
1004 m/z358 2.2 k07 FT 4N —_
3“0—
OFrrrere Ve L AN RS I AL LN SN BN SR TITYVIITrrTTY AR BRARE RSN MY LASSE SRS RAARE BAARS LAY RAARE RERAY Al s LIS
0.00 2.00 4,00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00



AZTaFF 7 4 VOBRBESHTE

EyERSESEEPIR LKA

., WH A EET AREAR LY, ERLIRSOEESL —HHE LicEx F oy DR
BHERNTNDS, e, FETANTF 7 A VEROBEZR LA a7 74V (BEER
Bla-1) BBHE N, MMEAWiT. EFERNTBRIMKSBENT, TANT T 74 MRBTa K
5o 7TCh . HEFEL (FD) BERETHDINT T 7 4V ERERICPDESFAERMELZ AT O LE
2 b5, EXRRUERLRSOEBEL —HKRE LI EEL R ORSIE. BEELOAFCT
A SRS O DHITELS . BNMOFELTARS - DITRIYUBRT O BLELE D, €
ST, BEHERRRICHLETEEDIC, BERRTOLZ 0T 7 4 VOLC/MSIZ K D BE S
WiEest Lz, AZTRTF 7 A AVDLC/MSZ u~< b 75 ABBEERM-21Z, TOYATTT
A N EBREGR4-R L, %L LT, A—OLC/MSEHT TOEREDIGRERTENDLD
SRR B R R O R RBLC/MS 2 i~ N T b2 BEERM-AITR LT, Eh, 2% 7uT T
T 4 NEHFEERAREESROSIHZSEERIIR LT,



DETaTF T 4 VEOSTEE

SRR *  GEH] e THRR OB —E LR 200 ng, I 7 EAA : RE® 200 mg.
R : 200 mg, ¥R : 200 plL

1-1. TEHSH OREHC 1| 9¥FBKEE/TE b=V (1/4) 2 nL2Mz, BEET 5 &
BB Z1T 5, RO TELOSBE (1500 rpmfREE, -3 #5f) 217V, EEK 1 ulZz &V, LC/MSH
WEGOBEFEAK 1 nl ZMX, EABETVRIAR L 75, REERO 1 pLEZLC/MSIZHEA
L. %7 (SCANE— F) %175, BliCoT L7ARHERS & RIFKRR), WWARS PR RAAN
7 MV E BT S,

1-2. TEESHL *** (LAF7us 7 MEERBNRELNDHE *** 10 LD AR 7
T2 alz, ok, NEERERK (FxVBIVLVT 7 400 1 ng/mLA % ) — VK, 1S)
100 LR A FZ J—)v 5 ule Mz, BEET 5 SHEHMH%ITY, K TL0 nLitERE L&, KA
BEATVOREESE L 75, BBHNED 5 WWELCMSICEA L, 947 (SIHE—F) 2175, Blics
W LT AEBERB L 0 B L TR BB S, EEZTY,

1-3. FEESI2 *** (AFTuT 7 4 MEERENELONRWVESE*****) 10 lLDA X
75 A=, OREl NEEREER (V= VBIAT T T A4NAD 1 ng/mLA F J — VK, 1S)
100 LR M1 XA S /—/A 5 nlxiNzx, BEET | HFEMEE2ITO, —B60 CIZTIRE 9.
LC/MSA3#T &=t DB BIFBAIR T10 mLIZER L7, RABEZITVWARER L T5, HEHARKRD 5
ULZLC/MSIZEAL, 38 (SIME—K) 21795, BICHW LIeT ANT T 7 4 MEERE LV 1E
R LIBEBRID, EEEITI,

LC/MS&#4

LC&f#E
#Z A : Inertsil ODS-3 (2.1 x 150 mm, 5 pm, GL¥ A T/ X)
BEMEA - T2 b= U A/5 dM¥BET T =7 MEEWK (pH 3.5) 25/75
BEMEBIK : T b=} UL
75z Nt (AME/BIR) :100/0 (0-3 min) —70/30 (13-20 min) —50/50 (30-50
min)
ik : 0.3 mL/min
717 HMERIEIRE : 40 °C
RS . 74 A F— FT7 L kS (E=F—§KEK 290 nm)
FAE 1 pl

MS&A4

A F Ak BSIRY T 4 TE— K



B AFRE : 600 L/hr

a— 2 H AGFEE : 50 L/hr

Brf 7 AR 350 °C

Xy 7Y —%E 3000V

a2—EE : 20, 40, 60, 100, 140 V (1-50 min)

SCANE— F (GEtES#HT) :w/z 100 - 800

SIME— K (BESH) :w/z 630 (AF 7T F+7 1) . n/z 475 (IS)

* AFZTUTFT 4 NMIERP THE LT V2D, RERRRE, BEONICHIET D,
s SHTREIOREND 2 VBRIEIZ OV T, RBHEREZ 1/10I2H 57,
wkk  EHSITICENT, BEOLY 7T 7 A NERREHEH L, OREHERE 28T

5 QMBI OB ZHBT 2O AR ERAINT 5. O3FEZEEMV T, LO/MSIZEAT
BDEWED LF TuT 7 4 VBRESBREROBENICR D X 5RET D,

*kk AFTUTFT4NESETLIHEHIY, - B L, LO/MEUMWMREIZ LV #EER
UMERRER Lz A% 7 a5 F 7 4 VEEREBNE L NZBAITTY., EERKIIAERR
T 5,

shkkk  AZTFOTFFT 4N BIKSEICEY . TAATF 7402522 Ex2FIRALE
EBETH B,
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