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(2) 2D

A% ) =)V U KIE SIGMA-ALDRICH Inc.
HPLC %, 7t b= rYid, BBRE(BR) % HPLC
Ax AV, Foftat#x, Sahs EH L7

3 & E

HPLC iE HP 1100 (Agilent Technologies #),
LC-MS & HP 1100/MSD (Agilent Technologies %),
MS/MS 1£, API 3000 (AB Sciex #) % fv27-.

4 FBEBRROBER
TR HE 305 mg & 2% FHE A &/ — VIR
5ml T&ESF L7z

5 HEFEEROER
KPS [2] OBE2SHE THBGBREREL 72
WEPFI100 mg ZHHIZE DALY, 2% FEA S/ —
VEW S ml &Nz, BE W Te0s ML L, @00
(3000 rpm, 10min) L721%, EE&RGZSEER &
L7,
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6 OMREHG
(1) HPLC %

HPLC 4efhid, BEHZHE-7- [31.

#1951 YMC-Pack ODS-AM (4.6x150 mm, 5 u
m, YMC#) %7z 4Hi201% ) » BE&EE (A
W) E7E b=tV B IKkB7I7VT 0 M &
ECiTo7. 9, A B (80:20) #5205 C
(30:70) &L, SHICHAMREELA MR
254 nm, FAEIZI0 ul, BT LAMWEIF40T & L7z
(2) LC-MS &

719 1%, YMC-Pack ODS-AM (15%150 mm, 5 u
m, YMCH#) w7z, 5H1301% FERET (A D)
ETE RNV B LB ITVI Y NEMGT
fio7z. F9, AW B (80:20) 225205 T (30 :
700 &L, 51254 ML fElZ0.2 ml/min,

Ly TaTF 74V
C,H,N,O,S, 7= 6298

277735

EARIES ul, 7T LREIFACE L A%y Vil
FHIZ100-600 mz, 757 A ¥ NEEIFI0v & L7
(3) MS/MS Z~X% NIVEIEZ 4

MS/MS A7 bLVOHlEE, &HS [4] o)idx
vz, 97, BREEERR OREARIZOWT QL A
¥y rafive, [M+H] RO [M-H] - &8RSN E 1 F
VEMERAL:. WIZ, FOA G ET LAY —AF
EL, FLIWRLAZLC-MS/MS &tk T, 7us
7 M F Y AFx VER TR L 7.

HRERUOZE
1 HPLC T D#ER

HEETICOWTHPLC # HW T O L2825,
REFRERLL VT, E— 2 ADRO SNz, o

O
N/
0 0 N N
\Sr | /

AFIVIVTF T A4
C,H,N,0,S 7T : 4836

237732776 T4

K1 A% 78FF 74 NVKEEAF I NTF 74 VOfEER

#1 LC-MS/MS 24t

O HPLC conditions

Device

Column

Flow rate 2 0.2 ml/min
Column temp.  : 40T

Inj. volume lul

Mobile phase

. Agilent 1100 serise (Agilent Technologies)
: Phenomenex Mercury MS Luna® C18(2.0%10 mm, 3 4 m)

: Sol.A:H,O containing 5 mmol/l CH;COONH,

Sol.B:CH;OH / CH4CN (1:1) containing 5 mmol/l CH;COONH,
Gradient profile @ A:B(80:20)— 5 min = A:B(5:95) (Hold 3min)

O MS/MS conditions

Device © API 3000 (AB Sciex)
Tonization mode : ESI(Negative and Positive)
Scan type : Product ion scan

Ton spray voltage: —4500 eV (Negtive)and 5500 eV (Positive)

CE voltage
Ton source temp. : 400 C

D x20eV,£35eV,£50 eV

(The other conditions were default values of each device.)
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B, BEF LT =E4880 LEWIE, 2 F VYV T+
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% [5]. Choi DM 51X, X F VY VFF 7 1), &
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MV Tm/z 113, 3114 F I ENTnwb L%
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z 113, 31O A F Pl s Tnwb. Lz ->7C, B
IS 320fkEmD ) bo 1l HoEEZ bk,
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