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TEr=FU L D PR RG]
TEr=FU L : LC-MS /]
7K . A A7k &2 Milli-Q System(Milipore f)CHERL L 7= ¢ D
NUTNT 2 D AT AR YRS
Z DL DFRIE o KRtk
ST A YT A :  InertSep K-solute 5 mL f(¥>—= 141 = 2 iil)
PSA S =HhF A :  Bond Elut Jr.PSA 500 mg (Varian £)
C18 I =HF A :  InertSep C18-C, 1g/6 mL (¥V—=x /LA = )
. ARBRIAIR DR
1) fhit

O ZXROEGA

ot L7o30BE 10 g 127K 20 mL #0012, 2 REAGE 5, ZAUST 2 =YL —KIBK (8:2,
V/IV) 100 mL % il 2 8 sl BIAR A C 1 0 RS fe L. 30 /i L <R E 5 L7tk, Wal Al
T D B OAR EDOKEM % 50 mL ORENEE THW, [FERIZAET 5, GonlAika b
BT, [ERIR A2 TIEMEZ 200 mL &5 5,

@ IVl X 0BEs

Bj—b L7zilkt 20 g7 b= F U L—IKIE#R (8:2, V/V) 100 mL Z/nz., 30 srfE#L <
e H Lizth. Wil AT 5, Bes Mk OAMK LY % 50 mL O [RER CTHEV, RIFRICAIRT 2,
BONTZARE ST, FIRK A A TIEMIZ 200 mL &35,
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O ZXKDGE

(1) T A Y o+ 0T KK HAER
EARW 10 mL GRUEF 0.5 g #H24) & 40 “CLL T CIRUERAME L TR 0.5 mL & L7z, /K 3 mL %

Iz TSIV IRE, I A VDT 2B LT 10 SMET 5, BHECHO A2
oty W T L (7:3, VIV) 5 mL THRVIATEMEL 3 BI#EV KL, [FRKE 5 mL
ERTFEERCTINVT 2 BRI SRS,

(2) PSA 2 =717 AT kD HE



PSA S =T L&~FHr / PxFro—F)L (95:5, VIV) I&iE 5 mL 2 F & THE
HT 5, DORHHEZ 40 CLLF CRIERMEL TR 1mL & L, |ECTERT A28 U Tl
EH D, BEWERRRK S mLICIAEEL, S =07 ACB LT PS8, BicHW - Ris
[FHEIR 5 mL CTHEV VAT #ERIES 2 (Al 0 IR U CIt R 2 #5 C 7%, RIIRIR 20 mL 23 F S
YINT xS YD, WK Z 40 CLLUT CRIERM L TR 1 mL & L, IR TEHRT
A% U CHE T 5, BEWEK/ T2 b= UL (9:1, V/V) IR 2mL IR L, &
BRIAIR & T 5,
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(1) C18 2T =H T KL DHER

C18 =47 21%7 =V X (1000:1, V/V) JRiE. BLOUK/ X (1000:1,
VIV) JBIR %A 5 mL 372 F LATAE T 5, E/K 2 mL GUE0.2 g #124) % 40 CLL
TCRERMEL T b= Y VE2HELEE, KB (1000 : 1, V/V) BIK 5 mL %
MMz TREG L, AT L= T 2T FT 5. IRWTREIEK 5 mL THREBRZWEE L, U7 LI
BLTHTE, S5k 7 =01/ (800:200: 1, V/V/V) {Eik 10 mL Ziit F L.
IO DOWHREET D, KT E M=V /LFE 7K (400 : 600 : 1, V/V/V) {E#K 10 mL
oy N UCHHKZTY . 40 CLUT CHERME L. &ZITERXR FCHBET 5, EEYE
Wi (5~25mL) K/ 7T r=HFUL/ FE (900 : 100 : 5, V/V/V) {BIKICEM L, R
Wik &35,

5. MEMOIER
RUTNT 2 BT b= MU VAR L, 200 mg/L, F7213 20 mg/L FE#EAR 2T+ 5, =
DIEWERKRZ 78 h=K~U /K (1:9VIV) gk, £72id3Kk/ 7 h=F U/ FE2 (180 : 20 :
1, VIVIV) {RBIETAHAR L TE (0.00125~0.05 mg/L., F721% 0.0002~0.008 mg/L) DIEHELRIE
PR, £nEnE LC-MS £721Z LC-MS/MS IZIEA L, B —7 @EE I3 E— 7 migE CHRE
PREAERRT 5,
6. Eik
ARBR R E LC-MS, %7212 LC-MS/MS ([ZEAL, 5 oEREHWCEREZERT D,

7. E S
(LC-MS fil : ZK)

VIR :  Cadenza CD-C18-3 um (2.0 mm i.d. x100 mm, Imtakt $)
77 DR 1 40C
FEH - TER=FIAL01%XEE (VIV)
35: 65— (84y) —50:50 (157%7)
it = ;0.2 mL/min
EAE ;10 uL
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A F AT — R . ESI (+)
TR TA T : m/z=318.2

(LC-MS/MS % : iZh L x)

VAT :  Cadenza CD-C18-3 um (2.0 mm i.d. x75 mm, Imtakt )
BT NRSE : 40C
B EhH : KT M= MYV FENVIVIV)
695 : 300 : 5— (543) —195:800:5 (5%7)
it = ;0.2 mL/min
EAE : 5uL
Prfpi O B %2 : 150
AFANME— R : ESI (+)
ET=H YT T o SV I—Y—A A ; m/z318.1

TukXy Ay m/z233.9

8. EERRA
0.01ppm
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10. ®EFIH
Rz L,
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EORBFICEREL TE2E L LTLLIEEN, B, HEsriEL b & ICH%E L 72ilBRIE 2 &0~ D5
FHED DI AT 2858120%, TRMHPITERE T 2 BIEEICET 2RRIEO YL T A KT A
YO —ERUIEIZOWT (CFAk 22 412 J 24 HEEFRE 1224 H 1 5) ) (0> THEAT 2RBRIED %Y
PEZFNT 5 MLERH Y F7,



