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Wik a~ W7o 7 « o7 MVEESHTEH (LC-MS/MS)
C O AREE, K
TEhr=RrU, TR, AZ/—)b  FREEEEEBRA,
T h=kUL : LC/MSH
XMg . RERk
7K : WA A2 K EMilli-Q System
(Millipore #) TR L7=H 0
A= 3 N= s AT A
RtmMmi ST AR E
T EZTFIN U LI = . InertSep Cis
A 1 g/6 mL (VV—= /L34 = xH)
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EAREI20.0g 127 b 100mL 2%, #EE D HH L2k, WSl AT
%o AHEOFEREWIZT B R LUK (4:1) JRIE 100 mL 21 %, EFE & [FEE
IR E DI L7=t%, WBlAiET 5, A EDKRELZ T = h> 50 mL THE L.
FREFRERICAET D, 0N ARE ALY, 7' 22 TIEMIZ 300 mL
LD, ZOWMENGIEMIZ 6 mL GUB 040 g FHY &) Z0HLL. ZHIZ0.1%
X2 14mL 2z TRET 5,

i) R

ABF100gl2T7E R TOmML 2%, RETTA X L%, 7 2 30mL
THEF L, IRE S LR, WolAET 5, A ELOEEMIZT & R kD
K (4:1) JBRIRTIOmML Z2MZ CTHREYFA AL, Bt & RBRICIEE S L
%\w%éﬁﬁé A EDOFEEWME T b 50 mL THEE L C. _BRE & [AkE
IZABT D, oA EAabE, 7T o2z CIEMIZ300mL &9 5,
_@Z&@%E% 6 mL (GUEF 0.20 g fHY &) 20 L. 2402 0.1%F 1% 14 mL
Nz CTRET 5,

@ BROLG
AEF200g 27 E M 100mL 202, lRE SHIH L7, Mol AT 5, A
FOEREWICT B R ROUK (4:1) BIZ100mL 2%, BRE & RERICIE S 5
H L7k, W AT 5, A EDOEREYZ T &~ 50 mL T L. L3RS &R
AT S, oA KREEbYE, TR o2 CEMIZ300mL &5, =



DRI B IEMIZ 6 mL GUEF0.40 g fH4 /) Z0E L., ZAUZ 0.1%FE2 14 mL %
Mz TRAET 5,
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AEF5.00 g IT/K 20 mL 2%, 2 KEEET 2, 2427 & R 100 mL 20
2 IRESDHIH LT21%%, W AT 5, A EOEEWIZT 2 R KROUK 4:1)
IR 100 mL /0%, EREEREROIEE 2 it L7=tk, w5835, A ED
PR E T 7 F50mL THES L, ERLERRRICAIRT 5, B oA READ
B, TN AZMZATEMIZ300mL &35, ZOWKHIEMIZ 30 mL (GUE
0.50 g fHY ) Z4H L., 40°CLL T ClRfa L. WA RET 5, ZOE-EMICT
T h=hFUA2mL ZMATHENPLIEE, 0.1%FE 6 mL Z/Nx TIRAET 5,
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i) =K
TEASTER 9.00 g IZHBlE L7=/K 540 mL 2z, 5 rfkE Lztk, ALY
DERMIRE T D, Z ORI HIEMEIZ 30 mL GUEH0.50 g #HY &) #0HLL .,
7 hb=hFrUL 10mL XL 4%XH2 | mL 22 CRAT 5,

2) fEi
O F3FE (RAH, R KOHEXOLE
CsI=HAT7 L7 =Y WVKOKE SmL ZNERFEAL, mHKITETS,
TOATHC, 1) OFEFIT1) QTHEONEEREZEAL, MHKIZE TS, &
WT, 0.1%XBEA 7 h=FULKRUUK (4:1) JRIK10mL Z1EAL., IBHIK
D, ZOWHIRIZ 01%XMEATE b=FULEOUK 4:1) RBikzENz,
BN & B SEOEAIXIERMEIZ 20 mL, B OBAITIEMEIC 50 mL & L7- 6 O 23R RIE
WweET 5,

@ FKOLE
i) A
CisX=HT7 L7 =MV NKOUKESmL ZIARFEAN L HRITHET S,
TOHTAHIZL) @i) THLNEZWREEANLEZE, 0.1%XBEA7 1 b= F
UVKOUK (5:15) B SmL ZFEA L, MHRIZE TS, RWT, 0.1% SR
A7 b=FVU KOk (17:3) {BHK 10 mL & O 8 mL ZEXRIEA L, KK
EHbLES, ZOWHKIZ01%YBEE 7 = IV LKEOUK (17 :3) RiK%E
Mz, EMEC20mL & L0 E2REBRIRIIRE T 5,

i) R

CsI=HT7 LT F=FUAKUKESmLZNERFEAN L JRHHKITEE T 5,
TOHTAHIZL) @il) THLNZWRKEEAN LR, 0.1%FBEHFT 1 h=§
ULKOUK (5:15) BRI SmL ZFEA L, MHRIZE TS, RWT, 0.1% S
A7 F=FULKOK 4:1) BRERI10mL ZIHEAL, WHIEEZE D, ZDOEH
WRIZ0.1%XER 72 = I LKRUOUK (4:1) RiEEINZ, IEMEIZ20mL &
Li2b DB E 35,

5. MEMOIERL

A MRS Z T F= b UVICERAE L, 200 ng/mLORMERE 2 RS 5, &
o, ARHMIMIERYEGL & A 5 ) — /I EE L, 200 pg/mLOFEAERE 2 RS 5, S L7
BRI 2 2N TN EET OIREAG L, 7' b= MU L THIRL, 20 pgmLOEAIEAER &
RS, BLIERAGBEERZ01%FREAT b=V AV ROUK (4:1) BIRTHAR



LT02 pg/mLOBAREZ R L%, 0.1%FXMBEA 7 b=V ALKOK (4:1) &
RCHR L CHE OB ZRE L, ZNZFNLC-MS/MSIZIEA L, B — 7 HfbiE ThER
AR D,

6. T
RERIRIE 2 LC-MS/MS 12T EA L. 5. Ol E2sAVWTEEL2EET A,

7. HIESM

(1)

AEE : Agilent 1290 HPLC System
Agilent 6460 Triple Quadrupole MS system

717 I :  ZORBAX Eclipse Plus Cis
1.8 um, 2.1 mm id.X100 mm (Agilentf)

71T NRE . 40°C

B EH . BEIHA ; 0.1%F %
BEiFEB ; 7 =K VUL

77Tk D RE, B KRR
e (49) 0.0 0.5 3.0 55 | STOP
BEIFHA (%) 60 60 5 5 5
BEIFEB (%) 40 40 95 95 95
TR
e (49) 0.0 3.0 12.0 14.0 | STOP
BEIHA (%) | 90 90 5 5 5
B EIFEB (%) 10 10 95 95 95

P 0.3 mL/min

HEA=E : 1~2 uL

OrFrisE o0 B 22 DR, B3R, KRR ; K437
A KI11.957

A A AbE—F : ESI (positive)

A A U kRHE :  MRMi%E

ETE=F YT : TV =Y —AF | a7 s A F

A F (m/z) (m/z)
=T =V 436.0 376.1
(EIEZIV0 378.0 200.1

8. ERERAM

7a A MU RO ML : 0.01 ppm CREO AL ORE, BF3EEOZE)

9. WINENY % FEhE L7== 5
BN, BE—~ . B

10. HESFHE
BEERE (BT OBRIKOFEZ L) ORTEICET L HEIRS : 7a X Mo

XKOARGHTIEIL, JREWICB T DB RIRE IC R W THW S W R RS ITETH



0. B ARRBRIEOREICE L TESEL LTFS, Ak, Uahite b & Ick%k
U 7= 3RBR I 2 f 0 A~ D B I E D = DI 23 ATIL, (R IR T2 12
S B % SBRIE D UM A R A D SEIZ >N T (PR 22 4F 12 A
24 FEEATRE 1224 45 1 5) | \ChEo T 2 RBRIED 25 % 1+ 2 BB D D &
+,



