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1) PEEYERRIR O FH 3

TNFET AR ORI M21 O ERNARE RS =72 h=FVU L
(VAR L. 100 pg/mL OFEHEFIE 2 Z N Z 35, IRWT, 2B JRIK
AKX )=V KEOUK (1:9, v/v) IR+ 10mmol/L ¥EET > E="7 A +120
uL/L R CTAIR L, 704 BT A RO M21 OIRA NEEAERRIR (5
FE4 1.0 £7213 0.1 pg/mL) ZiHl4 2%,

2) & OHRR

wmHrEr (LC-MS/MS)

Sy BT AR E
S HT AR YE S

7 = = LB E 1°C TR

s~ 777 4—H

s~ 777 4—H

Milli-Q FFiE®E (X UARTH) Tk
L=H 0

FAE 98%LL | (Merck )

Mega Bond Elute-C18 77— KU v ¥

O GB) . B CERO) . T GB) . FLLVIYIDSEE

BB LT3 S5gic 7' =R UAKRUUK (4:1, viv) IR 40 mL Z 0
Z TR Q) 75, 7L =278 b= U LKUUK (4:1, viv)
JEWE 15 mL THHT 5, A Cis S =07 AICHINL, BHKZES,
WRWT, HEWZETE F=1NU KUK (4:1, viv) IBIER 10 mL THE
35, 1 ug/mL OIREPERERK 0.5mL 2z, 7 b=k U VJROK 4:
I, v/v) IBEETI100mL & L7k, KEOAZ 7 —v (9: 1,v/v) IR +10
mmol/L ¥WE7 =1 A +120 pL/L FEIRWL T S EHNL, T o4

BRI &9 5,



OmW (4. Hig (4 KOl (4 o%de

BEAL LR 5 g7 b= U KROYK (4:1, viv) JRIE30mL %
Mz, 20 55~ 7 a4 25 (120°CE T 900W T 5 4rEhnEh, 120°C%
600W T 15 SBIHERr, $I35°CE Ty — 2o y), fitiRko bELz2T 5
FLTCs =T AICWML, IWHEEZRS, 6127 =M LKD)
K @41, vv) BIEE30mL 2z, §iéFEEOSRMET~ A 7 st Lz
%, FHEZ Cis S =07 MM, IEHRER S, KasNzE7 ' b= F
DAVKOK (4:1, viv) IBRE10mL T2 EPHF L, WEEE Cs 2 =87 A
IZEINL ., WHREISD, 1 pg/mL OIRANEEEK 0.5 mL 2%, 7& bk
=hrUK 41, viv) {BIERTI100mL & L7=%. KEOAHX 7 — (9 :
1, viv) B + 10 mmol/L XFET > =17 L + 120 uL/L FELIRIE T 5 577
ML, ZO—Hz2RBRERET 5,

5. MREMMOIER

TIVA BT AEAESL R OMHY) M21 BEHE L 2 T2 R = b U VIZEEME L, 100
pg/mL ORI 2 N Ei T 5, kT, 2 OEHERKZ A & ) —
VROV (1:9, viv) JRIE + 10 mmol/L R 7 =" A + 120ul/L ¥HEIE
WTHIRL TTNLAET LR OME M21 OIRGIEERR (BE4 0.1 £7-
1% 0.01 pg/mL) Z AT 5, IRGEEMERIE & IRA WS HERRIK 2 T E O FIA TR
B L, AZ =V KOKA 9, vV)IEHE +10mmol/L XFET »E=7U A +
120 pL/L FERIRIE T 100mL & L, LT ORE OB AR 2 84 5,

W R BRI KL O BETD | RAERE | IREL
IR BRI & (mL) | (ug/mL)

0.1 pg/mL IS HEEA IR 5 0.005 5
0.1 pg/mL {BA PEBEE HETR IR 1 0.001

0.1 pg/mL (RS FEHEA IR 1 0.001 1
0.1 pg/mL {5 PR HEA IR 1 0.001

0.1 pg/mL {EAIEEA IR 0.5 0.0005 0.5
0.1 pg/mL {B5 PNEBEE HEFR IR 1 0.001

0.1 pg/mL (RS FEHEA IR 0.1 0.0001 0.1
0.1 pg/mL {5 PR HEA IR 1 0.001

0.01 pg/mL IEAAEHERSIK 0.5 0.00005 0.05
0.1 pg/mL {BA PNEBEE EFR IR 1 0.001

0.01 pg/mL {REEEERR K 0.2 0.00002 0.02
0.1 pg/mL 1A PR HEA IR 1 0.001

L2 TE RS RRATE E 5 O PR L 0.001 pg/mL (2563 2 3 AR U i D IR FE L

NS DRI Z LC-MS /MS IZ1FEA L, RS v — 7 R OSWIEYE S, B —
7 OHEFE R R S RER BT D,
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6.

AERIAIH Z LC-MS/MS ICIEA L, 5. OfREREZ W CEERZRD
5, BoNT-EELEZFRNT, FTRIVEBEREEZRD S,

BRI (ppm)

7. BESRM
(f51)
Pl

A7 I

717 NRE
BEH

7o NS

(w7 AUN

i

HFEAE
PREFRFE O B %
A FbE—F

A Atk

= JIREEHL x PR YA IR E (0.001 pg/mL)

& & (500 mL)

X

BRI (5.0 g)

HPLC ; HP 1100 (Agilent Technologies )
MS ; AP14000 (Applied Biosystems )

Luna HTS C18, H7i£% ; 2.5 um, 2.0 mm i.d. x50 mm
(Phenomenex )

60 °C

BEM A KEORA X 2 —v (91, viv) IRiE+ 10
mmol/L FfE7T E =17 L +120 uL FEE/L
BEIfH B: A% /7 — /L KRUOUK (91, viv)IRH#K + 10
mmol/L ¥HET > & =7 A + 120 uL FFL/L

e (49) BEIFEA | BEIFHB | MS,/BEIK
(%) (%)

0.0 95 5 B iR
2.0 - - MS
4.5 5 95 MS
6.0 5 95 MS
6.0 - -- BEiR
6.1 95 5 343
8.0 95 5 3043

0.5mL/%3

25uL

TNFET A K47 4y e M21 ;K9 2.4 5

ESI (+)

MRM £




T=2V 7 : T H—=Y— | TuFr L

A A AFy (miz) | AF> (m/k)
TINFET A 397 173
RV TA 403 179
R M21 190 170
AT

M2 196 176
8. EE[R®
£ 0.01 ppm

9. WHNEEER 2 ke L 7= &5
HWOIN, BWOFHA., WO, FDH. FOHA., Ok, 40, 4+
DAL

10. HEHH
Rriz7p L

XOARDHTEIL, BEMICBIT 2RIV THW ST R SR 5T
ETHY ., HrizeikBriE DB RS %Lf%%&bf?ém 7B, é&%ﬁ%
ZH S ICBA%E Lo ilkBRiE 2 B ~DE S ED - O ]I 2 A1
fﬁ%¢K%%Té%%%ﬁ%ﬁéﬁ%%@%%ﬁ%ﬁﬁ4F74/@#%&
EIZDOWT Rk 22 47 12 H 24 BIERR 1224 55 1 5) ) I THEHT 5
ABRIE DL MEZ T 2L ERH Y 77,



