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X F Agilent SampliQ OPT B8 2B IK
FIMEEEE YR ML HAENREBE-
—RERTIE N2 A% (HPLC-DAD)E

MRS

HZ5

HE

EEMRZERHR AP Agilent SampliQ (U EEWEAR (OPT) MREF, FTA#HITHE
SEEEYR (FERA/NEER) HRERL, SEEMRMIEIMN 0.1%0%ER/ Bz
AW AR, Agilent ZORBAX Eclipse Plus C18 &4 (4.6 mm x 75 mm x 3.5 ym)
b, RABRSEZHMEMKIKRNE (DAD) B Agilent 1200 R 51 S 3RHE GBIENHTT,
PR E R B ARRTE A 6 8. HERKEKZETEEZE 101%2] 106%(n=8)Ex,
/NSRRI B RSEBE N 71%%] 82%(n=8)Z (8], B RSD%I/INF 1. HERIIH IR
FEZMRM A4 0.50 #11.65 ug/mL, MNEER MK NRFNEZ R4 304 0.47
1.55 ug/mL. KB Willow MEENEHREH 17 pg/mL HZERF 35 pg/mL /MR, T
R H Solga €ENEHMEE 6 pg/mL HERF 12 pg/mL NEERR,
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SHE (LX5%E) REFLEERBELEY, FFTmEXE
MBMEERILE, B—HehENELEY, tRERHHT
RERNGREY. SHENEMELS S BN EYREEERN
INGER (EHE 1) BX, €HEPEESFEHEEYH, F

BERSHE. NENERANSHNER2], SNECERATRRE.

REMBTHRBERZIEEN(3). A, ATFHEELNRER
TUMFAZMFEENZEN, BUOEERHE. #UNH
REMERLEFEZEANEEEANS REES A ENEK
TR,

BERALERNMMERTRELANSR, ARAEEHTFREHK
EMIIAMEEMREMPRER[4]. BEHEFEREA (SPE) 2HH
RERANSEUEAZ—, FRTENERERE (HPLC) H5HEE

& (GC) HTIME. Rf. HAMENHRIMZANERLE,

SEGHn-RENEL, BRENEFRSME. NENAFIE
BE&/h. STaz. ERNBARESYREES. EEX,
BXAHFEERERMMNEARCHESRE, B SEXRMF
FRRFIHNBURPH T, REFMERRMF. S FHBEEY.
SHEEY6,7.8].

ARRHERET —MRA Agilent SampliQ L REWHEA
(OPT)EIMEZEERE, #1T4& ENE A 3 A A0/ 5E060 2 48 £ BN RO 4R
WHiE, ZHERRATRENERMR, XXBDTEETFH,
BETHMER.
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R/ R R EERIVEYYE Sigma- Aldrich 247 (£E).
BEAMSENFHERTAFELT (i), MELRFEUZM
35 KGaA A8 (BE) WX, BB _SHWME Saarchem 247
27 (). HERE (FBIEFWFEE Willow H A&
REMEEFFAMNERRETHERMAAHRNERMEEEE
B) WEBIFEABHTLMMEAE. EHRENER Agilent
SampliQ OPT 1 mL/30mg. X284 1200 Z5I##E HPLC-DAD
B4, o ¥ A AgilentZORBAX Eclipse Plus C18 & i #f
(4.6 mm x 75 mm x 3.5 pm),

&R0k TIEREDH
1000 pg/mlL BB ERF/NEERM BRI &8, -4°C 187, FTE
HEREBRRIRER AN & RHRE

HmiilE

B, MENEREHRHFTIOULE, RE, ¥ 200mg 95
HREBENHERS SomL WERBRE, BRNTHSENRE 1 /6,
BHEARTHMEZR. ARREKNBEZRZSE (PVDF)
0.45 pm—HV J#EH& (Billerica, MA, £HE) 133§, PEZEEIZ 1:3
RIELBIARATRE:, A 0.01mol/L IESWRARIE pH EF 7.

e
X 5 uL EER—ERIVEYRE AR GREXA 50 pg/mL) i#
T HPLC 2B &R RAK KA 242 nm, 25K 294 nm #1
350 nm MK KETNERINEERMNEE. HPLC KHIITFR
1H.
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Agilent ZORBAX Eclipse HESE Plus C18 i,

4.6 mm x 75 mm, 3.5 pm (EB14S 959933-902)
1 mL/min

5pL

35°C

A: 0.1%BEERAR

B: FEE

6 9%h

2 9%k

294 nm(/MEERR), 350 nm(EIER),
242 nm(AFXE ML E TR
BiE 0 05 5

%B 20 20 50

PR, WAMERBANE-RINFHHEITTREWR. FEY
IWEMARTEERTNERN S B —IRHIT TR, B
2 B TIRUMER.

| AR, 05 ml FEE |

Y

\ Ff: 0.5 mLKH,PO, (0.15 M) ‘

Y

| L 15 mL BRORSERD

Y

‘ #i%: 0.5 mL MeOH:KH,PO,, 0.15 M [30:70 v/v] ‘

Y

\ BBt 1.5 mL BB \

B2 FIF SampliQ OPT IRHIFIBH T4 BN £ Y55 L 1Y SPE 1278

ZRE5WE

S EMERERRM
ERBERNNERIVERTUEEESGTHE, BoWEE
Bk (159%), AXBABERRREEIETE. FAR
HAT IR HPLC &4, (XA 4.5 SHHRE T HER
FUNERAR AR R T 9 BAGRETI FRIE, N 3 Frm, BdE
MERPHNZEERIYR, ZEEZPEEAUBETH. BTF.
57 SPE 28T (B 4a) FZE (B 4b) #H Willow £EHE
EmERTENERY, EREENE, B 4o PNEHBRED
BEWRE SPE RERETHEENTHY. X8 Willow HEZ1 &
BEHRRMFEXARMUNATRRE, #TERIL. B ba f1E
bb PR, IEBEEM, THREEERD.

HERNERRERN DS
50
R
407 INVEERS,
30
< 20
10 y\_/——)
0 -
-10 T T T T T !
—0.5 0.5 1.5 2.5 3.5 45 5.5
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B3 EEH(120 pg/mL)F/NEE(100 pg/mL)r &G EE YR EIRE
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FFi8] (min)

18- EEERSLEH Willow RENER SR
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B 4.

SENEHERAEL I a) FE LI (b) B i E

SPE S{LRIRMEER, (60 pg/mL) F1
INEERS (40 pg/mL) B9 Willow £ENERS
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SPE #{L B MEIER (60 pg/mL)
" INEERR; (40 pg/mL) B9 Willow £EDEHS
1 B
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B 5 FIf SampliQ OPT BRHIFI:E1L BIFTE ISR Willow £ EIEF ISR
(5 RIF 60 pg/mlL EIEGH 40 pg/ml hGE0) AIEEE

Bl =0 E 1%

BEMTERER (Willow SEVERE) 18 XREEXRMAN,
ERTHERMNERHERENEN S, £—K2ZH, HHE
BERRMEATREIREKEREERMNGER, F#TSPE, &
EUREZE, MEMREMFHERNESKFHTTUR. B
FEREUHRERMEER, TTEERE, MERNE
ERMEKENERMS TR 2 #, RSDBIMF 1, ZMER
31F SPE §{LF0 HPLC T2 & ISR,



®2.  BREYHEERNESEETE

AWMk FE
iA=L (pg/mL) n=8 Bl (%) % RSD
HIER 40 101 0.16
60 102 0.56
100 106 0.75
INEERR 10 7 0.17
40 7 0.40
80 82 032
I #h%%

RRERR N EENRERIER, SARRREMTERR,

HE#ERT HPLC 24T, BEREMEK, SRR, HERE
SMEEH 0-120 pg/mL, NERHIZMEERE A 0-100 pg/mL, B

r2{E194 0.9994,
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SPE K&

BERMAERENERRRY . REHTEREREK, #iT
T SampliQ OPT WHIFI#T SPE MILMEE, Y/NBERAIKE
5F 200 pg/mL B, FEEE& M (B 7 FiR). X2HF SPE R
BFIBE, TREAE/NEER. HERRET S, BoHRE
EELHRBRET. WFEER, REXE 500 pg/mL B,
SampliQ OPT MRBHFIARERIFR FRIKIEE

v A REHGH
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M ERRE T

AXH TR BINHE A F Willow 1 Solga HEHNERETE
BERE2. AHTEERTYRFIELYR, EEERUNK
3FR.

#3  WERRPEERAERYEE

WRE (ng/mL)

HEW INEERR
Willow 17 34
Solga 6 12

15 pRF0E 2 /R
FIF#EE yB 71 3 BEHEAZKIRERETERNMR, LoD ENH
1K 2 i E:

(3 1)
(3 2)

Yiop =Yg+ 3Sp
LOD = (y,pp— vg)/m m = §#&

Loa ASXK 17X 2 BRAKMAEITE, XA 10 BHEIRZRE
wE, # (X 3% 4)

(L 3)
(3L 4)

SRR, FERNKRNRIEERA 574 0.50 #11.65 pg/mL,
T/ NEERR A HE T PR AN E 2 PR 4504 0.47 #0 1.55 pg/mL.

Yioa = Vs + 10Sg
LOQ = (y,pq—yg)/m
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Agilent SampliQOPT BB ZEBUMEEE G R A—R N E P EER
MNERNSBEINLAPRAY RFNEREUNR. EFR
KRB, ZAEENME. TEMS. BRES (HERMNEKE
A 101%E) 106%. NEERAEREHR 71%E] 86%). RSD %/F
1%. HERARNRFEZMR/ 574 0.50 F11.65 pg/mL, M/hgE
TR MPRANE EMR 2514 0.47 #0155 pg/mL. KB Willow
SHEHREE 17 pg/mL HERH 35 pg/mL NEER, MKE
Solga MEENEHREH 6 pg/mL FERH 12 pg/mL /MR,
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