fe&

Irina Dioumaeva, John M. Hughes

Agilent Technologies, Inc.

[\ Agilent Bond Elut Plexa PCX #0 Agilent
Poroshell 120 ¥} FRi& PR PEHE RT#T
SAMHSA /&8 LC/MS/MS 747
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EES R

S

REEHERSHERRRRSEER (SAMHSA) %5, T 2010 £ 10 A4ERMEHAE
W, REFEBMAMENEMRNEZRERA LC/MS/MS ERANSANMXER. A
F LC/MS/MS ERAFEENTES R, RETREUAEAN GC/MS EZEEEN S, KAl
R T —#i% 2 &H SAMHSA ENEKRNERBRZERTHANAE, FRELKE. K
PR (LOD). AMEMEEEHTICIE, E3ZAENERME. EHEKZENZLEY
EMTTEE, ZRAEHME SAMHSA BEHYEN—RIAMEERNFEZ—,
GHEFEERRECTR#TA, BIF Adgilent Bond Elut Plexa PCX BAEXES
#1 SPE WRFH{, Agilent Poroshell 120 EC-C18,2.7ym RE %7, LC Bi&#E, Agilent 1200
Infinity LC R R XA RREBARREA (AIST) IERRBEEEFIRA Agilent 6460
Triple Quadrupole LC/MS %%,

4% Agilent Technologies
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FRBERT (BE) RUFEFETRETH—FHEZRE~,

TREERZNEERBEENHZ RGN EFAIEEHET, T
FEMEBELTABAXRRRERT (REERE), BANR
ZoEmEL, MEREHEGTERETERZERT
(Anon., 2011), XRBERTHEBANTRERHILXNER
wHd . ELEBNREDPERRERTHENRE, MER
BRETRERGT, El—FREKE. SAMHSA MEFR
BERTHSEMREREN 100 ng/mL, HGNRAREREMN
10%, Bl 10 ng/mL,

BF Agilent Bond Elut Plexa R FIRIIR4FIERT, ASCATHIAR
REAEXATHERBRERTERNSEKERR, BESH
%, MEETCEAWEMT, Plexa BHEBTRENZELEK
m, BRTEARNES. N\TTRETRIMNEFNFHERTR
EHRNREE. SRENREFENHMEIN, FTEBET Plexa
HEMNENZES T, HEREERSSBIEENATHL.

XA Agilent Poroshell 120 EC-C18, 3 X 50 mm, 2.7 um Bi&H
ERTHAERENEHENMREN S BME. EXRESI
2.7 ym BHIK) Poroshell 120 BilHAERH ST 2 pm UHPLC £
IEFRMREY, BEEEANRDTH W%, Bk, EEZRIF
B PEME 400 bar WEMBEZZLEARBHRERRS S
R FERIM R S AT BN E T AR A,

ERMOBERBHER QL) BEXESRTMEENEET, &A%
BEEMENERE (BRKRE 10 ng/mL B>400:1, LIKER
SAMHSA MIERERER 10%), XEBHETRAT AJST HAK
Agilent 6460 Triple Quadrupole LC/MS R4 IS B FiRiLiE
TRNREE.

ZREECUAEIRI 24T (B Moorman # Hughes 4, 2010) %
FBHIZ Agilent 6410 Triple Quadrupole LC/MS RZEMEEH
SPE/LC FmilgET R,

i)

ST

WARERME Cerilliant 27, A1 mg/mL (XRBERT) f1
100 pg/mL (XRBERT-D,) HREAR.

CH,
N COOH

H
0
O
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FHRBERT
Log P (Fifll{g) -0.73-2.26
pK_, 10.1

co,
N COOH
H D D
i
0—C D
H
D D

FRRERTD,

B 1. ZFBERTANTIRENFEH, log P FNEFE DrugBank,
ChemSpider, PubChem

HESNE
SPE

- Agilent Bond Elut Plexa PCX /ME 30 mg, 3 mL (¥4S
12108303)

« Agilent VacElut 20 ZEETRE (S 12234100)
- Agilent 1LHE (FF#4S 12234520)

- Agilent 2 mL Bghi#tRERSHERA (M-S 5182-0716)
- Agilent AS HmBUIEL OME (BHS 5182-0717)
SPE

- Agilent Poroshell 120 EC-C18, 3 x 50 mm, 2.7 pm Bi&#E (&
45 699975-302)

« Agilent 1260 Infinity LC 2%t (G1379B BB SHL, (RER AR
FREH 1312B &, G1367E BzhitREsE, G1330B Higsd)

MS

- BENA AJST HABRBEEEFIRR Agilent 6460A Triple
Quadrupole LC/MS &%
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£ 1 mL REFIMNRER, EEKEHA 200 ng/mL; HEFER 12 x
75 mm FEERE, A1 mL 2% REAR, BIE, WRRESRD
Bib.

E-3:0]

1.

F 0.5 mL BEEEN Bond Elut Plexa PCX /M, 21, ARG E
HEHAEH

LHEs g EiER

W1 1 mL2%FERER

Wk 2: 1 mL BEE

FEZ (10-15 ZFRE) £HBT. #TF 5-10 2%

A1 mL FEEE ) BEE: SRR (100: 20) ARG . T6E
RREEREEEREMIS, AEBRET (2-3 IF5kH)
g

7. ®ERT

8. H 1 mL#tEREE (10%FE, 90%k, 0.1%FE) S&

LC/MS/MS

LC %&H

T A 0.1%FBKAR

#EhtE B 0.1%FERFAEAR

R 0.8 mL/min

BERRF RHiE (%) % B
0.0 10
05 10
25 70
251 90
55 90
5.51 10

{Z1ERE 5.6 min

JRIEfTRTiE 2 min

RERE 400 bar

HRER 2L

iz s

st A 75: 25 FEg: Kiddmik#ED 10 %

BILESHHE

21k B FENER AR

MS &

ES BFRESH

BFhiES EBF

ERERE 3,000V

FRSIRE 10 L/min

FRRBE 350 °C

EUSEA 35 psi

BWRmE 12 L/min

BWRIRE 400 °C

R W BRI ov

MS B4

AR MRM

Rz A SCP_MSDiverterValveToWaste()
{MH_Acq_Scripts.exe}

et 1B % #1: 1.2 min-YIRMAE MS

Delta EMV(+) 200V

HR5HE

HEERM pH ZET, FRBRERTHAREARFL, NTSH
WA LUB B RE SR E FRREARE A REE Plexa
PCX SR &ML,

F3 100%FEZiM it SPE MEREERR RO MER T, BAFAS
B BE ik, MANARBEPRM—FER, BNRBFSH
MFEFAEF B ENEFHEER. EHRERN, B
20% NH,OH &R MEIFEE, MRSERBRERTHERE,



%F Agilent Poroshell 120 EC-C18, 3 X 50 mm, 2.7 pm fi&#
REXURAERIPERRERTHREN B, HAIRGHREN
R (WE 2 FR). RERESBEEEBREVIATILL G
(10%) KimzEhtE, AmERKPHBRMETMERS EHMRIE
TG EHER . SAEREBITHRMERRERELRZE
Bl (02 1.2 9%, EBFRSERML. €5 1.2 SHH%
R Z USRS E i A s HE R &. MiE 0.8 mL/min
ZHT, PRGBS TR EFE FER A,

WREA 10 ng/mL B, EiLiEH{EREE>400:1 (N8 2, LEFTR).
XK Agilent 6460 Triple Quadrupole LC/MS ZZEFHE R
MEEE, BEBR MR NTKF SAMHSA MER 2R BRI % Pt
ZRT (10%).

SAMHSA EMER T BRI R AR A U — N
EBETHED-NEMNETF. BERITINE=NEBREF
(WF1) EETREESHELEESN. Agilent MassHunter
Quantitative KT BT EEHBEFILE, HATUREHALE
HAEZEENET.

% 1. MRM BRXHIERESH

ey BE¥ BT RIRERE HiEREE
BE 290.1 168.1 90 15
BE 290.1 105.1 90 30
BE 290.1 82.1 90 32
BE-D, 298.2 1711 90 15
BE-D; 298.2 1101 90 30

3 REMREKFERRBERY P EPEHE R THEREE
Mk, BEEPERETMANETRBRERTRER, F&RESN
%110, 100. 500. 1000 14000 ng/mL I BE RIIBEITAER
. RITANARY BE-Dg BREH 200 ng/mL. LMXRHRA
R, LHHEXEHR? = 0998 IERAA T EE—MREMTR
ESEEMEBRENZE, 6 SAMHSA ENKEX,

AFEFRE MRM B#EER, #BAESHIEDSERN, BHhzh
7 MRM R 32—k SURIRAZERE.

+MRM (290.1 > 168.1) L1-2-BZE-01.d
0 'BE (EE) =1122, {18 (240 min) =4245

4| BE EElE

2

06 08 10 12 14 16 18 20 22 24 26 28 30 32
WARZvsREERTiE) (435H)
+MRM (298.2 > 171.1) L1-2-BZE-01.d
«q0¢ WBE () =1878, {218t (240 min) =23822
44 BE-D, EElE

2,

06 08 10 12 14 16 18 20 22 24 26 28 30 32
MR (55)
B 2. [RHZERYH BE (10 ng/mL) #BE-D, (200 ng/mL) HI MRM & F
BB, XA Agilent Poroshell 120 EC-C18, 3 X 50 mm, 2.7 um B,
IR X LUNER S E T

*10 | B-5 MREAT, R 5 MREAT, 5404, EA544, 50Cs
1y =10.008785x + 0.447869
3.0 R?=0.99814969

0 5 1 15 2 25 3 35 4 X100

WRE (ng/mL)
B 3. [REZERYHFFBHERTHREBLZTH, BRIREERE 10 24000 ng/mL,
LMK FL R? = 0.998
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R 2 PHENETUE R R RIE Matuszewski % (2003) 12
HE RN ERRR, BEEATLFRERFEN LC/MS/MS &
WAECHIZEZ, LC/MS/MS MiXMERREZERS RN
T: $—4H, BREKEKFN BE MMBIBFERREH, AEH
TR, TTER, #HEMN. F2E, BHERERABRER
EHITERN, ARERMAMBRIEARER, ZEMAFH
BtZRTZE 100 ng/mL, FTRG, #HEST. EFZHI BB
EMRTREHE (ERRA), EEIREHA 100ng/mL MRS R
B (RshiEmes).

REHE (BNETEIRE) 2 SPE ZERUIMARKI B R R R #HES
#, REMBRS T MIEERS EXERMRHEMREERE
AMRBHOBMEARMLE EROKEE SPE ERNARAIA
HRKEEES T, RENERITHNETRSEIBEAE
ZEER PR 1 FR 7 A SR BR ) AR A G EERE S AR 15 O 4B I LE T AR B
b, EFRAMMRNH SPE ZERAMRKKERIRI bR,
REH BRI REERS ER 8 MRIE 2 RS R 18 M
HRAILLE.

ERERBIRAERZTENITIRNRESFIMTENER
BATIRRNBARENLE. REERTREY (CV) A%
HEESYH, ZXAITNEENFIETEREESMERE
&,

RLBERBAFTEANERRERTEARSHER DK X

(86%), FIRHIRE THRENERE (102%) MBZE (0.7%).

9%MERMERAAF 1%MESEHERTHIBHMEET
MEMERMRRK, ATIER T2 Plexa RMFILERRIYAES
R EEE,

# 2. HIREKEFMETRITHETN, n=5

%

I E 85
EIEE - 86
R 99
BWE 102
BEE " (CV) 0.7
CEREREZHETUE

“ TEAO%PRERERETUE

&k

AR EEERERES LC/MS/MS BBLEEH 2
WHETEME SAMHSA EX, ANEXRENHYNAHHE
EEEMUERNSTRENNARESERE. BBRTZE. 5E
NHENEEENNNEELER. EEHEES 2011 B SAMHSA
FiERHERYRERER. ZLEHFENARER 1100 1R
R 1200 LC RIIMFTBRA PR L, Z& LC ZENRE EESAR
811 400bar, FAHERSHREFLZEMMAT LC/MS LR
BATER, BFRSHATURESMHTER. BRI
IRELAFARAH LC/MS/MS BIEREMTEEN A%,
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