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FEAGRDER, MENHEERRDHTHFREES —
HEMROER . ARSI NETEXRERRERDENT
%, NERERPOBERME—(EED, BFAXCENRES
DITRARITEE . RESEFUEHKAREA (LCMS) . EAESR
PKBUEBKARAR (CE-MS) FRAMSIN, BRTXMIUANE
LR, TNEMMLEERSBOEM L, QEFEFNLFLE
WELE, FMXITMNMENLEWHTHT, MATNUESREXE
MEMU SV RBNES RS HITERED T, XNzl
FRDODTEERS T ERNER. £HOIFREAERERZS
hEHR “@REK NERLTT “EREC MEMERAIRRFE
RAMH NP AHF, EBADAAS. 2L BRT (W0
E1) %, AR AELMAEER, EAREFMNY KMLE.
RPN, IR REBMRE . FEHLE. RESFER.
e, X TFHAARLD DTN TR AT H R GRS AIESE
BE,

CESI-MS/MSHE AR ALHEZEOEARCENER M BHHS
MSHISR AL ETNREAELE A o CESI-MS/MSEABRIES B FHLK
K, ROBFMFNE, HEZRALNREE, HESHH
FIRMEEMER S BT, ELC-MS/MSHARMIET HihTE. AE
7~ 7 CESI-MS/MSFALC-MS/MSH AR B9 BK & 15 FA X AE loE 53 iR R A M
R, HNEPBERHATT B CESI-MS/MSTEARSLC-
MS/MSEARTTLIM B T4, HAQWE178FEMES, HAF
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1. CESI-MS/MSFILC-MS/MSH AN & FkE S i B /3 I i 12 o

CESI-MS/MSE IR T AL E23FF, LC-MS/MSEIRT] &M E 136
, WAEALELNE 19FF MRS, FECESI-MS/MST AR
M7 EBHFNPBERR.

2. ERMHE

2.1. B GidH

CESI 8000 Plus ( SCIEX) , NanoSpray® IIEFJ& ( SCIEX) ,
ExionLC™ ACHE % ( SCIEX) , Kinetex C18 @ if#t
( Phenomenex ) , TripleTOF® 5600 LC-MS/MSER St ( SCIEX, %R
RELHF: PeakView® K 1#2.2. MasterView™ K {41.0FLibraryView™
BF1.1) , OptiMSIARMAEEMEFRE (91 cmx 30 um 1D,
SCIEX ) o KBEER (HAc, FUi%ZE, Sigma-Aldrich) ; “XEBEF
K ( Millipore ) ; BEE ( MeOH, JI%4l, Merck ) . BEHMER
(BGE) : 10% HAc ( &30% MeOH ) , SH#& (CL) : 10% HAco
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OptiMSIERIAREMEREVAFERAN, FHTHO T
& : MeOH 100 psi 10 min, IE[E); MeOH 100 psi3 min, X[a; Water
100 psi 10 min, IE[E; Water 100 psi 3 min, &I&; 0.1 M NaOH 100
psi 10min, IE[E; 0.1 M HCl 100 psi 10 min, IE[S); Water 100 psi
10min, IE[E; BGE 100 psi 10min, IEE; CL 100 psi3 min, X[&.
FEHPEADHTIEASD: 0.1 M NaOH 100 psi 2.5 min, IE[E; 0.1 M
HCl 100 psi 2.5 min, IE[E]; Water 100 psi 4 min, IE[@); BGE 100 psi
4min, 1EE; CL75psi3min, KIdo

2.2, #aa R i kb2
SHCESR (TEERME) , 4°CRT;

B mLABCES RFES, 3000 rpm Bi0v15 min, B EBLE
BRE R,

3. CESI-MS/MSFALC-MS/MS A i%£iR B

3.1. CESI-MS/MS &1

CESIFHiRE MSEHiEE
- Triple TOF® 5600
CEXE  CESI8000Plus RiERS LC-MS/MSR 55
OptiMS J&RA A K
CEfE EMEFRE HEEE 200~2000 m/z
(30 UM ID x 90 cm)
FEEMRIRE
10% HAc = «+ (IDA) BMEHR
BGE ( £30%MeOH ) BRRRNE BEEDRIRRNE
FHITMS/MS
cL 10% HAc Wi /B RN
EMERE 25C Gas1 0
HmBRE 10°C Gas 2 0

+/- 25 kV, 60 min
with 2.0 psi

EA#FE: 5psi
60s

SBRE

CurtainGas 5

ISVF +1650 V//-1650 V

Temperature 50°C
DP 100

CE +40/-40
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3.2, LC-MS/MS S {4
LCEMHIRE MSEHiEE
LCES  ExonlCMACRZ RIEES TripleTOF? 5600

LC-MS/MSER %t

Kinetex C18 1%

Bkt £ (100 x 2.1mm, $AETEE 100-1300 m/z
2.6 um)
FERERBRXE
X (IDA) HAN 1R
A% ;’;_0(055;:%”% B wmxerz FERLAE
: MEE T
MS/MS
50% FAEE- 50% o
B4 70 (smMAE B IE/ & TR
= syl
%)
HER/BE 15°C Gas1l 60
i 0.30 ml/min Gas 2 60
iR 40°C Curtain Gas 35
ISVF +4500 V/- 4500 V
Temperature 600 C
DP 60
CE +/-10
4. ZR55%H

A MBS PEFKMIRMEYR, B GKMEMIE
M. MERARREEZEE, CERAREEETHRAKMFRR M
HEDHDE, MLICRARNEES TIERETGRKELEDHD
o MMBRANBRES, BHTHYM KOTARARTEER
=X R IR AL R E T

AXBEERATERBENCESI-MS/MSHILC-MS/MSH
K, WEBESBETFRDHEHTTRES . KHASCIEXATH
MasterView™& (it {THIE L IEN L E, B5E, FASCIEX MS/MS
BARRIETARIEENENCERATNLEDHETEE, H
K, fEMasterView™ B HFFRSAANS . L. AKRFHEFHLED
FIRHITIENIRE, BEMRE_RRIETE, #TLEAMEE
X%, ATHPABBEEFAFENCEYNEE. FRIN R
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LEFE, BITCESI-MS/MSELC-MS/MSEAMBRER, £hE
SHE MR 178 FE M A ( B2 9CESI-MS/MSTARIEE 712

N N - - - CESI-MS/MS
RTFERBGHHMLAMMOERETRE ) |, TR BT LCMS/MS
BHGRED M. FMEHEYHNRERENES ppmd T, ERYZ
EHIEELEMBRHLSNMS/MSER#HTLEE, £E4ER
BT E,
- BEI3. CESI-MS/MSFILC-MS/MSHAR X2 Bk 5 /M7 25 B A9 S EL

Intnsity
£

1506

‘\H FFHCESI-MS/MSTT 7% ] AR SN 8046 U 23 M AR ML &4
- Wi (m#F1), DERER. WE. AR, BEELEY. i
Cen e m EE Rttt ] CESI-MS/MSTTA T AL BB LC-MS/MSH U AR B Btk ML &
2. CESI-MS/MSEAE B FHRA TEEHWHMMLEVHRDETRE. ¥, ALC-MS/MSTTERMTBE IR,

1. CESI-MS/MSEIREEZIHI L &5 3o

CESI-MS/MS
Fs %R 2 SFX BERRE maY wWaRE — -
IfFRRE BKRERE SEE RERR

1 RER D-H R C,H,NO, 119.0582 +H 120.0655  120.0659 2.9 2967286 20.75
2 HER L- 22 =R C;H,NO, 105.0426 +H 106.0499  106.0504 5 2509169 20.4
3 R[ER LRKIEER C,H;NO, 133.0375 +H 134.0448  134.0447 -0.5 338031 24.43
4 RER (I CsH.,NO, 117.079 +H 118.0863  118.0864 1.4 2315438 19.67
5 RER AREER CsH,NO, 147.0532 +H 148.0604  148.0603 -0.7 537881 21.44
6 RER JRE R CeH1:N,0; 175.0957 +H 176.103  176.1023 3.9 516128 21.24
7 RER BaRg CeH1N,O, 174.1117 +H 175.119  175.1189 0.4 14394433 16.14
8 RER AR CeHsN;0, 155.0695 +H 156.0768  156.0761 4.2 326311 16.24
9 [EAEES YEIARE B CsHs0, 132.0423 +H 133.0495  133.0497 1 25932 31.36
10 gk RENEEB CaoH24010 470.1424 +NH,  488.1768  488.1773 1.1 34418 18.35
11 i SR WEC CaoH:01, 440.1319 +NH,  458.1662  458.1674 2.6 33823 26.8
12 [HES FILEEE C,Hq0; 138.0317 +H 139.039 139.0389 -0.4 18310 31.04
13 BV EES HE T CyoH10 152.1201 +H 153.1274  153.1276 1 15969 15.04
14 EVEES LiEE A CioH 10 150.1045 +H 151.1117  151.1117 -0.5 11139 15.17
15 IERe REEZ CsH.N,O 136.0385 +H 137.0458  137.0457 0.7 71331 26.07
16 Hith HHEFC CeHs0¢ 176.0321 -H 175.0248  175.0244 2.6 3105 23.4
17 Hith LA CioH10 152.1201 +H 153.1274  153.1276 1 15969 15.04
18 =ik Ea Ci6H 15010 370.09 +NH,  388.1244  388.1244 0.1 17777 8.29
19 S L HERIAE C,HsNO, 161.1052 +H 162.1125  162.1126 0.9 344644 16.95
20 DEES D-HEHEEE  CHuNO, 179.0794 +H 180.0867  180.0865 -1 3381708 17.6
21 B y-RETR C,H,NO, 103.0633 +H 104.0706  104.0711 4.7 2855767 15.51
22 AV I S EE CeH1oN,0, 142.0742 +H 143.0815  143.0813 -1.8 26463 19.09
23 B FATIRER CeHsO; 192.027 -H 191.0197  191.019 -3.6 210896 32.16
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Intensity B Retention time

50 50
s u CESI-MS/MS === CESI-MS/MS
S 45 45
g 40 = LC-MS/MS I === C-MS/MS
® 35 35
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El4. CESI-MS/MSFILC-MS/MSHE A $t [E 48 M Z 91k & 416 58 FE FN{R B8 B (8] A9 EL AR o

o, A7 BiFH 4 HTCESI-MS/MSFILC-MS/MSTL A XS R 24 5F AREDMRIEBEEELXEDHRERENMS/MSTIEEIE, HES

PR D ITEIES, Xﬁﬁﬁ%ﬂi*%lﬁ#ﬁiﬂﬂﬂE’Jl9$¢1ké%ﬁ’\]1h% MasterView™# 4 HIMS/MS 52 25 £ 2 B o] X > A it 47 5B I /E R Y
SEEMAREMNEMHATTLE, WE4FT. MNEREXRE, £  £T. BERHEARNERTELI:

EBTFHERXT, CESI-MS/MSFrE{E 51438 EiLs FLC-MS/MSHILE
B, AMBTHERT, LC-MS/MSAFEI£58 E ST CESI-MS/MSTEE]
MER (E4-A) - WREBREXRE, XE(EMALCERIEREL

1) CESI-MS/MSTEI4#&MZEIEB/LC-MS/MSHE AN F9R ML &40 -
2) ERMEALBRLNENEEY T, W TFESFERXTRUL

IR EBERE S, N ENREE, MACESI-MS/MSHHrH, XLELR
HUEMEFRKNAERE, PBXRRY (WE4B) . B
HRAEADSTEROT L TINEZIR: CESI-MS/MSTTAEEES T
SRR EMD; ERAEAXERNINLEDS, T
FEBETHERATENALEY, CESI-MS/MSEARINT ESHRE

L&Y, CESI-MS/MSEARI T ESHRBENELENS S
MR TFABFEATRNAELED, LC-MS/MSHREBESE
=, 1BCESI-MS/MSEBEIFHINBEIR,

SRR, CESI-MS/MSEARZFE T CENRMALEYSH B
EMEHWREOSRBERS, ARATEER. £9WH. B

ERERROSBER, TURSHTF—LREEFURS 0D B BESEHAANOITD, HLCMSMSEARIRET BE /)
Vb HFRABTHEATRMOLEY, LCMS/MSHRBEE  mwarz.
B, {BCESI-MS/MSEH EFMINBHR.

SE2H

5. 45

ZMO‘HJFH%‘iﬁ&ﬁ*E‘\JCESLMS/Ms%uLC-MS/MS??Z*N/_DEHME
SHEPAEMR A HT T BAST, BEFMEARANEIES,

1. Drug Specifications Promulgated by the Ministry of Public Health, P
R China. Part 1, Vol 15 (B A &8 25 fa i — RSB+ F ). 1998. 170.
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