$17% 153 W =4 i Vol. 17
- JOURNAL OF CHINESE MASS SPECTROMETRY SOCIETY No. 4

AR H X S RO - B
oA B AR BR B R

599 3 D. E. Games
(FEHAEZEDHEREN JLE 100050) (Usaversity College,Cardiff ,UK)

UEEIA AN BEFBOPRRTR O, U8 Y HREEGR SR, LLE
o LC/MS a3 47 7 4.

KRR BHAE-FUE B0 HANEK

1 5|%

RO - TR LR R (LC/MS M E N — R E R A 4 B WA R
RABRENENREYMN AN TACERZAEN Y HE BEHATEIESYS
WL A H S R EA SRS

5 GC/MS AR ,LC/MS T LA B 83 H Gt 47 4 B W 7 R e =t bk e & #474k
FMEA. SHRMNET LC/MS BEARFHEAXBREVEEEDRINA,  LC/MS B
H GC/MS R L, AHEZ2ERM HPLC WM AP 80 kA RMaH . KRIHIBRE
PR RAESH AR A K, AT LC/MS BHLETHAEE DAY, ST EER
BEREHR. 5GC/MS KA, EM LC/MS (BN R BAH S —, ERHBEOFE BN,
BRTFARGSHEN. REXFIRFREQOTRBEIGFS HEBROTRTHSE
D, MAMEZEOCN(TSPHIS FABEOD AN BE0REHMMNEESARED
(DLIY,BREERERELHD.

AXWHAEXRFEOANRXMEED (TSP FRALRRMBIITZ 2 #H5R), L 8 #isi&k
HEMBESFENRE, B LR 3 fE O xt LC/MS @R m#1T T 4.

2 KREEsH
2.1 U5
2.1.1 {3
3 4~ Wators 6000A 78, Waters 680 B J& # #] 2%, Cecil 212 7] 3F i & 8 /068 W] 55,
Rheodyne 7125 3FE#EH , 4> #74: : Spherisrb 5um ODS 250X 4. 6mm(i,d. )

2.1.2 FiRED

19954 7 B 17 HiK



4 ARE B O 3 ¥ B0 HOHE £ - B 43 B 56 Gk SR B 53

FINNIGAN MAT 4000 P9i% R ARA TSP 80 (FHAWMBITLE .

VG7070H BRI AL A (SR WEE O REBRBEA R, EX WM REIRRLE.

BHGBLRBEHERNK 15em S8 1/6 T & 0. 006 H~F B RFERE
4% (BLH FINNIGAN # B Z &8 0 B30 MR RUERRE, TAERKEN %
Bl 6~12V A E R AL LC F i M GE LA R B ST MEFR & X9 1.

B FABIE R S35 INCOS R .
2.3 A

8 MM EH OBR ZHR M MH Merck W57 0 B B P I Zh G 4L e Frig it , Ir B 38
LER,KHEIEK.

3 GR54R

5GC oM ER
.8 HPLC s O A K
ELEMARELELENE
: : 78 o, BT XKL T 816, 8
I 6 UV254nm, & 1.2mL/ BWTAHWEE. B1X84
. min, BB BE 50%, Z /K g5k KBS HE8 HPLC

A ) l Fe 5min, F 6min A ER i,
JLU \~L ' ’ IR ; ()M EN ; Q)BER

RN e BRATHEN s (4) ZHRHE R (5)
: * o + A () (DFRME
AR QOENBRFE R QB
HLRIC A&7 5 it A
% B 0. TmL/min, 1)+ HE1ARRAHPIC
ﬁﬁies%am/j( AIRARY 8 NSRBI HELR S
FE B 5min, R E 7 B, W IR Xt 3R B4 b i (] 5E
i % B E 100%Z 10ng,
!i . B 10min, B2y RERTED
1 ERFRBMAR LC/MS A ERBRWE
I MABGARAS g4 8T HIERIC).
!l‘ { i 5 AMT ISR =08 ¥ [ A HPLC % 5

lea ’ Ll i"' .'i; ‘\ ?f'J,EIﬁJOeV,ﬁ *E:PSZKEEWEEE#E%
[

A1 sAHAMRRSIREN HPLC %A

- (N S \,'\_‘,‘.V\_:Lx“” h ij.',;t;\,;,s;_‘w“_ . <
. B 1soe. s BALEFEBRBE, A
a0 o4 R & m &% 500,RE 3. i 2 W BT RO 2 BE

. TREMER—BERE
B2 F{EE#ED LC/MS 447 8 MR RIC & WEW. S —TREERERE




54 & % =4 i 1996 4F

KW BRI RS ERERSTOSRRMEE. BERA T OAMTH% RYURE S HE0S
AR K G, ST FE M S, 8 RIC AMEM AR E H B RR 00, UM @EERD
R LC HBEAFEAMKT 5% KR AR ARG Immi. d. &R
BEARBHEE, B S —XRE X RER TGS SR RS 78
B, HHBRIAEHOREELRBERRR VG & ZAE (SH), BN 65% 2,
B /7K (LR 0. 7mL/min) FF 44 ¥ERE  BEDLE AT 0 4 F54.RIC S R LR T, BB T B ¥,
B F BB A P K R 1 R T 15% AT X B RAEEE T2, §801.2
B RS TF (R R R EBETUR D). ERAS R T4, B S8 KiEE
538 EL#+ 44058, (T B FR M 2 % 5, 8 5 8UE R 8.

Bl 3 b R AL (Vesta )3 9% LC/MS 4387 b3R8 5 &Y RIC P (B 3 3h 48 o b0 A R
FRARBREERSATSARGITZL).

B 3 W RAW AR EESH, B 4 S (ZREBDRBRNS, gy BE
T S B R BT, RBUE N E ng Gt TR EE O A SRR — FaE LN, R
PLHI R LC M ShH Py B2 8 F s Mk NHY BF) 5884 F T X,
R EEER EL BT L2EHTEL. AETaRMEE0 54X¥BE0RA, ER
AT 5RA HPLC B, SN EnA MR B FR L E TR AR B LEmE. HBHH
B R X R B HE A I R BRI A 4 HEAT B AL, B3R Z AR — B 2 — 1, R L A
RMBES TR LT ILRREE, E 3 LC BERRE 75% 2§ /K ,RIC
B BB, (B & A4 YRR R W, R R B AT . SRR R R i F W s
b 7 AL 75 LY 5188 00 £ I R 4 A BE R AEE T B4 o4 o WA 7T 53 7E A8 B0 4 1 4 AT o
OFE BT G B, R E R E E LM R AR S MARREEMHTURRERES
# HPLC £4FER TSR, EXRTERN—SHREURMFEREWE, £
EHRRERESEHTAED KBREREEAN G — MBI RERIRE (5RA%
B BN FEEEME.

4 % AR BY
ITELBALI R
LC/MS # RIC & _ BE SSRZ /KM
CRAZWHD. B ] 6min, R 5 7 6min W2
4 RICHS ﬁ&ﬁiﬁmﬁ. 95% Z R
LT g
o 2 7 mL/min, & /5 .
Zz;}' igw@;ﬁ’ . 05M B B k4 o UL
g T ] 0. 5mL/min, O ¥ X 3%
PELSHE,RY ]1\ ﬂ, K‘ B & 110 ~ 105C(F
B (e 2 BEIHRD) il | M A « R mWEE 20~
ki3 ng FOBEET g_;alﬁ;uk.}\,'m ﬁljiﬁ}k ‘:: k"'.'\:.‘ 195C(F8), Rk 4
SR A (B b0 48 v PR R R R BT ER,
SRR 27 il

BT BMEYR M3 [FEAME LC/MS 4478 RIC B



E4aH R [7 e 00 % 0 2B AR €5 8- Tl 0 AT M AR ORI 55

R Pt N RE B AL S Lo 20 4 B 3 O L B AL FT REHE , R P IR RE SR IS 3R R 1 REE T L AT
KB S EEREER AEATLEATAEARNHNBR THENSR. WE O,
FIR IR KRR T X B FEME ORI IS5, YA SIM SR, KR EE T
B 2~3 M HEE.

m

TSP o, FILLAPENT-OM

331 - 9T AN, 1.2 MLBIN

B 50% Z. BK HY. Ui Bi 4min, B
S Smin NEEBRERRE
90% Z /7K , #. & 1. 2mL/min,
BOXRBEEE 100C, BRE
B 200C TG RBE R
WRARE 3.

4 AIN 12 AN

vioR C. Jeec

@

.

T ad T
e 4 -

-

B4 METLEEARME LC/MS M RICH

4 it

FESF SRR, LR 3 HEONRME LC/MS RVLHNFEM AR AR . EX%
LC/MS AT F e (G g , X Sk B iy KAH 6 # LC/MS 2 BRI B F LBk
BREBHELABFRAERG., M TREXMELC/MSHTFHFERREBERRER
VE S AHS RS E, HI R BB T2 B REAL CRRAZ A YR E LC/
MS B—HMEEMNEHERSTER, LR BEERTTLMU SIM BEARR LR G #TH
R,

2 F X M

D E Games. Biomd Mass Spectrom,1981;4:454

J Arpino,G Guiochou. Anal Chem,1979;51:682A

K T McManus et a/ . ] Chromatogr Sci,1990;28,510

J D Henion. Adv Mass Spectrom,1978;7:865

C R Blaley. Anal Chem,1983;55:750

M L Vestal. Anal Chem,1984;56:2590

Joyce J R,Ardrey R E. Biomed Mass Spectrom,1985;12:588
D J Liberato et al. Biomed Environ Mass Spectrom,1986;13:171
Edmonds C G, Vestal M L,Nucleic Acids Res,1985;13,8197
10 M Barber. ] Chem Soc,Chem Commun,1981;325

11 J B Fenu et al . Science,1989;64:246

12 T R Covy et al . Rap Commun Mass Spectrom,1988;2.249

O 00 =~ O U W W DN



56 53 W % i# 1996 4E

The Effects of LC/MS Interfaces on the
Analysis of Steroids

Chen Minxiong
(The National Institute for the Control of
Pharmaceutical Products , Temple of Heaver , Geijing
10005C,Chixa)
D. E. Games
(University College,Cardiff,UK. )
Received 1995-07-17
Abstract

A mixture of eight steroids was used as model sample to evaluate the performance
of moving-belt and two thermospray (TSP) LC/MS interfaces (with auxiliary filament
on and off modes). The resuits reveals;the moving-belt LC/MS interface provides the
advantage in offering the EI spectrum but column effiency reduced owing to the fluctua-
tion of the water content in the mobile phase. Thermospay source with filament off mode
offerd high sensitivity ,but one of the eight constituents was not detected,also when the
operation reached high solvent content,the RIC trace became very noisy owing to the
crystalization of the buffer ions at the outlet of the jet. TSP source with filament on
mode gave the promissing result with high sensitivity, fully sample detectability, high
seperation efficiency,and less contamination to the interface and ion source, with using

SIM technique trace analysis could be achieved on the TSP (filament-on).
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