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1. 77— _X—2Epk
(1) HEE=E BAREEME ERIE 2007 Fi BREASHTIE D) IS TV 2 EFAM 990 A%
NEXBRE L, BT A4 Y Ny VEREEHEH UALFEEREZ RICE T L,

(2) 1RFFEER] HEARRIRIC oW THEERERTE (10ppm) 2B LI F O TRIE L, Z 2 CTHE - R E
REEI TG 2 7 — 2 N—R(ZIBEM LTz, AT aA REIOFEZK LIRS, i, A7 a1 KA 27 O
AIERERIED TIC 7 v~ 7T L%[X 2 1[TRT,

(3) LC-TOF MS Z&i& Jz OV Hir o4
[LCSf] £ : HPLC (Agilent 1200series), 7 7 & : ZORBAX Eclipse Plus C18 RRHD 2.1 X 100mm,
1.8um % #) fH : A; 0.1%HCOOH+2.5mMCH;COONH,/15%CHsCN, B; 0.1%HCOOH+2.5mM
CH3;COONH4/85%CH3CN, 7°Z ¥ = h5&ff : A:B (time)=100:0 (Omin)—0:100 (30min)

717 MRE - A0CHHED—ERE, JiE : 0.3 mL/min, AR : 3uL

[TOF MSE:/4] #5i& : Q-TOF MS (Agilent 6540), 1 4~ >{ki% :  Dual ESI, Positive/negative mode,

HifE T A 0 Ny, 350°C, 10 L/min, X7 7 A4 %—: N,50psig, ¥+ &7 U —5EJE: 4000V, 7T 7 A X
—fEE 120V, 2 UV a T ANy, 2 Vg TR X—:10~40V, A%y #iPH: 100~1300 (m/z),
U7 7L A< A 121.0508739 K 11922.009798(pos.), 112.985587, 119.03632 K 1X1033.988109(neg.)

# Compound database X108 4ESITIC A+ Frage1800V 2 steroid?Tmi 3ul 0 3mimin 30min RRHD 9

Cpd # Formula RT Wass o,

ameina nice C2BH35FOT 20867 502 23668 Positive mode
betamethasone C22H7BFO5 12271 35218850

clobetasol 1 7-propionate C25H3ZCIFOS 21163 46618223

clobetasone 17-hutyrate C26H3ZCIFO5 23508 478.15223

cortisone 21-acetate C23H3006 14558 402 20424

dexamethasone C22H2BFO5 12324 39218990

dexarmethasone 21 —acetate C24H31 FO& 16.250 43421047

diflarasore diacetate C26H3ZF207 18,608 494 21161

fludrocortisone 21 —acetate C23H31 FO& 14.285 422 21047

flume thaso ne C22H2BF2 05 12351 41015048 -
flumethaso ne 21 —pivalate C27H36F206 21.868 494 24800 T203 4 5 6 7 8 9 1011 1213 1415 16 07 1819 0 0 2B M5BT BB N
fluncinolone acetonide C24HI0F2 06 13743 452 20105 90 vs. B (min)

flunsinonide C26H32F2 07 18566 48421161

fluorometholons oo HZaFOa 14104 376 20499 X108 -ESITIC A+ Frage1500V 110815 sterodZTmix ul0.3mimin 30min RRHD.negd

fluticasone propionate C25H31 F3055 21634 500.15443 | Negative mode
halcinonide C24H3ZCIFOS 20455 45418223 18

hydrocortisone C21 H3005 10385 362 20933 14

hydro cortisone 1 7—butyrats C25HIG0E 16412 432.25118 12

hydro cortisone 21 —acetate C23H3206 14177 40421988 |

methylpredniso one C22H3005 11.885 37420933

methylprednisolone 21 -acetate C24H3206 15627 41621889 08

mometasone furnate C27H30GIZ06 21778 52014185 08

paramethasone 21 -acetate C24H31 FO8 16122 43421047 04

prednisolone C21 HPB05 10158 360.15368 0

prednisolone 21-acetate C23H3006 13878 402 20424 S S S e e S L e ot A e s A 4 A A
[T — 21 H2TFO8 7977 39417917 T203 4 5 6 1 8 9 1011 1213 W 1506 17 819D A 2B UBAIB YD
triamcinglone acetonide C24HE1 FOE 13.256 43421047 b vs. BEESH min)

1 BERLEBEERT 2= (A7 A R 2 AT nA R2NERAFEREO TIC 7 n~ s 7T L)
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2. A7V —=2 T HEp

(1) RO RWNEYEM 27 Y — 24 029 (AT A RIEEGHEMERE) (kL T, FHRLAK
EHETHATOA K28 (7L =Y 1 VT AT )L (CuHi0s M=402.20424, [ )N )LF V'
FEfE = 2 7 /L (Co3H306, M=402.20424, X 4)) %4775 L.25% 5 H T2 X 5T L7,

(2) T iE A2 —ATEERE L, E00BRGONT EEAZEDE 25mML &L, AT
7 7 44— (0.45um, PTFE) TAiaTR, 20 5 IR L7 b D 25 lkHRik & LT, #UBHAR 3uL (2o
W, LEB)DEM T T LC-TOF MS % v CH
FELTICZu~ b7 74 (M5 287, Zh
\Z oW T, Agilent % Mass hunter @ MFE

(molecular feature extractor) (2 X % v — 7 i
Mt HIHE— 27 1oV TTF — & X— 2 K371 =Y r o fiiT AT L X4 2 LF T T AT L
K2 2 gT 57 FER. RT 13.7 OAH VT2 FElE (C3H30s, M=402.20424) (C2sH306, M=402.20424)
L R=yr v KONRT 14.7 5 AHEICERE 2 VT & i Lz,
¥1 S RT : 0~30min, Mass : 100-1000, - A4 > 58)% : 10000 LA 1
M2 MREBEME A A [M+H]Y, [M+Na]®, [M+K]", [M+NH,]", [M-H], [M-H], [M+COOH]

[M+COONH,], Mass error : =5ppm, RT : =0.5min

6 ~ . .
x10 +ESI TIC ¥+ Frag=150.0V 110815_604tenka_500KI_3ul_0.3mImin_30min_RRHD.d 1104 [¥£51 X (14748 mim) Frage1300v—
24 x104 [+ESI 2% (13.712 min) Frag=150.0V-- 4032114 H
4032118 64 L
1754 of o Positive mode
154 o
1.25 2 14042149 VU
N 24 4042150 . l405.2162
oJ fros.2171 400 401 402 403 404 405, 406 407
0.75+ 400 401 402 403 404 405 406 407 NV vs. HEBH Y\ 2
054 J\ ok vs KEE:
T T T T T T T T T T T T T T T T T T T 7 T T 0 g 0 g T 0 7 7
1 2 3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30

AUV vs. RIFEERER (min)

x105 |-ESI TIC A%+ Frag=150.0V 110815_604tenka_500KI_3ul_0.3mimin_30min_RRHD_neg.d

x103 |-ESI AF > (14.603 min) Frag=150.0V-

74
x103 |-ESI 2%+ (13551 min) Frag=150.0V+ o 4011978
6 401.1976
5 151 2 Negative mode
4 1 1 402.2007
403.2035
3 05 402.2034 0 ‘ |
4032004 399 400 401 402 403 404 405
2 79V b vs. BNEH (m/2)
NIV vs. WEEFH (m/2)
i 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30
HoU b vs. BIEEFFR (min)
[z &%5‘? X5 fEEREIO TIC 7 va~ F7 T A
i & B

EIRMEREET — 2 X— 299057 D 9 H AT B A R2TIZ DOV TIREFRERIE H 2B L7z,
TOF MS XX UV v AL COEESBEENFRETH LN, 7T —F_X—2A0H T2 FA UEEZ LoD
O, BHEPMO TUEL (£0.01Da) LTW5 6 0O%, HEEREHRIZT CIIHo2RBE/HRERE LN
ROGABEE S, RFFEAEHRIIRBBE L2 ESE2 ECHEERERTH D, NiEIT, BER
i AEBESFICE A SN D EFES OREH N OEEER A7 ) —= 0 T HEE L TAETH L &%
Z. BUE, AT A FANSHEEHe 2 & I Al FIRAIENERRFF R IR Z BN LT — % X—2 0
Bz ED TN D, RIEIL, 7 —F_X—=R N S TW WIS LTI R 2R T E 2
Woh, EEOARE RS THRE LI P EOERFEIZER LTe AT U —= 0 JIEE L WA
BOE T DB BROBFTRETH D LB X D,

[BE] 1) % 16 memarbi s d thaates HHE 2009, p302-302, TOF-MS ORI R — & ~— % &l L7 EIG K5 D 2 2
—=r7 2) %47 ELEFHEAFHTE RS WEE 2010, p306-307, REEIMF DR T Y —= v TIEORZE
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