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LC-MS/MS MEfC @ am+ 63 MisRIFll g
S+ (SOP)

ES . (KEmRERARME (2015 Fhy) ) FEE % 2.34 I

B 2EE

mHESR ‘ERAMNE2019F F66 SXMH” HES: (K RPEERBSRNGZE) ERENY
EF 234 MAN (KRR LEE2EAFE (2015 FhR) ) o
W 5ERR
2.1 R4 BA

RIE “ERAUB 2019 F F 66 SXH” WEBEST (MRRFBRERLEMDRNGE) B3R, KAES
T 63 MBEREYSEHRTRIN, BERCEYSERR 1.
2.2 FiAEREE

RFEFEATERARE. BREKEL BREBEL. BRE BERSFMLRT 3 MHHERERINE
M5EE,
2.3 FAFARIER

SIF 63 FMEBENvEY), ERINEMENEE FRUKNEEEN 0.2 g NREIRE,; KAENELMTENL
M 1o

W 5ERE

MREX 0.2 MM fh, K ZFBBEERI. B0 D8 LD, &5 7A5ER LC-MS/MS I, RAERILEHLZ,
SMTEEE Do

B X EREEIREEN

4.1 BEARRE
52 LCMS-8045, ESIBFIR;
425$Ej]1255
DRI Shimadzu AP135W;
E.0M: Eppendorf Centrlfuge 5810R
SRBE(L: IKA;
Bie: 1000uL, 200pL, 20uL;
EFD/EZ/E/?EEE /7Ki||/|:|m1:

W FEM. RER

5.1 35
7K. GB/T 6682 M EMI—RIK;
OB Bl (R ),
ECkE: B (2% );

5.2 ##
BOE: 50 mL. 15 mL;
AR 1000 10 mL;
WFLIIEER . BRAKMIEE, 0.22 um;
ASTES: 1mL;

53 EYR: dER/NF 95%;
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LCMS-8045

HRETR
6.1 frE TR ZBIHITE
6.1.1 B2ArfE&ERECH] (1000 mg/L)

DATRENER DB ERER 10 mg (FF#E) 0.00001 g) EF 10 mL BEMF, NMIBEEEBRAESENE,
BIFSRE N 1000 mg/L BAREE K. T -20°CKFEF R
6.1.2 BafnERENARECH (10 mg/L)

10 mg/L 63 M EYPRGIER . BB RIE DB EEUKRE 1000 mg/L 845 (6.1.1) 100 uL EF 10 mL
BEMT, ARRIZBES. T -200CKEFRRF.
6.1.3 Bt A& TIEaRNGIE

EREAIRES, 29 6.3 R EFERTAFMAR, Nt=araomRieas, EflftRIKRE
AR AETEAR, RESDHI70.10 0.20 0.5, 1.0 2.0, 5.0. 10.0. 20.0. 60.0 # 100.0 pg/L (BEX 1) ,
BFRIERLELE (AARUEYNAIEEETR 1R « ERELFAREXBMAESREIMUREZR
KR, AR,

=1 AERANEE

BEotnETIEARKRE MABVRESIRRBBRE MABYE SRR AR ERTABBRESER

(g/L) (g/L) (L) (mL)
0.1 0.2 1000 2
0.2 0.5 800 2
0.5 1 1000 2
1.0 2 1000 2
2.0 5 800 2
5.0 10 1000 2
10.0 20 1000 2
20.0 60 667 2
60.0 100 1200 2
100.0 10000 20 2

6.1.4 IR EMEE AR MIHRETRE. EMNR. BARE. MERNR. MERMERE. S22 E0. £
MK LEREE. REBMERRERE. MERE. 2B, 2FERITERSL 10 mg (FBH#E 0.00001 g) EF
100 mL BEMF, BIE Bl ABHATREZE, (FARETMEEE R, B -20°CREF. XN TRIEMME
SSHYN Y, KREDBITIBIMZAD EARIEREYR, DIREmE et
6.1.5 RIEVERE AR Do E2BRIEIMEEEAREE, F50% JEAK, IEHIMREZEE TIRMITRY
Bk, B 4°CRF
6.2 NEIgEFMH

GUEES S

&gt Shim-pack Velox C18 2.1 mm [.D.X 100 mm L., 2.7 um

TEhiE: AAB-7K; BHE- 28

IR 0.45 mL/min

£E: 40°C

HFEEIR D 5L

R AT BERRT, BAERIBIREN 25%, BHEIEER IR 2.
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x2 BEXBRNEER

Time(min) Module Command Value

4.00 £ B.Conc 25
9.50 g B.Conc 38
10.50 £ B.Conc 38
14.50 £ B.Conc 60
15.00 £ B.Conc 95
16.00 £ B.Conc 95
16.10 EX B.Conc 25
18.00 =28 Stop

[Fi1E %14

BFE: ESI (+) SR 3.0L/min

IARSRIE: 10.0 L/min FIESmE: 10.0 L/min

EORE: 300°C MARBURE © 400°C

DLIERE: 250°C fitE=: |

MRM &% IR 2

6.3 FEanal b IE

6.3.1 ERILRE. REKEL. BRE. EEREEXEMD

MRERFESR 0.2 ¢ (FBHE1 0.001g) , EF 10 mL EEZHBELES, A2 mL 2B, ERiIEEEN Lk
% 30s ERESIEBUAFIESS, ABMAN 8 mL 25, BEIRE 20 min, #BEEZ=R, L6000 r/min B
Lr10 min, BXEBR3IMLEFT 10 mLBOLE, BA 6 mLAKER, AGEE0.22 um EETEE 1.5 mL %,
&
6.3.2 M HESL

MREXEESR 0.2 g (FBHE 0.001g) , EFBLER, MA2mLIESK, ERIEEGN EDE, ABMA
70% 288 3 mL, AFEIRSZ 2 min, 4000 r/mln bﬁ/u 10 min, U&HX—FJ:’ VRE 10 mL EtEBEFR, ERIECE
BRAT0% ZEK3mL, B “AiEiR% 2 min, -~ &, B8 FRPTEBE—R, 5FRIAR, MN50% K
ERZEZE, BY WENAEE 50% JEKARER, HEKRE 022 um EBERIIER) , BRRIEAFWE R,
6.4 INFRIAFE

MRERZLRIFE S 0.2 g, AN 63 MUBERNVER R, MARKETE 0.015 ug/g-9 ug/g (MRREXRNZLEY
MLMSEELAN) , UWTFESE 6.3 7B %,
6.5 ME

IR 6.2 WNBOMZFHEHITON, HRNARFPHKRZEBIRG EZNIMEMLTEE, WEEHEQN
BREHEED T
6.6 ITBMIRS
6.6.1 M

B AR SENIMERA R, EERRKRZSE TUE, 7f¥&'uEMD%M?E%%?N%DE’Iﬁ%?ﬂﬁ’\]é%

%, HMNAD IS FIEREBRESIVEARNNARENE—H, BEFENEESFHOENFEELLSHES

ZQEWQ@%E&E’\JE|$%¥E’\J$EN$F£%E’\JH§7<T)% WAL R 3 B9E, MIBT LU BT S R fE (XS R A8 =
kY%

A ERAREREREAR, MHEUTNRERY: OZFRA2WRNEENINFIESFX, OFFIESTFXY
EIRLE SN =7, OFRBEMENRBER £3% No HIFRPRHEEMPEMER BT, [HETTHE R BYAR &S R
1THRIE,
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®3 EURIINENBFFENRAATRE
BEFFEE (K k = 50% 50% > k = 20% 20% >k = 10% k< 10%
ARTFNRARE £20% +25% £30% +50%

6.6.2 EEDHT

BARETERRERNE, UWENADNRIIRENELY, FNADHEERNNLR, HITLMEET,
BifrfEdsk, HAMEXRBNANT 0.99, BEHEERER, BUNNEESFEEERRAAA
HEFRPSADNEE.

BAREE - ENEERTBATEIIRRIMIEBITE, BaRRTINITE:

cxVxD
m
w — i EPERRENYNRED T, BAIN ug/g;
c —HARARPREHIZENYNREARE, B4AUA ug/mL;
V —HEREBMEIR, B9 mL;
m —HFRIfEFEE, 2R g;
D —HRBEH (RHERBRIA 1)
A BEEETRENFE RN E RN LT EE A FBIBEARAFEN 15%,
H REREH
7.1 EIWENBERE

SRRBEWRIEE B FIRREBISLEN 72.7 ~ 122.1%, EXMRERENT 15% (n=6) , HfREEI
%53 80.7 ~ 119.6%, AAMATERENTF 11% (n=6) .

W =
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LCMS-8045
MR 1 63 MHMELMDIPERMENKRE REMEER. KA ENLETE
- . o ENKEH ENEER KA ENLM
Fs FRSC & HR ERE=E CAS 5 SRE (1g/e) (ng/mL) %8 (ng/mL)

1 =R Triamcinolone 124-94-7 0.03 2 0.5~100
2 Y=L Prednisolone 50-24-8 0.03 2 0.2~20
3 A Prednisone 53-03-2 0.03 2 0.2~20
4 FRUREN 9-fluoroprednisolone 338-95-4 0.03 2 0.5~20
5 S AR Hydrocortisone 50-23-7 0.03 2 0.1~20
6 AIH9AA Cortisone 53-06-5 0.03 2 0.2~20
7 RELENR Methylprednisolone 83-43-2 0.03 2 0.1~20
8 BRI Betamethasone 378-44-9 0.03 2 0.2~20
9 HIZEKN Dexamethasone 50-02-2 0.03 2 0.1~20
10 F|AMN Flumethasone 2135-17-3 0.03 2 0.1~20
11 BRI Beclomethasone 4419-39-0 0.03 2 2~100
12 HMZ=E Triamcinolone acetonide 76-25-5 0.03 2 0.2~20
13 HREE Desonide 638-94-8 0.03 2 0.1~20
14 N ER=EIN Flunisolide 77326-96-6 0.03 2 0.1~20
15 EEREIIN Fluocinolone acetonide 67-73-2 0.03 2 0.1~20
16 BZFALNEEEREE  Triamcinolone diacetate 67-78-7 0.03 2 0.1~20
17 SRR/ Fludroxycortide 1524-88-5 0.1 6 0.5~20
18 RN BREAER Prednisolone 21-acetate 52-21-1 0.03 2 0.5~20
19 AL Fluoromethalone 426-13-1 0.03 2 0.5~20
20 SApIAEERREE  Hydrocortisone 21-acetate 50-03-3 0.03 2 0.5~20
21 |MEABMEERREE  Fludrocortisone 21-acetate  514-36-3 0.03 2 0.5~20
22 KRBT HF Deflazacort 14484-47-0 0.03 2 0.1~20
23 AN Prednisone 21-acetate 125-10-0 0.03 2 0.2~20
24 EIEREN Cortisone 21-acetate 50-04-4 0.03 2 0.2~20
25 ESES RN Halometasone 50629-82-8 0.1 6 1~20

%6 REOR R EEER Methylprednisolone 6336, 0.03 0.9-90

i 21-acetate
27 EMKIESEREE  Betamethasone 21-acetate  987-24-6 0.03 2 0.5~60
28 £ Testosterone 58-22-0 0.03 2 0.2~20
29  HBEXMESEAEE  Dexamethasone 2l-acetate  1177-87-3 0.03 2 0.5~20
30 = Budesonide 51333-22-3 0.03 2 0.2~20
31 %T&ﬂﬁ’\]m]’@&@‘é Hydrocortisone 17-butyrate  13609-67-1 0.03 2 0.2~10
32 2= %R Gestrinone 16320-04-0 0.03 2 0.1~20
33 SKWESEEE  Fluorometholone 17-acetate  3801-06-7 0.03 2 0.1~10
34 BEZANR Methyltestosterone 58-18-4 0.03 2 0.1~10
35 SR mIFAEREE  Hydrocortisone 17-valerate  57524-89-7 0.03 2 0.2~20
36 mmsmmmE | omonoloneacetonide g0, g4 0.03 2 0.1~10
acetate

37 ZHEAIN AR RS Diflorasone diacetate 33564-31-7 0.03 0.1~10
38 Ea =N Fluocinonide 356-12-7 0.03 0.1~10
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39
40
41
42
43

44

45
46
47
48
49
50
51

52

53

54

55

56
57

58

59
60
61
62
63

JRIEZ2ER
BRI ERES
AR
& e B
SR
F] SRR AL IR R BR B
RARE
X B ERAERES
K MRRERES
R = S INESTAE=
LR NN =
BER RS 22 B
BER RI 2 ER

EHIKFA IR EL S
ERER
AEA R 2R
BEKIN N AR ES
I & B v TN EA FE
SN T BRER
CRRIZZHE
NREE
i = B2
i

HEER
C 1 B

Norgestrel

Betamethasone 17-valerate

Halcinonide
Prednicarbate

Loteprednol etabonate

Alclomethasone
dipropionate
Amcinonide

Halobetasol Propionate
Clobetasol 17-propionate
Fluticasone propionate

Mometasone furoate

Megestrol acetate

Chlormadinone acetate

Betamethasone
dipropionate

Progesterone

Medroxyprogesterone

17-acetate

Beclmetasone
dipropionate

Diflucortolone valerate
Clobetasone 17-butyrate
Hydroxyprogesterone

caproate
Ciclesonide
Estriol
Estradial
Estrone
Diethylstilbestrol

6533-00-2
2152-44-5
3093-35-4
73771-04-7
82034-46-6

66734-13-2

51022-69-6
66852-54-8
25122-46-7
80474-14-2
83919-23-7
595-33-5
302-22-7

5593-20-4

57-83-0

71-58-9

5534-09-8

59198-70-8
25122-57-0

630-56-8

126544-47-6
50-27-1
50-28-2
53-16-7
56-53-1

0.03
0.03
0.1
0.03
0.03

0.03

0.03
0.03
0.03
0.03
0.03
0.03
0.03

0.03

0.03
0.03

0.03

0.03
0.03

0.03

0.03
0.1
0.1
0.1

0.03

NN NN NN

NN NN N NN

N OO O O N

LCMS-8045
0.2~20
0.1~10
0.5~20

0.1~20
0.1~10

0.2~10

0.5~10
0.2~10
0.1~5
0.2~10
0.2~10
0.1~10
0.1~10

0.2~10

0.2~10

0.1~10

0.2~10

0.2~10
0.5~20

0.2~20

1~100
1~60
2~100
0.5~60
0.5~20
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IR 2 63 FMLa¥r MRM &1
. BT =¥ QlPre CE Q3Pre
No. XA el =T =T Bias(V) V) Bias(V)

o 357.20* 21 14 16

1 LAY Triamcinolone 395.15
225.15 -21 -20 -23
N } _ 343.25* 19 12 15

2 AN Prednisolone 361.15
147.15 -19 -24 -13
" ) 341.207 -19 -12 -15

3 R Prednisone 359.20
147.20 -19 -24 -14
o _ 359.25* 220 9 24

4 FRULEN 9-fluoroprednisolone 379.20
341.20 -20 -12 -23
. ) 121.20% -18 -24 -22

5 SEEIRVIR Hydrocortisone 363.20
105.15 -13 -46 -18
) 163.25* -19 -23 -15

6 E:EEA Cortisone 361.15
121.20 -19 -30 -11
" N ) 357.25* -20 -11 -23

7 REREBI Methylprednisolone 375.20
161.20 -20 -20 -15
355.25* =27 -13 -23
8 fE KA Betamethasone 393.20 147.15 -14 -26 -25
373.20 -20 -9 -12
355.25* -20 -13 -16
9 KN Dexamethasone 393.20 147.15 -14 -10 -25
373.25 -19 -25 =27
L 253.20" -22 -17 -26

10 Ea VN Flumethasone 411.15
121.15 -22 -35 -21
391.20" -22 -12 -18
11 (= A Beclomethasone 409.15 279.20 222 -19 -12
147.20 -22 -29 -26
415.25* -23 -11 -19
12 & =1E Triamcinolone acetonide 435.15 339.20 -23 -15 -15
397.25 -23 -16 -18
399.30" -22 -13 -18
13 MEREE Desonide 417.20 225.15 -22 -25 -22
323.25 -22 -14 -22
321.207 -16 -14 -20
14 & EgErn Flunisolide 435.15 397.20 -30 -11 -18
339.20 -30 -14 -15
121.20% -23 -34 21

15 EERZIUN Fluocinolone acetonide 453.15
337.20 -23 -15 -15
) o . 441.15* 25 12 21

16 EILZAERNEEREE  Triamcinolone diacetate 479.15
321.20 -25 -17 -14
L ) 361.20" -23 -19 -16

17 |0 Fludroxycortide 437.20
285.15 -23 -25 -12
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147.20* -21 -25 -28
18 R EEERES Prednisolone 21-acetate 403.20 307.20 21 -14 -13
385.25 -22 -11 -17
} 279.30* 12 17 18

19 A Fluorometholone 377.20
321.30 -12 -14 -14
L . ) 309.25* -12 -18 -19

20 SEWABIMAESEREE  Hydrocortisone 21-acetate 405.20
121.15 -23 -28 -11
i . . 239.30* -23 -25 -10

21 HEIMMEEEREE  Fludrocortisone 21-acetate 423.20
121.10 -23 -33 -17
142.20% -24 -35 -13

22 H K A4 Deflazacort 44220
124.10 -24 -47 -11
" n ) 295.20" -21 -16 -13

23 & BN EEERER Prednisone 21-acetate 401.15
147.15 -21 -14 -20
) 163.20* 21 -26 -15

24 GRS Cortisone 21-acetate 403.20
343.20 21 -20 -23
155.10% -23 -32 -25

25 SES /N Halometasone 445.10
287.15 -23 -15 -18
Methylprednisol 399.25% -22 -11 -18

26 FIESK R RELEARS ethy’prednisoione 417.20
21-acetate 253.30 -22 -22 -26
309.20" -23 -14 -13
27  BMKMEEEAEE  Betamethasone 21-acetate 435.20 337.20 -23 -14 -13
415.25 -23 -9 -19
97.00* -14 -23 -17

28 1 Testosterone 289.15
109.05 -14 -24 -17
309.25* -13 -14 -14
29  MhEAXMEEMSEE  Dexamethasone 21-acetate 435.20 337.25 -23 -13 -15
415.25 -13 -10 -19
) . 413.25* -23 -12 -19

30 mHRTE Budesonide 431.20
147.20 -23 -30 -14
L " ) 345.25* -23 -13 -22

31 SR TEREE Hydrocortisone 17-butyrate 433.20
121.15 -13 -28 -11
o ) 241.20" -16 -23 -25

32 =& Gestrinone 309.10
199.15 -16 -33 -19
o 279.25* -22 -16 -18

33 |A I EERR A Fluorometholone 17-acetate 419.20
321.25 -22 -14 -14
109.10* -16 =27 -17

34 BRE AL Methyltestosterone 303.20
97.10 -16 -26 -16
L e ) 345.30" -14 -13 -15

35 SWHBIMEEREE Hydrocortisone 17-valerate 447.25
121.20 -24 -25 -11
I y 339.15* -26 16 15
36 22 2 RL A RS Triamcinolone acetonide 47720 39120 5 19 10

acetate

457.20 -15 -10 21
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N . . 317.15* 226 -14 -14

37 ZHEITAA WS R ES Diflorasone diacetate 495.15
279.20 -26 -16 -12
o 337.15* -26 -18 -15

38 EEREL N Fluocinonide 495.15
121.15 -26 -41 -11
- 109.15* -16 -27 -10

39 IRIEZ2 B Norgestrel 313.20
245.25 -17 -18 -15
N . 355.20* -25 -12 -16

40  EMKKEAEE  Betamethasone 17-valerate 477.20
279.20 -25 -18 -18
/ . . 105.20* -24 -53 -21

41 MBFaRE Halcinonide 455.15
121.20 -24 -45 -19
" . 381.20* -26 -12 -17

42 YACRS Prednicarbate 489.30
115.10 -26 -15 -19
P 265.25% -24 -21 -17

43 ERIE Loteprednol etabonate 467.15
359.20 -24 -13 -16
_ - 301.20" 28 21 19

44 PISCKIAWNARREE Alclometasone dipropionate  521.20
279.20 -28 -19 -10
) o 339.15" 26 17 15

45 LZAERE Amcinonide 503.20
321.20 -26 -20 -14
N ) , 391.05* 25 13 18

46 XNEMRAERE Halobetasol Propionate 485.15
353.15 -25 -16 -16
— . 373.20* -25 -12 -17

47  [EMZTABE  Clobetasol 17-propionate 467.15
355.25 -24 -15 -16
_ ) , , 313.25* 26 -15 -20

48 BB RNRERE Fluticasone propionate 501.15
293.20 -26 -18 -30
503.15* -28 -13 -24

49 BRMIREREARS Mometasone furoate 521.10
263.25 -28 -25 -27
325.25* -20 -15 -14

50 BB B tth Z2 Megestrol acetate 385.25
267.25 -20 -18 -17
e , 309.20* 21 17 19

51 FEFR St 22 ER Chlormadinone acetate 405.15
267.20 -21 -22 -16
A 319.20* -26 -16 -20

. R Betamethasone
52 (BMKAA IR ERES . . 505.20 411.25 -26 -12 -19
dipropionate

279.20 -26 -19 -18
97.15* -17 -23 -17

53 =K Progesterone 315.25
109.15 -17 -26 -10
327.25* -20 -15 -14

54 s Es T Medroxyprogesterone 38790
17-acetate 123.15 -20 -29 -11
— " . . 503.20* -28 -13 -24

55 fEEKMWAAEE Beclmetasone dipropionate 521.20
319.20 -28 -17 -14
- ) 375.25% -25 -14 -17

56  WHEPIRLEREE Diflucortolone valerate 479.25
439.25 -25 -13 -20
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o 343.15* 15 17 23

57  SEMRTEE Clobetasone 17-butyrate 479.20
279.15 -15 -18 -18
) H 313.30" -22 -15 -21

58 CREDER ydroxyprogesterone 429.25
caproate 271.25 -22 -21 -17
) , . 523.30* 28 13 24

59 HREE Ciclesonide 541.30
323.20 -28 -18 -14
L ) 183.10* 13 39 19

60 iy Estriol 271.25
145.15 13 38 29
o . 143.10* 14 54 14

61 It =F2 Estradial 287.20
171.20 13 37 17
145.10% 13 36 27

62 it B Estrone 269.25
183.20 13 35 12
. . 251.15* 13 24 17

63 o) I B Diethylstilbestrol 267.20
222.10 13 34 23

BENAE

BREWER(PE)ARASE - 2P0

Shimadzu (China) Co., LTD. — Analytical Applications Center

Email: sshzyan@shimadzu.com.cn

Tel: 86(21)34193996

http://www.shimadzu.com.cn





