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LC-MS/MS & RARY 27 LR E
LCMSMS-794

HE: ANBIYTEARZESNREEE =SMRTSRKANESRF 27 MIESERKBEN S X, M
MERTE 2.0 ug/L~100.0 ug/L REEERLIERY, BXRMrE0.997 UL, &, #. B=ZMRET, &
SR E BB FIEE IR RSD% 73 517E 0.03%~0.32% 1 0.33%~9.85% (8], NBERERIF. MIFRE
A 250 pg/kg B9 an, 85% LA LMY EMEIMERTE 60%~120% 2Bl EEEMRYF. A EZRBES, 72
BSEAE, EREW, AT KTRPERERREENERTEEN,

KA ZERTRREAN an MEER

AR R
& —IHAR RN DK mEPBIMERER . Z2REMERR
< {2 F8 B ahetix SRR AR N TR IR T AR BC I B B TL Ec AT & Hh 24

MERIERZ MR DB — R E AR, BRI
DREMENER, MRXAY I REDVER. BF
TEARNIRE. BIIF8. KTmiEsrhERie#
HEKNMEHFRTHEERNERMEN B mE 2R,
KHIE A IR RBIK T MR ERAR DRI BT
TheexREL. BBEASE, EERRUEANNM,. (FEA
RHEMERIRNEAS 5 250 5) BERS /HHEER.
CEER. Cloltfy. FESZE. FPRFHRIIN
B PRIEERANARREMEEYIE R,

W SEE s

NTREAMIVERZ S, RURNEERES
7 (GB 31656.14-2022 B m&T 2 ERIF/E K~ amH
27T MIERERZABERNNE) o FmPAENERERA
ZERZFE - RERT EBES BTN IR IEERIIR
B, JREURERYE. Cip BFEEEITRL, BREGIE -
BEPIESONE, NIEEE. AXSEIRE, BY
TERF 27T EHERENCN G, RFERE. BE.
REL, PIKILNSIKF=amep 27 F s E= A8 N,

1.1 1428
LGSR 572 Nexera LC-40 X3 5 =E MR HIEN LCMS-8045 BXA A%, BAEKEN:
K42 0 SCL40 Boh#iEss . SIL40C X3
W & R . LC-40B o Y LCMS-8045
B #| . CTO-40S B T{EL © LabSolutions Ver. 5.114
ELBSY . DGU-405
1.2 D s
GUEESES
B & # : Shim-pack Scepter C18-120 (100 mmX.2.1 mm I.D, 1.9 um)
8E (b8 LRB[MBERLE, P/N: 227-31012-05
ooh A8 AAE-0.02% &K, BAE- BHEE
=+ = . 30°C
m ® : 0.3mL/min
FHEARR 0 5L
A 0 BEER, ¥FIBREN BAE S55%, BEIERILKR ]
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®1 BERRRER
Time Module Command Value
6.00 Pumps Pump B Conc. 85
6.10 Pumps Pump B Conc. 97
8.20 Pumps Pump B Conc. 97
8.21 Pumps Pump B Conc. 55
12.00 Controller Stop
g
B T R . ESI, EREFER DLE /& E : 200°C
BOBE @ 1.0kv MARESOREE @ 450°C
£ £ 5 ®&S3.0L/min B OB E : 350°C
T B = &S 10 L/min A #E KR A SRMEN(MRM)
m M = Z=5 10 L/min MRM & # . &2
fit # S ®|= (230 kPa)

&2 MRM&#

=¥ QlPre

No.  FRAX &R RA MR PAR4D DFR CAS No.

BF Bais(V)
236.1* 100 18.0 240

1 CoimlkE Dienestrol C,:H:0, 84-17-3 2663 265.1

2491 190 230 28.0

CIFHEED-D,

237.1* 180 28.0 250
2 CHEBE  Diethylstilbestrol CoHp0,  56-53-1 2684 267.1

251.1 150 250 270

1341* 180 140 13.0
3 CheiE Hexestrol C.H,0, 84162 2704 2691

1191 180 37.0 220

187D,

1451* 160 380 27.0

4 4L Estrone C,H,,0, 53-16-7 2704 269.1

1592 160 340 180
1832" 200 420 190
5 TR B-Estradiol C,H,0, 50282 2724 2712

1451 190 430 260

145.1*  20.0 43.0 250

6 =g Estriol M—EeC, C,H,0,  5027-1 2884 2872
1711 200 370 170
159.1* 190 380 29.0

7 R Ethinyl Estradiol C,,H,.0, 57636 2964 2952
1451 190 420 270
) : 1351* 270 -160 -25.0

g wmmgmg  ooovedol C.H,0, 50500 2765 3772
3-benzoate 1051 -140 -21.0 -180
l?A_acetoxyproges_ 1091* ‘140 ‘330 ‘190

9 17-0REZfR R#EZM-D, C,H,0, 302-23-8 3725 3732

terone 97.1  -250 -28.0 -18.0

e 109.1* -230 -260 -200
R e C H.O 64-857 3305 3312

10 21-aFFEZEH 2171303
rone 971 -120 -25.0 -18.0
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BEER R Hh 22 B

EIREZER

REZR

=p4

FRERIE

=6

=i

FhHOER

FREER

=)

3G |

EIERR

IRIEER

E a2

REREZER

SR HEE-D,
57D,
I —E-C,

Medroxyprogester-
one Acetate

Chlormadinone
Acetate

Megestrol Acetate

Levonorgestre

Medroxyprogester-
one

Nandrolone

Nandrolone phenyl-
propionate

Testosterone

Boldenone

Progesterone

Trenbolone

17-Methyltestoster-
one

Androstenedione

Methandrosteno-
lone

Norethindrone

Stanozolol

Testosterone propi-
onate

Diethylstilbestrol-d,
Estrone-d,

Estradiol-**C,

FR¥£Z2HR-D,

FREZER-D,

D,

FREEHE-D,

FREER-D,

FRERTHA-D,

FEEHD,

Cc,H.,0

24' 1344

C,,H,.Clo,

23" 29

C,H.0

24" 3274

C,H,.0

217 2872

22" '3273

C,H..0

18" 2672

C.H,0O

27" 3473

19" 2872

C,H.,.0

19° 2672

C,H,0

217 3072

C,H,,0

18" 2272

C,H,,0

20" 3072

C,H,.0

19° 2672

C,H,.0

200 2872

C,H..0

20" 26 72

C,,H,NO

217 32" 72

C,H,0

22" '3273

C,H,D.0,

18" '12

C.H,,D,0

18° 207272

BCC,H,,0

27160 2472

71-58-9

302-22-7

51154-23-5

197-63-7

520-85-4

434-22-0

62-90-8

58-22-0

846-48-0

57-83-0

10161-33-8

58-18-4

63-05-8

72-63-9

68-22-4

10418-03-8

57-85-2

91318-10-4
56588-58-0
82938-05-4

386.5

404.9

384.5

3125

344.5

274.4

406.6

288.4

286.4

314.5

2704

302.5

286.4

300.4

298.4

328.5

344.5

276.4
272.4
2744

387.3

405.2

385.3

313.2

345.3

275.2

407.2

289.2

287.2

315.2

271.2

303.2

287.2

301.2

299.2

329.3

3453

275.2
271.2
273.2

123.1*
327.3
309.3*
301.2
267.2"
224.2
109.1*
245.2
97.1*
123.1
257.2%
239.2
257.2%
105.2
97.2*
109.1
121.1*
135.2
109.1*
97.1
199.1*
253.2
109.1*
97.1
109.1*
97.1
149.2*
121.1
231.2%
109.1
121.1*
81.1
97.1%
109.1
259.4*
145.1*
147.1*

-14.0
-14.0
-15.0
-11.0
-14.0
-14.0
-11.0
-12.0
-13.0
-13.0
-20.0
-20.0
-15.0
-15.0
-21.0
-10.0
-10.0
-10.0
-12.0
-11.0
-19.0
-19.0
-12.0
-11.0
-20.0
-10.0
-12.0
-12.0
-20.0
-11.0
-12.0
-12.0
-13.0
-13.0
19.0
19.0
19.0

~

LCMSMS-794
-29.0 -21.0
-13.0 -22.0
-16.0 -21.0
-22.0 -20.0
-19.0 -18.0
-26.0 -23.0
-27.0 -18.0
-18.0 -27.0
-240 -17.0
-24.0 -22.0
-16.0 -17.0
-16.0  -25.0
-17.0  -17.0
-28.0 -19.0
-23.0 -180
-26.0 -19.0
-22.0 -21.0
-150 -13.0
-240 -21.0
-23.0 -17.0
-23.0 -20.0
-20.0 -17.0
-28.0 -20.0
-250 -17.0
-25.0 -19.0
240 -180
-150 -28.0
-26.0 -21.0
-19.0 -15.0
-28.0 -19.0
-39.0 -21.0
-50.0 -29.0
-23.0 -17.0
-30.0 -19.0
26.0 17.0
40.0 27.0
41.0 280
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8.1 M 8.2 ¥ RIEIN S BB 5%,
2.2 *ﬁ/ﬁ/ﬁ/&@ﬂ%]

MBI EEER (100 ug/mL) B8, BFREHRERAA (S TIHIER.

C W B |

31 BREZED, MedrogiifggeSter' C,H,D,0, 162462-69-3 347.5 3483 1262* -130 -27.0 -22.0
3
32 BZED,  Progesterone-d, C,H D0, 15775-74-3 3235 3243 1002* -120 -230 -180
33 FERIEZE-D, Levonorgestrel-d, C,H.D0, - 3185 3193 2512° -110 -180 -27.0
3 mmsmp, ettestoster C,H.DO, 96425035 3055 3062 1092° -110 27.0 -20.0
One‘d3 200 277372

EREEET

W IR A AR A R RS

2.1 HFmETAIE

2% (GB 31656.14-2022 BmT2ERINE KFm 27 MIEHERZBE0NTE KRIEBE - BEXFUIEE)

HEER. BEEhE.

W, WIS TER. FHER. S=EE. EME. RESEN. XRERER. REREH. 2. 2la- BEZR. 17a- 2
L. REZE. FEER AR ER. EEER M P ERAIEEER R 222 E0) "REN L ug/mL; B4 (ShelfBy. #E—E2.
FEREZRE. RIEER. KRR T ERNEROR) RERN 2 ug/mL; CA (ME=EMRIEE) RERN 4 ug/mLB

EEATEREIR,

EMEEAMEER (100 ug/mL) &8, BRERRESIREN 1 ug/mLBVEERIRE R,

B £R5
3.127 MR A RIEE

Bl 2 ng/mL UM EERREIERR (LLAARET, AIRKREN 30 ng/mL) , £V, 4

HEERR MRM &35 E, 1FE 1, BEETRY, BEtTi.

2 27 Mt

(x1,000,000)
1.50-
1.25-

1.00-

0.75-
0.50-
0.25-

0.00-+

e e e e e B N B e A L B e BB B s
25 3.0 3.5 4.0 4.5 5.0 5.5 6.0 6.5 7.0

7.5

8.0

B 1 2ng/ml 27 MIESEARRE MRM @ISE (LLA A3, AHRER 30 ng/mL)

3.2 BB IR

I

ROEZE DTSR B B oh# I 2s R A ANTILNEDIEE (Co-injection) , ¥Ry EohFHEFESA IR 5 ul &£
WIENT A RERRIENERBR, 2ERESFE5 UL WS RERSESK (2. 5. 10, 20. 50 #1 100
ug/L) , BEIRSEANRAMARR, HAREEE - RERRENE, P\]’fﬂiigo PURELE AiE AR, IEEFREL LA,

RHIRUERRAINE 2 s (BD)) o 27 MIMEBERRUE A R A PR

BRMNERIRK 3.

min

=[]
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Area Ratio

B
y = 0.02867630x + 0.06589574
R?=0.9984639 R =0.999231

Curve Fit: Default (Linear)
Weighting: Default (None)
2.0 -| Zero: Default (Not Forced)

25

Area Ratio

| #hitER
1y =0.07579292x + 0.07926422
6

| Curve Fit: Default (Linear)
_| Weighting: Default (None)
| Zero: Default (Not Forced)

o

25 50

Area Ratio
b o]
44 y = 0.04051625x + 0.06650003

7| Curve Fit: Default (Linear)
_| Weighting: Default (None)
| Zero: Default (Not Forced)

w

JR2=09991774 R =09995886

-4 R?=0.9996927 R =0.9998463

Area Ratio
| EiEZeE

8-y =0.04143197x - 0.08632408

JR?=09990572 R =09995285
-| Curve Fit: Default (Linear)

“| Weighting: Default (None)

| Zero: Default (Not Forced)

LCMSMS-794

— 0

——— T ——— T
75 0 25 50 75 100 0 50 100 150 200
Conc.Ratio (ug/L) Conc.Ratio (pg/L) Conc.Ratio (pg/L)
Area Ratio Area Ratio
btz 2.0 -] EERIEEE

1y = 0.02825226x + 0.02314197

1 curve Fit: Default (Linear)
] Weighting: Default (None)
-| Zero: Default (Not Forced)

0 25 50

2.5 R?=09998587 R =0.9999293

75 100 0 25 50
Conc.Ratio (ug/L)

B2

—————
75 100
Conc.Ratio (ug/L)

BB MR R 2

05

1 curve Fit: Default (Linear)
1.5 -| Weighting: Default (None)
-| Zero: Default (Not Forced)

-y =0.01977549x + 0.006808650
-|R2=09995172 R =0.9997586

&3 27T MERERERMALNR. EER

315

BAXEHR

HEE %

50 75

—
100

Conc.Ratio (ug/L)

T MIBR
(ng/mL)

EEIR
(ng/mL)

1 BEhi

2 HHIER

3 % B
4 B

5 HOEER

6 el

7 21-a REZR
8 E=id

9 EHIEZER
10 17-a EEZR
11 REZHR
12 FEZRRE
13 FE R FAHth 22
14 HER SIS E
15 BEER R #2220
16 Zoff

17 R
18 e
19 KHRRIER
20 KPR E2

Y = (0.0286763)X + (0.0658957)
Y = (0.0757929)X + (0.0792642)
Y = (0.0581034)X + (0.116352)

Y = (0.0134754)X + (0.0125211)
Y = (0.0116608)X + (0.0199124)
Y = (0.0757432)X + (0.215163)

Y = (0.0200874)X + (0.0676297)
Y = (0.0610936)X + (0.105638)

Y = (0.0414320)X + (-0.0863241)
Y = (0.0146499)X + (0.0261651)
Y = (0.0405162)X + (0.0665000)
Y = (0.0282523)X + (0.0231420)

Y = (0.0197755)X + (0.00680865)
Y = (0.0109172)X + (0.0108099)
Y = (0.0228917)X + (0.0140802)
Y = (0.0329618)X + (0.294889)

Y = (0.00787695)X + (0.0499746)

Y = (0.0124907)X + (0.00848029)

Y = (0.0718706)X + (-0.0108243)

Y = (0.00318960)X + (-0.00164131)

0.9992
0.9998
0.9992
0.9994
0.9987
0.9979
0.9992
0.9990
0.9995
0.9998
0.9996
0.9999
0.9998
0.9999
0.9999
0.9997
0.9991
0.9999
0.9998
0.9996

75.8~115.8
81.5~109.8
78.9~109.6
84.5~107.2
82.6~120.5
71.5~113.6
80.1~111.5
80.2~110.2
90.6~111.0
79.0~112.5
80.6~108.6
85.7~106.8
88.9~112.8
79.2~110.6
86.7~115.1
72.3~103.7
88.1~113.3
91.7~109.0
79.3~114.0
94.2~113.2

0.02
0.07
0.05
0.35
0.41
0.03
1.14
0.06
0.93
0.14
0.07
0.26
0.09
0.23
0.10
0.62
0.24
1.07
0.03
0.36

0.06
0.21
0.15
1.07
1.25
0.10
3.45
0.17
2.83
0.43
0.21
0.78
0.28
0.69
0.29
1.87
0.73
3.23
0.09
1.10
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21
22
23
24
25
26
27

io:
;411

IRUEES

o:

IR
C kR
Sl

Y:
Y

= (0.0130318)X + (-0.161255)
= (0.0246571)X + (0.0355047)
= (0.00987936)X + (0.0848164)
= (0.0162429)X + (0.0666055)
(0.0644922)X + (-0.0526971)
= (0.0299950)X + (-0.0629520)

Y =(0.112934)X + (0.211375)

0.9983
0.9998
0.9998
0.9997
0.9997
0.9998
0.9994

78.0~119.6
72.4~112.3
79.3~116.3
74.3~114.2
86.1~113.0
84.3~125.5
79.6~124.8

0.43
0.06
0.21
0.18
0.04
0.15
0.01

LCMSMS-794

1.30
0.19
0.65
0.53
0.12
0.47
0.02

33EEMLE
BY 2. 20 #1100 ug/L tmERBAR, &
R4 DT HMHEFRENENEEIRES 4L
RSD% (2 pg/L)

RT

HEF 6 R, ERNENEENE, NELERIE 4

Area

(n=6)

RSD% (20 ug/L)

RT

Area

RSD% (100 pg/L)

RT

Area

©O© oo ~N o U M~ W N =

NN RN NN NN kB B b b e e e
N4 o0 00 A W N B O © N4 o U~ W N B~ O

B
FHER
;3
=p4
JRVEER
eyl
21-a REZ

=6
FEIREZER
17-a £ EZH
FREZE
R
BRFR FR 22 R
FEER UMD Z2
BEER R 220

=i

EN[izE
KERIEN
KRR R
I =F2

ivifi
ye:di
B2
O HEED
(A4
el ED

=i

0.07
0.07
0.07
0.08
0.07
0.05
0.06
0.07
0.06
0.05
0.06
0.05
0.06
0.05
0.05
0.06
0.03
0.04
0.03
0.03
0.15
0.05
0.09
0.08
0.10
0.09
0.04

2.66
241
3.13
4.22
3.87
2.03
2.84
2.40
3.09
4.86
3.59
2.75
3.18
4.04
1.84
1.65
1.67
2.01
0.85
2.79
3.37
7.68
8.75
3.32
573
9.84
4.76

0.06
0.05
0.05
0.05
0.05
0.05
0.05
0.05
0.06
0.05
0.05
0.05
0.04
0.04
0.05
0.04
0.04
0.04
0.04
0.05
0.08
0.05
0.07
0.06
0.05
0.06
0.05

1.16
1.26
1.09
2.16
1.22
1.39
1.78
1.62
1.47
1.96
0.81
1.86
1.52
1.76
1.67
1.25
1.23
0.93
2.22
1.18
1.06
3.60
2.69
2.74
3.40
3.05
3.10

0.13
0.13
0.10
0.09
0.10
0.08
0.09
0.07
0.05
0.06
0.06
0.05
0.05
0.05
0.05
0.04
0.03
0.05
0.04
0.03
0.32
0.06
0.06
0.05
0.05
0.05
0.05

0.72
0.56
0.69
1.09
0.61
1.69
0.33
0.84
1.95
1.16
1.04
0.83
2.13
1.11
1.52
1.00
1.00
1.76
0.95
1.29
1.85
1.37
111
2.05
2.47
221
1.89
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3.4 JOtREIHE =

WTEEBA5 g, MNERLIER, EIMARREN 250 ug/kg (LLABEKEDIT) , HFomEREENE,
28R 1.2 RIS E SRR BV INAR R R , SSERF s TR R B B s i s VR R E AT IhRE,
IREXK : BREZ =15: 85 (v/v) AREBARSIERR, FITNE 3R BMETE 2 ug/kg BIMARKRE T, 85% X
LR EYEIERTE 60%~120% Zi8l, BEAMITEINERSER RABNIERELE 3 Pim. HEARPIA, %A%
REERD, HEHEL, FILURE 27 MIEEERRI RN,

ANERE AR an RO 45

30 95
o 25
= 20 18
§ 15
& 10 6
5
0
, ] -
2 nglkg 50 pg/kg

m80%~120% ™ 60%~80% 50%~60%

RNEPREINARFF RmRSDY%LE R

30 26
25
20
15

10 6

N L0

2 pglkg 50 png/kg

(a=x?/k3¢E

B<10% ®10%~15% 15%~20%

B3 MEREAIMAREI R AR IR AR ELS R

i

KIBESANE (GB 31656.14-2022 BB EERANE K=mAR 27 MHEREKRBE0NE KEEE - SR
EE) , BIUTHERSR=ERMMRREKBICNE &R EHERZBI %, 27 FHEHEAE 2 ng/L~100 pg/L
RETBERNEMRYF, BXRMrE0999 Bl b, 2. 20 100 ug/L = MRET, BEL/RFHERE, KEYIRY
RE BT ] A2 EFRAY RSD% 72 37 0.03%~0.32% #1 0.33%~9.85% i8], NBEHBERIf. MiTKREN 2 M
50 pg/kg BIEESR, 85% LA LMY EMIEINETE 60%~120% 2Bl EEEM RIF. ZHZREER, DTETEE,
LEREW, FIAT KT MR RERIL B S RERIL .

BENAT

BREWER(PE)ARRASE - 2P0

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

Email: sshzyan@shimadzu.com.cn Tel:86(21)34193996 http://www.shimadzu.com.cn





