~J &h
||:1|| 1) /3=
SHIMADZU

Excellence in Science

LC-MS/MS NEF-437
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RBE. AXBITHERS2BEMREEE SR RERKANEF DR ESRZEENHE, 8 I
=7E 1 pg/L~200.0 ug/L RESTEANLMERY, HXARMrIYE 0999 Ll L, EB. H. R=NKRET, 7F
REEESBIANEEFRAY RSD% 7357 0.04%~0.16% A 1.13%~7.40% i8], (NBBEERI. MIFREN 1. 5

20 ug/kg AUHE M, BT 81.9~122.6% 28l ZHERBES, HiITHERE, 4

MR 2= B9 BB R o
KA ZEORATRABAN I =

EHERR — XU FEMAM. BEEYEERTE
BElEERR, BEXMEIYERIDH. BEDYERE
HABYRIN,. WERGRTE BRI ZER, MRS
MAFRFINE, EEMRREFNTIRE. TFX,
BAEBEREMFILA: HARELRYEHENAMKD]
RESBAIE. FE. £h. B, BMHEM—LEAR
BYEEAE. REARFEMENRIVAKFNEBAEE 250 SE
BREER C AR, AR, By N HE. ER
SINB oI R ERNA R REMEEYERH,
ZREIFIPHERE RN R M E) MBS EHRLE,

W SRR E
1.11%88

M, RIRTHhE

AT F A KA BRI K RETHR B YT R = E SR
BRI A 9 TR 2 e S B B 2R AR B D AT AN AR U B X -
NER

NTREAMPVERZE, RURNEERER
7 {GB 31658.9-2021 sp¥pMt B mm R R AR M BIR L
MZHRENE BBERE - BKEEZE) , sXZF
AT, BIALT FPTRMESERAERNRNITE, wiF
TRIABMAYLESREIE A JAIREL, BIAEERILFEL,
RIEEIE - BECFUEMONE, NIREEE.

ASLUO KA 572 Nexera LC-40 X3 5 =E IR FIE{X LCMS-8050 XA & 4t. BIAECEN:

AT HlEs: SCL-40

R IR . LC-40DX3 X2

HB%s: CTO-40C

FELBSAL: DGU-405
1.2 D&t

GUEESES

Boh#EiEss: SIL-40C X3
JBRE(Y: LCMS-8050
&% T {Fuh: LabSolutions Ver. 5.99

B3+t Shim-pack Velox SP-C18 (100 mm x 2.1 mml.D., 1.8 um)
B# (b8 RNB/MABERAE, P/N: 227-32001-03

RENHE: AR -7K, BAE- 2BE
= B 40°C

FE: 0.4 mL/min
AT 10 uL

PRI BRI, YIMEREDY B 48 20%, BYEEFILE L

SSL-CA22-071
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xR1 BEENER
Time Module Command Value
1.00 Pumps Pump B Conc. 20
7.00 Pumps Pump B Conc. 55
8.00 Pumps Pump B Conc. 55
8.10 Pumps Pump B Conc. 20
10.00 Controller Stop
FiE &4
BFIR: ESI, ABFRER DL B)RE: 250°C
BEOBE: -3.5kV MPERRE : 400°C
Z4R: @S 3.0L/min EIORE: 300°C
FES: &S 10 L/min PEE ZRAEN (MRM)
M= == 10 L/min MRM &% & 2
ht#ES: =S (230kPa)
*2 MRM &%
= A : N . e e . Q1 Pre Q3 Pre
RS a=xvE=X i EEL CASNo. RIAEF 8T Bais(V) CE(V) Bais(V)
N 145.1* 19.0 37.0 30.0
1 i = B2 Estriol 50-27-1 287.2
171.2 14.0 37.0 11.0
145.1* 19.0 42.0 27.0
2 17B- i —E2 17B-estradiol 50-28-2 271.2
183.1 13.0 40.0 17.0
N 145.1% 10.0 40.0 14.0
3 170- W w —B2 17a-estradiol 57-91-0 271.2
183.1 19.0 37.0 18.0
) 145.1* 19.0 41.0 14.0
4 pon:diEs Ethinyleatradiol ~ 57-63-6 295.2
159.1 13.0 43.0 12.0
) 145.1* 10.0 38.0 16.0
5 BERR Estrone 53-16-7 269.2
159.2 10.0 34.0 18.0
237.1* 10.0 28.0 16.0
6 IR IEED Diethylstibestrol ~ 6898-97-1  267.2
251.2 12.0 24.0 17.0
93.1* 13.0 27.0 13.0
7 [ o1l 415 Dienestrol 84-17-3 265.2
249.2 13.0 26.0 17.0
) 134.1* 10.0 15.0 13.0
8 [yl Hexestrol 84-16-2 269.2
119.1 10.0 40.0 23.0
9 IE=#2 -D3 Estriol-D3 / 290.2 173.2 20.0 38.0 11.0
10 17B3- E—E2 -D2  17B-estradiol-D2 / 273.2 147.1 19.0 41.0 16.0
11 IHER -D2 Estrone-D2 / 271.2 145.1 13.0 38.0 14.0
12 CIEERD -D8  Diethylstibestrol-D8 / 275.2 259.1 10.0 27.0 12.0
13 T HEED -D4 Hexestrol-D4 / 2732 136.1 13.0 16.0 26.0
CRAEEBT
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B A0 SR A R BV ES B B B sl A IR
I TVEB R BCH)

2% (GB 31658.9-2021 i)t B RN R FE P UM RLAY LR ENTE REEIE — REXRILE) FinE
ARG ARSI EEE R R TER,
KRR A RIS &

A 40% AR RENETEIRZEFEREBKE 1.0 2.0. 5.00 20. 50 #1200 ug/L BRFIHRET
AR, 5—ETEARSZNITRERN 5.0 ug/le
BT IE

2% (GB 31658.9-2021 i)t B RN R AP UM RLAY LR EONTE REEIE — REXFRILE) HFoma
IR T %,

HR5iTE
3.1 MEREAE A RIEE

ECHIRY 1 ng/mLBEERRKR, END, T2 8 MBERERZYIA MRM &IEE], F0E 1, BEIETRY,
BB T o

6.O(i)(10,000)

H\

S A K

- . _ - B B
— s e e e N A e e e e e N R — i —
3.0 4.0 5.0 6.0 7.0 8.0 min

1 1ng/mL 8 Ml EMEmRAR MRM BI5E
(1. ME=F2; 20 17B- #E"EF; 3. 17a- BETEZ; 4. MRUEEZ; 5. FF; 6. 2IAEERY; 7. SRR, 8. 2IxiEm)
32%MEXRAR
¥ 1.0¢ 2.0¢ 5.0 20, 50. 100 #0200 ug/L WHRFIEERETLIER (RARS5 pg/L) % 1.2 P& 43
TNE, RIFMEER. MURELL AELYR, BEMRLLOMNEER, SEREMLNE 2 Fir. MR ERLENK
KR, E2RMERIE 3,

Area Ratio Area Ratio Area Ratio

Bl = 17 —R 7oA
|y =0.1904601x + 02500122 1y =0.1413919x + 02725260 507y = 0.2547287x + 0.8271712

35-R?=0.9995367 R =0.9997683 25 R?=0.9993783 R =0.9996891 45 R?=0.9983817 R =0.9991905
Curve Fit: Default (Linear) Curve Fit: Default (Linear) 1 Curve Fit: Default (Linear)

30 -| Weighting: Default (None) Weighting: Default (None) 40 4| Weighting: Default (None)
-| Zero: Default (Not Forced) 20 | Zero: Default (Not Forced) 1| Zero: Default (Not Forced)

25 35
] 30
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] 25

15 20
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Z ] 5
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Area Ratio Area Ratio Area Ratio
KRUEES BL 40 -| SHEIER
e 0.02093593x + 0.07030848 y = 0.1666836x + 0.1929917 y =0.1972617x + 0.2704470
" 1R2=09984366 R =0.9992180 304 R?=0.9994364 R =0.9997182 35 R?=0.9990021 R =0.9995009
3.5 - Curve Fit: Default (Linear) Curve Fit: Default (Linear) Curve Fit: Default (Linear)
Weighting: Default (None) Weighting: Default (None) 30 Weighting: Default (None)
3.0 4 Zero: Default (Not Forced) 25| Zero: Default (Not Forced) Zero: Default (Not Forced)
25
25 20
20
204 151
157 137
10
104 109
05 5] 5]
w1 7 e
0 50 100 150 200 0 50 100 150 200 0 50 100 150 200
Conc.Ratio (ppb) Conc.Ratio (ppb) Conc.Ratio (ppb)
G =] ] Iz \
IR UEEZ 1R I EED
Area Ratio Area Ratio
SR 45 ] SlEm
250y = 0.1306527x - 0.1365317 1y = 02237017x + 009835328
R?=09990755 R =09995376 40 R?=09997384 R =0.9998692
2259 Cyrve Fit: Default (Linear) 1 Curve Fit: Default (Linear)
20,0 -] Weighting: Default (None) 35 | Weighting: Default (None)
" ] Zero: Default (Not Forced) 1 Zero: Default (Not Forced)
1759 304
150 25 ]
125 20
100 b
15
754 ]
10
5.0 1
25 57
s
0 50 100 150 200 0 50 100 150 200
Conc.Ratio (ppb) Conc.Ratio (ppb)

o % ik Fp C bl By
2 HERERRUERL

=3 SMUEMERUEMAMICNR, EER

o N R GiEPS ki PR EEMR

1 =z Y =(0.190460)X + (0.250012) 0.9998 0.10 0.33
2 17p3- HE—E2 Y =(0.141392)X + (0.272526) 0.9997 0.07 0.25
3 17a- HE—f2 Y =(0.254729)X + (0.827171) 0.9992 0.05 0.17
4 foNiidit] Y =(0.0209359)X + (0.0703085) 0.9992 0.09 0.31
5 il Y =(0.166684)X +(0.192992) 0.9997 0.02 0.07
6 O B ED Y =(0.197262)X + (0.270447) 0.9995 0.02 0.05
7 (A ] 1: 7 Y =(0.130653)X + (-0.136532) 0.9995 0.05 0.18
8 I HEED Y =(0.223702)X + (0.0983533) 0.9999 0.01 0.02

33 ETmE
%11 pg/Le 20 pg/L F1200 pg/L ANREFE TARESNE 6 R, ERNEBEEE, 287 FER
AR SR B A B S BRI AT AR Z 2 BI7E 0.04%-~0.16% F1 1.13%~7.40% 28, X SSHERE R 1T,
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X4 EHEREREBNEMNEEREEEER (n=6)
RSD% (1 ug/L) RSD% (20 ug/L)  RSD% (200 ug/L)

RS =7

RT Area RT Area RT Area
1 i 0.08 4.58 0.16 2.70 0.04 1.78
2 173- #E—F= 0.04 7.40 0.09 3.70 0.04 3.76
3 170- BEZf2 0.05 5.30 0.09 1.13 0.04 2.58
4 IR RS 0.04 5.90 0.09 2.12 0.04 1.89
5 SRR 0.05 532 0.08 2.99 0.04 2.86
6 B HEED 0.05 3.75 0.08 2.63 0.04 141
7 (i 0.05 5.49 0.08 1.50 0.04 1.78
8 [y idin) 0.04 6.88 0.08 2.17 0.04 2.42

3.4 Bl X

B=ASY5 g, MALEMHEIETER, EINRREN 1.5 20 ug/keg, FaERMS #ME, &R 1.2
FREY AT 5 A E BESUERBIIIAREIURER,, FATIIRE 3 /Ro 8 T RIZRAYEIURERTE 81.9~122.6% (8], BMAELER
mie 50

&5 BEHERBIWELER (n=3)
IARRE 1ug/kg  IIARRE 5pg/kg  IIARARE 20 pg/kg
EUWE% RSD% [EIRZE % RSD% [EWE % RSD%

RS ay

1 I =Fz 88.6 430 91.9 0.90 98.7 2.42
2 17B- W &2 99.0 721 110.8 1.72 103.8 1.69
3 170- i —E2 102.5 6.81 97.3 531 98.9 241
4 peiidid 98.2 7.01 103.7 7.31 96.2 331
5 ;33 97.4 3.63 100.9 1.86 91.5 1.05
6 O R 81.9 5.59 87.7 6.97 933 2.85
7 (A ] 147 122.6 2.77 110.6 8.50 104.6 3.25
8 [y i 93.4 2.28 92.7 452 89.9 171

L i

RIEEZRITE (GB 31658.9-2021 h)E B A B SR KA Z A BRINE RIBEIE - REXRIEE)
BT MR SR = ENRMRREBIONE S PRI ERZBN G £, FnIiERERIERN, ERE
BAEA L, =ZEPRA RGN LCMS-8045 #ATHN, NIMEAER. 8 MR 1 ug/L~200.0 pg/L KESEE
WL RYF, EXR rY7E 0.999 ML, MIARREN 1. 5 20 pg/kg B9 am, [BIWETE 81.9~122.6% Z (8l
BZHERBES, DEtEE, SREWH, TR THNRRRAERILN,

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





