& R B R R JE AT
CITFNAFNARZA ha— )L

Diethylstilbestrol
R&#% : DES

IUPAC 44 : 4-[4-(4-hydroxyphenyl)hex-3-en-3-yl]phenol

[t 598 DiEE]
CAS %7 : 56-53-1
57120 CigH00,
(B b2RITEIR]
I E Bl (C) IKTESEFE (mg/L)25°C log Py,
268.36 170.5 12 5.07

SRC PhysProp Database {2 £ %

[EH. Hiz%]
mlEE®R - TR (FH.TD.53 ) 13 mg/kg
E/NEY b (#80.TDLo. 12 #) 144 mg/kg
: 7w b (EFERNTEEST . LDs ) 34 mg/kg
: AN (FEH.TD1,.50 1) 0.26 mg/kg
M DA RMER T (DO TITRERT LA & LT S Tuiz)

RN BACFE L RIER Y AT DK DT —H =2

§ 1 oMTiE
(1) DHEOBRE
ARREL2 L& 6 mol/L Ha FIUY pH 2.5 Lo L C ARSI 217 5 . AR
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AR ) —)L5 mL CIEHT 5. GC/SAX/PSA T — U v PZFHWT T ) —0 T v
T EBEWREAIT T 0.25 mL ICEHE L TREEUKAZ N2 T 0.5 mLERE L.100
uL % LC/MS/MS (27 A L, ESI-Negative-SRM CTHIET 5.

(2) ARK-ZHFE
[FR3K]
DES : i 98+%. HPLC . Fhlisk T 34t
DES-dg (CDN isotopes f1:#) : #iE 98.7%. B H (b5t Hil
A% ) —)v (LC/MS ) : BHbapt
Ty (FREEEA) - RLSE T E Y
2 mmol/L WEfiE T o & =7 AAUR - 1 mol/L e T v = AR (FGflisk
T AR ZRERUK T 1/500 I2A RT3 5,
6 mol/L iz : Rl T 368l
[z E]
InertSep CH 500 mg : ¥—=/L¥ A = X4l
InertSep GC/SAX/PSA %5 500 mg : ¥— T /LA = 4
GL-SPE i/ (6mL) : ¥ —= /LYo = o 2 ftil
ART T A fERE Y B—h—, BEAMZRERE (10, 20mL)
s Aimgs - ML, T ARHEARK (GS-25): 7 KA T v 7
oLty b L—&— : Waters fH5 2230k X (1 AEE

(3) ik

[FAUBDTREUKL OMRTF]
BRiEE MbLFEERREFEHEEROFIIE] CER 2143 ) 12/,

[FB O RTALER K OBRERIKR D]

KB 2LICT Aav e v iE2g &hu s — K& L TDES-dg % (1 pg/mL)
Z5ul ImINtE, L CAET 5. A ED SS 1T A X/ —/L 5mL C 2 A3
WIAA (TE 1) AR EGE TREBRIR & 95, ABRIKIE 6 mol/L HEl2 T pH 2.5
WS D, avTova=v7 LiznertSepCH 71— FVU v (E2) IZ&K
BRifk % 20 mL/min DR JE Ti@KT 5, AiEAKDOZZRITE K 20 mL THEVVIAA
7R B — Yy D@ B — R Y o I E DITKRK 20 mL THE
> TI15 5B BIBAKT D, RN TIOmLRBRE 228 L TSmLDAZ ) —
VT T 5, BHIRIZZ V—2 T v 70k, avs4va=r7 Lk
InertSep GC/SAX/PSA 71—~ U » U2 (7£3). 1 mL/min F2EE O @ HKHEE TH
fL (ZOBEHIKGZIRICZT 572020 mL BT HRBREL2Z8MET D).,
RWNT 12mL DA H ) — )V THEHT 5. IEHRIE 6 mL @ GL-SPE EHEE [ZIE
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. BLNZTA0COKIBZIEZ T EFBRE AT HEE T 0.25 mL £ CIEMET
%5 (JFE4) KEEKTOS mLICART v L-th, BEREEEIC 2 5 RRE
DT 721%.300 pL A > — MEE AINTZ 2mL NA T E UK L CRERTR &
T 5,

[Z25ABRIE DR
AR [F] C B R ROk 2 vy [RUBH O RITALEL K& OSBRI OFREL] DIRIZHE -
THEAEL G ook 2 22 BRii & 35,

[Z¥ER OFRR]
DES 10 mg % IEFEIZFEEL Y | A # /7 —)1 100 mL {Z¥Af# L C 100 mg/L DOFEYE
JFUR &3 2% AEHEFGR A A 2 — /L THABR LT 1.00 mg/L OFEHERR & ERIT 5,

[ B AR VEIR DR R ]

1.00 mg/L DARHAER 2 X & ) — /b kEIIK=1:1 TIARAI L T.0.0500 ng/mL
735 50.0 ng/mL OEEAER Z1ER 5,

DES-dg & [Al4£1Z LT 100 mg/L OY v 77— s NIEHERK & 55, a7 — k
PIEHER K 2 A % /) — /L CAIR LT 1.00 mg/L DY 1 47— b NEEYETG 2 /R
T 5. SR ERAEERS L ORBRIEKO Y v 7 — NNEEYEIRE L 10.0
ng/mL (272 % X 5N %,

[HIE]
(LC %&f4)
LC : Waters f:# Alliance2695
715 2 : XBridge ™ Shield RP18 3.5 um 2.1X 100 mm
BEH : A:2mmol/L BT =0 LKEK B: A ¥/ —)L
0~ 5S5min A :70—20 B :30—80 linear gradient
5~20min A : 20 B : 80
20~22min A : 20—70 B : 80—30 linear gradient
22~30min A : 70 B: 30
& : 0.2 mL/min
717 MR - 40°C, FEAE:100 uL

(MS Sef4)
MS : Micromass Quattro micro API
Cone : 40 V, Collision Energy: 30 eV
Capillary : 3kV,  Source Temp : 120°C.  Desolvation Temp : 350°C
Desolvation Gas : 700 L/hr, ConeGas : 50 L/hr

A A {bik : ESI-Negative-SRM
T=H—A A : DES 267.45—237.41 . DES-dg 275.43—245.47
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(B EAR)
KB # YRR 100 pL &2 LC/MS/MS ICTEAT 5, 15 S N - BEHEYE O v —

JEREE e s — NNEERE O Y — 7 IO LK ORE LR O RER A
B9 %,

(&)
FRERIK 100 uL 2 LC/MS/MS IZIEA L 56N E & e 7 — FINEE
EMEOE— 7 mERN D, MEMREEZICL T, IEWERE (XIE)
2RO D, MHEWERE CUTE) 3RV ERT S,
Cs= Css X (As/Ass-b)/a
Cs: ABIORRERE (IE)
Css:hm 77— NNEEHEDRE (UIF)
Ag: REO B — 7 HifE
Ass: u b — MNEEHED B — 7 Hifd
a: FMEARO— R EIFROM &
b: fREM O —KEFXD y YA

(BEDEH)
AKEREFFORE C (ng/L)ITRAUZ L W B HEHT 5,
C=RXQ/V

R: BREMNOROTSEMEIRE CUTE) ZWNIEEMERE (X
I38) THI-72kb
Q: AEHZIHWMLENERED & (ng) EIHRIMNT 2 NERE D R E
(ng/mL) X #hi94~ 2 NIEHED X (L)
V: #EbKOE (L)
AOMEZ -T2 56, LT OREZ W5,
Q=10.0 (ng)
V=2(L)
B1H, C=RX5(ng/L)yTH 5,

CEERRHE TR (1IDL)]
KO- LC/MS/MS @ IDL 2 FRICRT, (71 5)

#1 IDL OB HHE R

WE A IDL PUBHE R R 2 IDL BURHA R E
(ng/mL) (L) (mL) (ng/L)
DES 0.0065 2 0.5 0.0016
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(HIEHFEOBRHE TR (MDL)EOEE TR (MQL) )
AMNEHHEIZEITH MDL X O'MQL % F#RIZRT, (JE6)

#2 MDL M O MQL DOF H#E F

WyE 4 AR e A& B MDL MQL
(L) (mL) (ng/L) (ng/L)
DES 2 0.5 0.0050 0.013
& fE

(E1) REKEGIEZ B WGl Z kD TD A X /) —/v 5 mL & AHifadgsril
MAT AL —=)Vi3AHEEO T b B N5 D &R 121212
ClIERAR

(1% 2) InertSep CH 71— b+ U » (T A % 7 —/L 10mL, K 10mL Tz 7
vamr 7T, 2O ER S OREN A Z 7 — VPR IR
Th, ZHUIAL /=L EWETHEMRTE S, vy MoLoTIEA
57—z 10 mL ULEEH L THIRERA L O 558035 2 O THER
T5.

(£ 3) InertSep GC/SAX/PSA 77— KU v I A ¥ 7 —/L 10mL T L THW
Lo 7 V=27 v THOERIZIEA A 2R HEHE S A>T\ DO Tl
AT 1 mL/min 2 Ch o> < VT,

(E4) FE9 5 & EIRERAME T2 O THE S 720,
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(# 5) IDL 1%, bWEmEEEREEmO Tolx ) (k21 4£3 A) 126
ST, XIDEBVEH Lz, BIERFONRERN 7o~ 7T 0%2K 1

W,

*3 IDL DX H 5 R

WEL U TFNAF A A=Y
ABHE (L) 2.0
HA&R R (mL) 0.5
HEANERE (ng/mL) 0.05
LEEEAE (ul) 100.0
R 1 (ng/mL) 0.0529
FER 2 (ng/mL) 0.0555
FEE 3 (ng/mL) 0.0511
FEH 4 (ng/mL) 0.0541
R 5 (ng/mL) 0.0547
FER 6 (ng/mL) 0.0540
A7 (ng/mL) 0.0562
FEH 8 (ng/mL) 0.0521
SFEE 0.05382
TR HE(R 7 0.0017
IDL (ng/mL) ™ 0.0065
IDL SUEHEHAE (ng/L) 0.0016
SN kb 10.6
CV% 3.18

*IDL =t (n-1, 0.05) x FEUE(F x 2

11.1 2ET7 A5 = 237 .41

3
1005 _ - S 2487

]
=

D T T T T I T T T T I T T T T I T T T T I T T T T I T T T T I
.00 10.00 15.00 20.00
MRM of 4 Channels ES-
11.06 27553 > 24547
100 o 6.92e4
' VI F L AF LA b 1 —b-dg 10 ng/ml
'\a.\_\':_: -
17— Time
5.00 10.00 15.00 20.00

X1 IDLEHEEOZ v~ 7T A
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(1 6) MDL 2 UMQL 1%, MessW/EREFEEHETEO F51 X Pk 21 4
3H) I~ T, RA4DLERBVEH L, HEROREN7 o~ N7
7 L&X 2 1R T,

# 4 MDL KO MQL D% HifE R

Wy 4 CITFILAFANRZ ha—)L
Bkt SCIMIVIN
AEHE (L) 2.0
TEAERINE (ng) 0.1
PUBHRLEIRE (ng/L) 0.05
IeA& iR (mL) 0.5
HEANEIRE (ng/mL) 0.2
HEEE AR (L) 100.0
WE7 7V FE) (ng/L) ND
WRINTE (ng/L) ND
R 1 (ngl) 0.0497
KR 2 (ng/L) 0.0526
FEHR 3 (ng/L) 0.0508
KR4 (ng/L) 0.0509
R S5 (ng/l) 0.0489
FE6 (ngl) 0.0495
KR 7 (ng/L) 0.0485
FEFR 8 (ng/l) 0.0494
FHIE (ng/L) 0.05009
EHEMRZE (ng/L) 0.0013
MDL (ng/L) 0.0050
MQL (ng/L) 0.0133
SIN . 12.0
CV% 2.65

1 BET T 7Y BB B Y 7 AD BB REE Tl
[FAR DBAEEITORIE L7 ED Y

*2 MRS © MDL S H FRURHIAEHE 2 0 L Cuh e v ke
TEHENDREDVEIE

*3  MDL =t (n-1, 0.05) X 6,1 X 2

*4  MQL = 6, 10

*5  Hn — MAER ) 47.6%. CV% 6.3%
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VEFNAFANARB—/V R of 4 Channels ES-
12 58 26745 = 237 .41
1004 \U 21

w%&auea

2
|:| T T T T I T T T T I T T T T I T T T T I T T T T I T T T T I
S.00 10.00 15.00 20.00
. MREM of 4 Channels ES-
11.13 2Taa83 = 24547
1004 58164
] TIZFNVAFILARA 2 —/b-dg 10 ng/ml
R - «
I+ Time
2.00 10.00 15.00 20.00

2 MDL Bk D7 v~ 7T L
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82

[5#TiE]
(Z7r—F%—}]

a

SHEOD 7 a0 —F v — M &KX 3 1R 7,

KRR At AU pH 7 HY
2L T pH2.5
Thave' ViR 2 g 6 mol/L HCI
D=/ 797° 2N ATEIN
(V" 2FVAFIA" Abr=h-dg 5 ng) .
A e
)= 5 ml X2 =]
L 85 FH 1 H VeV K7 fk e IN=rTy7"
InertSep CH ¥k 20 mL W5 | A A )= GC/SAX/PSA
20 mL/min 15 min Sml 1 mL/min
KK 20 mL
TRV AT
L R Mg TEAY B LC/MS/MS-SRM
Wi-v 12mL ERRESMHT 400C RERUK B 2 min ESI-Negative
025mL £°C 0.5mL £°C
3 HSHEO 7 r—F ¢ — |
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Cis=viy
MEMEH 4270~ 7T L5 K517, £72R S ITHRERMMERHT —
R I

HRE#(0.05ng/L~1ng/L) R E#(0.05ng/L~50ng/L)
012 - 6 -
y = 1.0435x + 0.0011 y = 1.0843x - 0.0003
0.1 R? = 0.9993 5 | R? = 0.9997

0.04

0.02

0 002 0.04 0.06 0.08 0.1 o 1 9 3 4 5
0) 0.2) 0.4) (0.6) (0.8) (1) (ng/mL) 0) (10) (20) (30) (40) (50) (ng/mL)
R REL

4 FeEARr RN ORISR EAE R, PR TEY B R 13 10 ng/L)

£S5 HRERERAT 4

EEVESURHEE (Cy) B SR b
(ng/mL) THEDE (As) WAEYEME (Ag) (Ad/(Ass)
mlz =267.24 m/z =275.43

0.05 56 10455 0.0054
0.1 130 11275 0.0115
0.2 242 10867 0.0223
0.5 605 11003 0.0550

1 1201 11501 0.1044

2 2370 10996 0.2155
5 6058 11114 0.5451
10 11319 10999 1.0291
20 24045 10281 2.3388
50 54443 9971 5.4601
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MEM Of 4 Channels ES-

1004 1.7 VIEF NN AFIRA hr—/)L 5ng/mL
22 ] '
|:| T T T T I T T T T I T T T T I T T T T I T T T T I T T T |_\_.|
5.00 10.00 12.00 20.00
MEM of 4 Channels BEs-
11.13 27593 = 24547
100, e
| VIZFNVAF AN m—)b-ds 10 ng/mL
22 Vg
77 Time
5.00 10.00 15.00 20.00

X5 HEEWEDs v~ T T A

(EEME D~ A RT k)
FEWEMVE D~ A AT MVEIK 6 1TRT,

100 267 24
5= 4
266 59267 .86

] 2267 ™

oLioesn 13284 1820 "5 oggeatte Rl S92 26g.29

RN RN RN NN NN NN R N NN N N NN NN LR "rl'l'ﬂ'rﬁ'l'l'rﬁ'ﬁ'l
100~ 23716

28157

l105.40 13107 4325 qan4n 20886

10 1200 1400 1e0 180 200 220 240 260

26874
e

280

X6 DESDOF L A—H—AA L mz261 D7

N F D~ ARART FjL
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BET T 7D u~ 7T 4]
BWET T oD ra~ NI T AEKTIRT,

VEFNAFAASA B MR of 4 Channels ES-
ZETAS = 237 A

=
T
500 10.00 15.00 20.00
MRR of 4 Channels ES-
10.96 275.53 » 245 47T
100+ 3 52e4
] VIZFINAF VR b a—/b-ds 10 ng/mL
2 X
T Time
5 00 10.00 15.00 20.00
X7 BET T 7D ra~ 7T A
(FINENNERER)

FEROK K (ERID ik (T EH) ~OEEM B TRINBIE R 2 3%
6 (T, K, HEAKOEMENGERBE O 7 v~ 7 F LAz 8 "7,

F o RUK, IR GERND (EK (Gad B ~OREEY E Bsnml R R

R angE WEREE BHRE BIR e s — b RERE

A © (ng) gl) () FEWLECH (%)
ik 2 ﬁﬁm § gi 98 ZE

Al 2 ﬁim ? gg 104 jﬁ 4.0
K . ﬁ%ﬁiﬁu i 6@5; 106 jZ; 2.9
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MEM of 4 Channels Es-
1004 11.00 26745 = 23741

PITFALAFARZ ha— )L 4.84e3
X

Tt rrt1rrrrrJrrrrrr 1
.00 10.00 15.00 20.00
MREM of 4 Channels ES-
10.93 2Ta A3 = 24547
1004 2 Jfed
] SEF L AFLARA R E—/b-dg 10 ng/mL
52 X
] 9.83
|:| T T T T I T T T T I T T T T I T T T T I T T T T I T T T T I TimE
2.00 10.00 15.00 20.00
GAT)17K)
bMER Of 4 Channels ES-
11 19 ZET 45 = 237 41

1007 107917 s agexpa—y G683

unknown »

. ] \
T
5.00 10.00 15.00 20.00

MEN of 4 Channels ES-

11.15 278 85 = 24547

1004 2 404
VZFINVAF R A k1 —/b-dg 10 ng/mL

# 7 s
|:|- .
2.00 10.00 15.00 20.00

(HEK)

X 8 {AJIK, #EKDOEIMEIGEGEREE D7 v~ ~ 77 A
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ﬁj\

(SRMER 7 ) — = JHER)
figth A 7 ) —= o FRBOE R A2 R 7177,

#F7 OfRMER 7 U —= 1 ZRER O FR

RTH1 1RF 1 #% DFRATFR TH %R DEAFE (%)
(ng/mL) (%) i T W ET
2 96.2 95.9
2 98.4 95.8 61.2
2 93.4 75.7

(RFEPERRER)
RAFERBROER 2R 8 (T T, B, 7 A/ VBBIRIIEUELIAN O IRAT
PEERBRIE D pH FEEIIAT > TRV,

K8 PRAMERABR DAE R

Stk 4, KR AR (%)
(ng/mL) 7 HH 14 HH 17 H
SopF (TAave VERRIN) 0.2 88
oK v 0.2 90
R 0.4 95
B (TRave” VERERIN) 0.2 85
TN B 0.2 85
FHLFh H R 0.4 98
T MDL @ 10 f% 0.2 100
T B Ao e T 50 96
(FEAK D pH)

FERUK 1L 2%/ T pH 2, 2.5, 3 IZFHf%. DES % 50 ng /N2 T, [EMHH %2
Tolz, TOREE, [EUTRIT 85%FRE TIF L A LT N-7275, pH OFRELA

RSO TpH2S5 THIHT A2 L & L,

([ DFER]

@ Oasis HLB-Plus (Waters f1:%4) | ©@Sep-Pak-Plus PS-2 (Waters f1:#) |

(®Aqusis-PLS-3-Jr 230 mg (GL Sciences %) . @Autoprep EDS-1 250 mg (H&
7B T4:5) . GlnertSep CH 500mg (GL Sciences £-H) . ®InertSep mini RP-1
230 mg (GL Sciences f1:#%) . (DEmpore disk SDB-RPS 47 mm (3M f1:fY)

K 1L IZ DES % 50 ng L, LEEOREFEZHWTHE L, O, O,
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@, DIZONTIEAL /=5 mL THEHE LT, £020 pL Z# LC/MS ~EAL
T2 FURAZBEELTZE 25 63.8%~73.2%T. ONET B> 20N KEILZ )
>72, ®, ®IESmL DA% 7 —WIEHKRZ GC/SAX/PSA ZHWTZ U —2 7 v
T, 025 mL FTCEFRZREATT THREM L., FREIK 0.25 mL 20012 TR &
L7, Z® 100 uL % LC/MS ~EA L TEIEZ KDL ZAH 62% L 55.8%ThH
STy DIZHOWTITREIEL IL & 2L THIHZITV., BoEERG®. © & Rk
AT T2 R, 1L—62.6%., 2L—56.1%Tdh - 7=, OITimAEE NS F )5 <
RV ES A T ORRBN KD, RMEREZMNET DL WTNOEMES EIE
ICRZET RS, OGS R BKkdbo~ N v 7 2&2 k5 72T 3EHKIC
FHIAEZRWEIIZTHHAT, & InertSep CH 500 mg Z3&R L7=, 72, 2L
OB 2 KT H7-OE T RN L H 7D T2 @M THIH L7228 1 Ho A
THOEIX 2o T2,

EEHED 7 )V —0 T v )

LC/MS ZHTIZHREWTIFREIF O~ N v 7 R X DA A ALMfR B 2 5,
EHOWIK»BHE SN D e~ N w7 AL LTIEEA 4 (LAS). FEA A
VR mEIEMEA] (NPnEO) K ONE D43 fiEY) (NPnEC), 7 B R 7 4 VENRZE Z B
5o ZIUBIEK 9 IR T X O ICKREWE ORFFRER (11 43) i LC 7 A
MOEEHT 5, BBEAKFIRE & LT3 10 ng/mL & 1 ng/mL & KIRE TH 503,
RIERWE IR A EREE RO CREHEZ S iEET A NERH S, &
ST M) w7 AEDR0EREICRD, £ mn 7 0 VEOZE D5 T
BRI I/ D, T2 CRENED 7 )V —2 T » 7 D=8 GC/SAX/PSA [EAH
EHW, TORER, BA A, FEA A FEIEEA D EIT 90%LL ERRE S
. AaFRbLREINTL, £ZTERO, @, @, @OEHKO 7 V—r7T v
BERIT o728 25 10%FEE DEIRO A BN R SN7-0 TREEZELD A
R DY 9127 V—27 v TEIEZROWIIKY DEA A, FEA A
REEMER O3 R e Y DES-dg D7 v~ ~ 7 F LERT, A 4 v g Al
IEDES DU T va XA LMPTICETITHT 20, A A2 FLEisrER o5y
FREPITITE & A EFRESN TN S,
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1260 mpg_pas S99 =184
100 13-LA 4 f3e3
12.86
= -
D I D
10.00 20.00
11 82 328 =184
100 Cl2-LAS 9 BRE3
&=
D I R D R |
10.00 20.00
1122 311 = 1584
100 CLI-LAS 1.06ed
OHE‘ JL
D | R L L
10.00 20.00
10.70 297 = 1584
100 C10-LAS 1.0084
&=
D I R D R |
10.00 20.00
Xl 9

11.08 27553 = 24547
100 PES-d8 2 Bde5
=
EI LI DL L DL R LB L L DL
10.00 20.00
11.02 . prsEC 483852194
1ad ik ' 2 50e3
=2
EI LI DL L DL R LB L L DL
10.00 20.00
1085 MPEC 5654 > 2194
1ad 2 98e3
=2
a L N LA N
10.00 20.00
10.76 NF2EC 5214 = 21953
oo M 3.54e3
=2
a L N LA N
10.00 20.00

DT FEER DT KREIOIE A 42 (LAS). FE1 A o BB

KD 43R (NPnEC) & DES-ds D2 i~ k27" A
(/£f8] : LAS. #H] : NPnEC. DES-dy)
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(LC H 5 L DIEIR]

DES I cis 1A trans A D BMAKZFF OO THEE D Cis V7 LA TIE 2 KO —7
IBEES D, BHOE =213/ S WO TREHEE MRV & B — 7 Bik S
SIRVFENREERD, T TREZBESEZEDICHLE =72 1| RTHEESN
TL % ShieldRPig # 7 L &fEHTHZ & & LTz,

1011 pes-gg 275.83 > 24547

10ppb 2 40ed
11.08
4

oo 2000

10ppb

1113 275 53 = 245 47 100
1 DD} DES-d8 5 Tded :1

" iooo 2000
BES  2RT 45 = 237 41

10111108
1115 pes 26745 = 23741 100 1.Ud 0. 2pp8
100 | 0. 2pph . 3 5323 AN 2.80es
= — ' ®
T Time 0t T Time

10.00 20.00 " iooo 0 2000
10 2580 T B2 K B4 BEDE W
M) : RP-18, A1l - C18 (C18 TIXEMERM/7EET 5)

(FRUBHEMERE K U LC/IMS ~DIEABEDEMT &L 5 [BIE~DFEE]

FEBRLK L ONAJIK 2 L {2 DES % 50 ng s LCIX 11 7 v —F v — K THOMT
L7c, iR a3 9 (EBITRRUK, FEITIIIIKDOFER) (-7, FRKD
SE T EFEE R P ORBIED) 25 B 0.5 mL 3B L CTodT L7zfER, [BIR
FIX107% TRFTE -7, S HITFEY O 4.5 mL % GC/SAX/PSA [EFH 5 Z
LERAWT, 7V —07 v 7EELIZERBRKR (KNP oRBRKO, @, @) 1XiRH
RICBEHDL LT R IITTT LI ITHEAEP)NIA L b RET -7 . L Lk
BRIG@D DOFERD X5 IZIHEANED 2250 pg LN 5 KT L=, K OSE I
7V =27 v TEAER ORBRIE 2 PR L CONr Uiz, BERIXFEER O 7225k
BUK & ol 2 L AREDOEAR (pg) Tb 30% FEDOEIGEOIE Fid -7,
<~ M) w7 ADEENEZ HND, £1- DES ITIKBEOMHEEZRO LN DT,
LC/MS ~DFEAEIX 100 uL & REEZET 5, (o> TREHRBRIERIIBEE O
MEIZIES T W e BE— 7 IR ELS 70 s, £ 2 CREHRIZRIED K Z N Z 72
Bt BRBRRO) &A% =12 FEBiR®) ons Ltk d 5L, AR
250 pg. 500 pg FTIIAKRZMZADZ EI12X0 20% LLEDIK FRA LN, KE
Mz 5 Z L2 L% DES ORIEIEYE ~DWAESCTAFRE DR TR EL TS &
EZ 65, LHL 1000 pg TIXFEIFLE & o7,
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[ AH - 5mL = M=y | %
Ve i 5mL (KR L C)
| 70 4. 5mL GC/SAX/PSA
0. 5mL%y BX CiERLK IR L ) A )=
CRBLK Iz % L) 12mL
l
LC/MS/MS
O
ERR X T
*— PEATEBmL — 5% 1 4ml | = | 2 ER X AL ]| -
! 450, SmL
ImL4yER L T l
K ImLINz 5 0. 3mL43 HY
l l
LC/MS/MS LC/MS/MS
@, ® ®. ®

*k—> V0. bmLIZ
7K0. 5mLIN . %

1 D, @, @, @ITKHEIAKIZ,
LC/MS/MS ®. ®. DIXFNIAKICEIN LT85 DR ERIKE =
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Diethyilstilbestrol

An analytical method has been developed for the determination of diethylstilbestrol in
water sample by liquid chromatography tandem-mass spectrometory (LC/MS/MS).
Negative electrospray ionization (ESI-negative) is used to ionize diethylstilbestrol and
diethylstilbestrol-dg as an internal standard. The determination is performed by the
selected—reaction-monitoring (SRM) method using precursor/product ionsets of m/z:
267/237 for diethylstilbestrol and m/z :275/245 for diethylstilbestrol-ds.

A 2000 mL water sample is added with 2 g of ascorbic acid, and spiked with 5 ng of
Dicthylstilbestrol-dg as surrogate substance. The sample is filtrated by glass fiber filter
(GS25) and conditioned to pH2.5 with 6 mol/L HCL, and then this sample is passed
through a preconditioned solid phase extraction cartridge (InertSep CH) at a flow rate
20 mL/min. The cartridge is eluted with 5 mL of methanol, and then eluate is
cleaned-up by using GC/SAX/PSA cartridge to remove matrix. The GC/SAX/PSA
cartridge is eluated with 12 mL of methanol.

The cleaned-up eluate is evaporated to reduce the volume to approximately 0.25 mL in a
test tube on a heated water bath at 40°C using a gentle fiow nitrogen, and then made the
volume to 0.5 mL with water. The solution is used to determine diethylstilbestrol by
LC/MS/MS.

The method detection limit (MDL) and the method quantification limit (MQL) are
0.005 ng/L, 0.0133 ng/L, respectively. The average recoveries (n=5) from 0.5 ng of
diethylstilbestrol added water sample of river water and sea water were 103%,
104%.and the relative standard deviation were 4.0%, 2.9% respectively.

Using this method, the target compound in river water and sea water were not detected

Water Sample Filtration Filtrate pH adjustment
2L T pH25
ascorbicacid2 g 6 mol/L HCI
Clean-up spike
(diethylstilbestrol-dg 5 ng) Filter Elution
paper

methanol 5 ml X2

Solid-phase .
extraction Wash Dry Elution Cleaned-up

InertSep CH pure water 20 mL SII;Cti(?n methanol 5 ml GC/SAX/PSA
; min
.20 mL/min . 1 mL/min
Rinse bottle with 20mL

of pure water

_

Elution Concentration [ Makingup | Dissolution —] LC/MS/MS-SRM
Volume
methanol 12 mI, N2 purge 40 C pure water sonication 2 min  ESI -negative
t0 0.25 mL to 0.5mL
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