X1 B -

B_
2.8ng/L (10pM)
B - B -
B_
B_
B_
B - B -
B_
B - 40% 60%
20pM 20pM B -
20pM 172 10pM
B - ELISA GC/MS LC/MS
LC/MS



GC/NS
HPLC
d4-p -
BDMS 1004 1

57(C(CH3)3)] B -

ELISA GC/NMS
ELISA 10 500pg/ml B -

85 90% 100%+ 5%
TLC
B - t-

p 1l GC GC
MS

d B - m/z 447(d4)[M*-

m/z 443[M*-57(C(CH3)3)]

XI1-2



1-BDMS N-

TLC

B -
99.99%

ELISA

50ml

50

-N- -
GF/C
0oDS Cc18
0.25mm
C18)
B_
(2,4,16,16-d4 )
L
4

2,000g , 20

XI-3



(a)ELISA

L GF/C
SS( pH 5.0
9:1,v/v 10ml SS
10 ml 20 ml
5 ml, 5 ml
5:1,v/v ml
40
(b)GC/MS
L GF/C
SS( pH 5.0
9:1,v/v 10ml SS
2,4,16,16-d4- )5ng
10 ml 20 ml
5 ml, 5 ml 5:1,v/v 5l
40
(a)ELISA
10 g 50 ml 40 ml pH5.0 M
9:1,v/v 30 2000rpm, 20
ml
20ml
40 10 ml 5 10 ml
200 ml 10ml
20ml
5ml, 5 ml
5:1,v/v 5 nl

Xl1-4



40

2,4,16,16-d4-

(b)GC/MS

10 50ml

)5ng ,40ml pH5.0
30 2000rpm, 20

5
20ml
40 10 ml 5 10 ml
200 ml 10 ml
5ml, 5 ml
(5:1,v/v 5nml
40
M ml
40
ELISA
0.1ml M
ELISA

GC/MS

TLC
0.2ml TLC F254
2:1,v/v RF 0.50 0.62

0.65

XI-5

9:1,v/v

ml

9:1, v/v

40

80

Rf0.50

40 ml

20 ml

20



HPLC

20%
36% 20
10 pmol
0DS

40

tBDMS)
50
~N-tert
80

60 40

1:1,v/v 0.2ml

Sephadex-LH20

20mm ml
2.5ml / (1:1)

100p |

d4  10mg

p g/ml

,10ng/ml

ELISA

0DS 0ODS, 2.1mm x 150mm)
280nm
10
(5:1,v/v) 5 ml
100p 1 , N-
(MTBSTFA) 50 p 1
1:1,v/v
5mm, 145mm)
(1:1) tBDMS
H
100ml 100
ml 100ml
1y g/ml 100

XI1-6



ELISA

50u 1 2
2 3 2 3 x 2 6
20
GC/MS
0.25 mm, 15m)
0.25p m) 150 210
20 210 300 10
300 8
250
3.0
[2.4,16,16-d4]-B 5 ng)
70 eV
B m/z 443{ W-57[C(CH3)3] }
d4-p m/z 447{ W-57[C(CH3)3] }
B - 10 mg 100ml 100
g g/ml ml 100 p g/ml)
ml 100 10 ng/ml)
0.1ml, 0.2m1,0.4ml, 0.8ml, 1.6ml
0.5ml (5ng 40
100u V]
B - m/z 443) d4--p - (m/z 447)
[3 -
M m/z

XI1-7



447) B - (n/z 443) B -

d4-p - 87% 94% SD £ 4.4%

70%

N- -N-t- MTBSTFA 5%

GF/C

C18

HPTLCF254 10 cmx 20 cm

97%

NEOGEN Diagnostic System Laboratory, Inc..

GF/C SS

Shore, L. S., Gurevitz, M., and Shemesh. Estrogen as an Environmental Pollutant,

Environ. Contam. Toxicol. 51, 361-366(1993)

XI1-8



GF/C GC/MS
1
| | | M (pH5.0) pH 5.0
SS 10 ml M (pH5.0)(9:1,v/Vv)
C18
5 5 ml
5:1 5 ml
40
M 1 ml
80 20
40
|
TLC HPLC 0.1 ml
M
40
tBDMS
(1:1) 0.2 ml
) 100p 1 V|

XI1-9



(GC/NS

40ml M (pH5.0)(9:1,v/Vv)

2000 rpm, 20

]

40ml 5

20ml

200 ml

5 10 ml

C18

XI1-10

30



