@

[ 1
16
40 100 ml
100 ml
[ 1
2 mm 20 g 20 g
16 209
100 ml
[ 1
200 L
16
40
B 2
200 L
16
40
[ 1
500 ml
200¢g 5 500 ¢
2 mol/L 200 ml 12
1L 150 ml 100 ml 10
100 ml 2
2 W/V% 200 ml
2 %
100 ml 20 ¢
40 100 ml

- 16 -



300 ml
2
59 10
5 ml
29
300 ml
(5 9,1%
- 200 ml
10 ml
0.5¢
250 ml
40
10 ml
50 pul
13C
0.1 ng/ml 10 ng/ml
10 ng/ml

- 17

10 ml

20 ml
2 W/V% 50 ml
5 W/V% 10 ml
10 g
40 5 ml
40
200 ml
40 5 ml
) 150 ml 60 V/V%
300 ml
40 5 ml
0.5ml
5 V/V% - 100 ml
300 ml
5 ml
20 ul
100
13C



PBDDs PBDFs

Fused Silica DB-5HT [J&W Scientific]

30 m 0.25 mm 0.1 um
260
160 (1 min )- 10 /min - 300
MoBPCDDs MoBPCDFs
Fused Silica DB-5HT [J&W Scientific]
30 m 0.25 mm 0.1 um
260
160 (1 min )-> 5 /min - 300
Autospec ULTIMA [Micromass Ltd.]
300
El
10,000
TeBDF m/z 483.6955
[C,,] TeBDF m/z 495.7357
TeBDD m/z 499.6904
[*C,,]TeBDD m/z 511.7306
PeBDF m/z 561.6060
[°C,,]PeBDF m/z 573.6462
PeBDD m/z 577.6009
[3C,,]PeBDD m/z 589.6412
HxBDF m/z 639.5165
HxBDD m/z 655.5114
[C]HXBDD m/z 663.5295
MoB-TrCDF m/z 349.8491
MoB-TrCDD m/z 365.8440
MoB-TeCDF m/z 383.8092
MoB-TeCDD m/z 399.8041
[*3C,,]HXCDD m/z 401.8559
[*C,,]MoB-TeCDD m/z 411.8444
MoB-PeCDF m/z 417.7702
MoB-PeCDD m/z 433.7651
MoB-HxCDF m/z 451.7312
MoB-HxCDD m/z 467.7262
MoB-HpCDF m/z 487.6893
MoB-HpCDD m/z 503.6851
1,2,3,4,7,8-HxBDD  1,2,3,6,7,8-HXBDD  GC
12,000 10,000

- 18 -

(20 min

(1 min

500 pA
30 eV

485.
497.
501.
513.
563.
575.
579.
591.
.5144
657.
665.
.8461
.8410
385.
.8021

641

351
367

401

413.
419.
435.
453.
469.
489.
505.

6934
7337
6883
7286
6039
6442
5988
6391

5094
5274

8071

8423
7681
7631
7292
7241
6873
6822

)

)



1ul -

SIM SIM
Gy (B)
40 120%
(B)
Gwp= ®
@
Q
-18 19
-18

il 0.005pg/m* | 2pg/m?/day 0.2pg/g 0.01pg/L 0.01pg/g
MoB-TeCDD

MoB-PeCDD 0.01pg/m® Apg/m?/day 0.5pg/g 0.02pg/L 0.02pg/g
MoB-HXCDD 0.02pg/m’* 8pg/m?/day 1pg/g 0.04pg/L 0.04pg/g
MoB-HoCDD 0.05pg/m* | 20pg/m?/day 2p0/9 0.1pg/L 0.1pg/g
NoB-Tr@F 0.005pg/m* | 2pg/m’/day 0.2pg/g 0.01pg/L 0.01pg/g
MoB-TeCDF

MoB-PeCDF 0.01pg/m? 4pg/nt/day 0.5pg/g 0.02pg/L 0.02pg/g
MOB-HXCDF 0.02pg/m’ 8pg/m?/day 1pg/g 0.04pg/L 0.04pg/g
MoB-HpCDF 0.05pg/m* | 20pg/m?/day 2p0/9 0.1pg/L 0.1pg/g
TeBDD 0.005pg/m | 2pg/m?/day 0.2pg/g 0.01pg/L 0.01pg/g
PeBDD 0.01pg/m? Apg/m?/day 0.5pg/g 0.02pg/L 0.02pg/g
HXBDD 0.05pg/m* | 20pg/m’/day 2p0/9 0.1pg/L 0.1pg/g
TeBDF 0.005pg/m® | 2pg/mP/day 0.2pg/g 0.01pg/L 0.01pg/g
PeBDF 0.01pg/m? Apg/m?/day 0.5pg/g 0.02pg/L 0.02pg/g
HXBDF 0.05pg/m* | 20pg/m’/day 2p0/9 0.1pg/L 0.1pg/g

- 19 -




-19

« )

« ) « ) ( ( « )

C ) C )
MoB-TrCDD

0.01pg/g 0.02pg/g 0.04pg/g 0.2pg/g 2pg/g 0.004pg/g
MoB-TeCDD
MoB-PeCDD 0.02pg/g 0.04pg/g 0.08pg/g 0.4pg/g 4pg/g 0.008pg/g
MoB-HXCDD 0.04pg/g 0.08pg/g 0.2pg/g 0.8pg/g 8pg/g 0.02pg/g
MoB-HpCDD 0.1pg/g 0-2pg/g 0.4pg/g 2pa/g 20pg/g 0.04pg/g
MoB-TrCDF
0.01pg/g 0.02pg/g 0.04pg/g 0.2pg/g 2pg/g 0.004pg/g

MoB-TeCDF
MoB-PeCDF 0.02pg/g 0.04pg/g 0.08pg/g 0.4pg/g 4pg/g 0.008pg/g
MoB-HXCDF 0.04pg/g 0.08pg/g 0.2pg/g 0.8pg/g 8pg/g 0.02pg/g
MoB-HpCDF 0.1pg/g 0.2pg/g 0.4pg/g 2pg/g 20pg/g 0.04pg/g
TeBDD 0.01pg/g 0.02pg/g 0.04pg/g 0.2pg/g 2pg/g 0.004pg/g
PeBDD 0.02pg/g 0.04pg/g 0.08pg/g 0.4pg/g 4pg/g 0.008pg/g
HxBDD 0.1pg/g 0.2pg/g 0.4pg/g 2py/g 20pg/g 0.04pa/g
TeBDF 0.01pg/g 0.02pg/g 0.04pg/g 0.2pg/g 2pg/g 0.004pg/g
PeBDF 0.02pg/g 0.04pg/g 0.08pg/g 0.4pg/g 4pg/g 0.008pg/g
HXBDF 0.1pg/g 0.2pg/g 0.4pg/g 2py/g 20pg/g 0.04pa/g
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1%

PCB [
10
[
Wako-gel S-1[
(

p— p—

)L
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Cambridge Isotope Laboratories

2,3,7,8-TeBDD

5, 2,3,7,8-TeBDD
1,2,3,7,8-PeBDD

5, 1,2,3,7,8-PeBDD
1,2,3,4,7,8-HxBDD
1,2,3,6,7,8-HxBDD
1,2,3,7,8,9-HxBDD

5, 1,2,3,6,7,8-HxBDD
2,3,7,8-TeBDF

5, 2,3,7,8-TeBDF
1,2,3,7,8-PeBDF
2,3,4,7,8-PeBDF

5, 1,2,3,7,8-PeBDF

5C, 2,3,4,7,8-PeBDF
1,2,3,4,7,8-HxBDF
3-MoB-2,7,8-TrCDF
2-MoB-3,7,8-TrChD
1-MoB-2,3,7,8-TeCDF
1-MoB-2,3,7,8-TeCDD

“C, 1-MoB-2,3,7,8-TeCDD

2-MoB-3,6,7,8,9-PeCDD
1-MoB-2,3,6,7,8,9-HxCDD

1-MoB-2,3,4,6,7,8,9-HpCDD
5c, 1,2,3,7,8,9-HxCOD

5+ 0.5 ug
5+ 0.5 ug
5+ 0.5 ug
5+ 0.5 ug
5+ 0.5 ug
5+ 0.5 ug
5+ 0.5 ug
5+ 0.5 ug
5+ 0.5 ug
5+ 0.5 ug
5+ 0.5 ug
5+ 0.5 ug
5+ 0.5 ug
5+ 0.5 ug
(5+ 0.5 g
50+ 5 pg
50+ 5 pg
50+ 5 pg
50+ 5 pg
50+ 5 pg
50+ 5 pg
50+ 5 pg
50+ 5 pg
(50£ 5 pg
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ml
ml
ml
ml
ml
ml
ml
ml
ml
ml
ml
ml
ml
ml
ml
ml
ml
ml
ml
ml
ml
mil
mil

ml



-9 13

16
( )
2 9(130 3 )
200 ml
59(% )
150 ml
(60:40) 200 ml
0.5 g( )
(5:95) 100 ml
250 ml ( 50 ul
GC/MS 1ul
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2009

16
2 g(130 3 )
200 ml
59(% )
150 ml
(60:40) 200 ml
0.5 g( )
(5:95) 100 ml
250 ml - ( 50 ul
GC/NS 1l
-10
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16

( )
2 g(130 3 )
200 ml
59(% )
150 ml
(60:40) 200 ml
0.5 g( )
(5:95) 100 ml
250 ml ( 20 pl
GC/NS 1ul
-11

- 25 -



16

GC/MS

-12

( )
29130 3 )
200 ml
59(% )
150 ml
(60:40) 200 ml
0.5 g( )
(5:95) 100 ml
250 ml ( 20 pl
1ul

- 26 -

16



1g 500¢
2 mol/L
12
3
2 g(130 3 )
200 ml
59(% )
150 ml
(60:40) 200 ml
0.5 g( )
(5:95) 100 ml
250 ml ( 20 pl
GC/MS 1 ul
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-14 16

16 16
2 g(130 3 )
200 ml
15 g
150 ml
(2:98) 200 ml ( Co-PCB 25 pl
(60:40) 200 ml
0.5 g( )
(5:95) 100 ml
250 ml (PCDD/DFs Co-PCB 25 ul )

GC/MS 1ul
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10 g
2049

16

2 g(130

200 ml

150 ml

3

(2:98) 200 ml
(60:40) 200 ml

0.5 g(

250 ml

GC/MS

)

(5:95) 100 ml

(PCDD/DFs

Co-PCB

- 29 -

(

Co-PCB

25 ul

)

25 ul

)



100 g lg

2 mol/L
12
100 mlI 3
2 9(130 3 )
200 ml
15 g
150 ml
(2:98) 200 ml ( Co-PCB 500 ul )
(60:40) 200 ml
0.5 g( )
(5:95) 100 ml
250 ml (PCDD/DFs Co-PCB 20 upl )
GC/MS 1 ul

-16
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1
(a)Fused Silica SP-2331[SIGMA-ALDRICH]

60 m 0.32 mm 0.2 pm
(b)Fused Silica DB-17[J&W SCIENTIFIC]
60 m 0.32 mm 0.25 um
(c)Fused Silica DB-5MS[J&W SCIENTIFIC]
60 m 0.25 mm 0.25 um
260

(a)150 (1 min )- 15  /min - 200
- 2 /min - 250 (30 min )
(b)150 (1 min )- 10  /min - 210
- 30 /min - 270 (34 min )
(©)150 (1 min )- 15  /min - 200
- 2 /min - 250 (10 min )
- 20 /min - 270 (10 min )

1
(a)Fused Silica SP-2331[SIGMA-ALDRICH]
60 m 0.32 mm 0.2 pm
(b)Fused Silica DB-17[J&W SCIENTIFIC]
60 m 0.32 mm 0.25 um
(c)Fused Silica HT8[SGE]
50 m 0.22 mm 0.25 um

260

(a)150 (1 min )- 15  /min - 200
- 2 /min - 250 (30 min )

(b)150 (1 min )- 10  /min - 180
- 5 /min - 210 (5 min )
- 30 /min - 270 (33 min )

(c)160 (1 min )- 15  /min - 220
- 2 /min - 280 - 20 /min

- 31 -

(5 min

(5 min

(5 min

(5 min
- 300

)

)

)

)
(10 min

)



Autospec ULTIMA[Micromass Ltd.]

260
30 eV

10,000

*

*

TeCDF
[°C,,] TeCDF
TeCDD
[°C,,]TeCDD
PeCDF
[°C,,]PeCDF
PeCDD
[%C,,]PeCDD
HxCDF
[°C,,]HXCDF
HxCDD
[%C,,]HXCDD
HpCDF
[*C1.]HpCDF
HpCDD
[*C1.]HpCDD
OCDF
[**C.,]OCDF
0CDD
[*3C,,]0OCDD

** TeCB

** [2C,,]TeCB
** PeCB

** [2C,,]PeCB
** HxCB

** [3C,,]HXCB
** HnCB

** [*Cy,]HpCB
DB-17

Co-PCB DB-17

- 32 -

m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z
m/z

m/z

El

303
315
319
331
339
351
355
367
373
385
389
401
407
419
423
435
441
453
457
469
289
301
325
337
359
371
393
405

Co-PCB DB-5MS

500 pA

.9016
.9419
.8965
.9368
.8597
-9000
.8546
.8949
.8207
.8610
.8156
.8559
.7818
.8220
L7767
.8169
.7428
.7830
L1377
L7779
.9224
.9626
.8804
.9207
.8415
.8817
.8025
.8428

305.
317.
321.
333.
341.
353.
357.
369.
375.
387.
391.
403.
409.
421.
425.
437.
443.
455,
459.
471.
291.
303.
327.
339.
361.
373.
395.
407.

8987
9389
8936
9338
8568
8970
8517
8919
8178
8580
8127
8530
7788
8190
7737
8140
7398
7801
7348
7750
9194
9597
8775
9178
8385
8788
7995
8398

HT8



20 21
-20
pg/m’ pg/m/day pg/g pg/g
2,3,7,8-TeCDD 0.003 0.001 7 2 0.4 0.1 0.22 0.07
1,3,6,8-TeCDD 0.003 0.001 7 2 0.8 0.2 0.4 0.1
1,3,7,9-TeCDD 0.003 0.001 7 2 0.6 0.2 0.3 0.1
TeCDDs 0.003 0.001 7 2 0.4 0.1 0.22 0.07
1,2,3,7,8-PeCOD 0.004 0.001 9 3 0.29 0.09 0.15 0.04
PeCDDs 0.004 0.001 9 3 0.29 0.09 0.15 0.04
1,2,3,4,7,8-HxCDD 0.009 0.003 19 6 0.6 0.2 0.30 0.09
1,2,3,6,7,8-HxCDD 0.007 0.002 14 4 0.30 0.09 0.15 0.05
1,2,3,7,8,9-HXCDD 0.007 0.002 15 4 0.5 0.1 0.24 0.07
HXCDDs 0.009 0.003 19 6 0.6 0.2 0.30 0.09
1,2,3,4,6,7,8-HpCDD 0.006 0.002 13 4 0.3 0.1 0.18 0.05
HpCDDs 0.006 0.002 13 4 0.3 0.1 0.18 0.05
0CDD 0.013 0.004 27 8 4 1 2.0 0.6
2,3,7,8-TeCDF 0.004 0.001 8 2 0.29 0.09 0.15 0.04
1,2,7,8-TeCDF 0.004 0.001 8 2 0.5 0.1 0.24 0.07
TeCDFs 0.004 0.001 8 2 0.29 0.09 0.15 0.04
1,2,3,7,8-PeCOF 0.004 0.001 7 2 0.25 0.08 0.13 0.04
2,3,4,7,8-PeCOF 0.003 0.001 7 2 0.30 0.09 0.16 0.05
PeCDFs 0.004 0.001 7 2 0.30 0.09 0.16 0.05
1,2,3,4,7,8-HxCDF 0.006 0.002 11 3 0.5 0.1 0.25 0.08
1,2,3,6,7,8-HXCDF 0.005 0.002 10 3 0.5 0.1 0.25 0.07
1,2,3,7,8,9-HXCDF 0.008 0.002 17 5 0.4 0.1 0.20 0.06
2,3,4,6,7,8-HXCDF 0.007 0.002 14 4 0.6 0.2 0.30 0.09
HXCDFs 0.008 0.002 17 5 0.6 0.2 0.30 0.09
1,2,3,4,6,7,8-HpCDF 0.007 0.002 15 4 0.4 0.1 0.19 0.06
1,2,3,4,7,8,9-HpCDF 0.008 0.002 16 5 0.4 0.1 0.19 0.06
HpCDFs 0.008 0.002 16 5 0.4 0.1 0.19 0.06
OCDF 0.010 0.003 21 6 1.7 0.5 0.9 0.3
3,4,4" ,5-TeCB(#81) 0.005 0.002 11 3 0.4 0.1 0.19 0.06
3,3",4,4"-TeCB(#77) 0.006 0.002 13 4 0.5 0.1 0.25 0.08
3,3",4,4" ,5-PeCB(#126) 0.003 0.001 7 2 0.3 0.1 0.18 0.05
3,3",4,4",5,5"-HxCB(#169) 0.009 0.003 18 6 0.25 0.07 0.13 0.04
2",3,4,4" 5-PeCB(#123) 0.005 0.001 10 3 0.5 0.2 0.28 0.08
2,3",4,4" 5-PeCB(#118) 0.013 0.004 27 8 2.0 0.6 1.0 0.3
2,3,3",4,4"-PeCB(#105) 0.007 0.002 14 4 1.3 0.4 0.7 0.2
2,3,4,4" ,5-PeCB(#114) 0.003 0.001 7 2 0.6 0.2 0.29 0.09
2,3",4,4" 5,5 -HxCB(#167) 0.004 0.001 9 3 0.5 0.2 0.28 0.08
2,3,3",4,4" ,5-HxCB(#156) 0.009 0.003 19 6 0.6 0.2 0.31 0.09
2,3,3",4,4",5"-HXCB(#157) 0.007 0.002 14 4 0.8 0.2 0.4 0.1
2,3,3",4,4",5,5"-HpCB(#189) | 0.008 0.003 17 5 0.5 0.2 0.27 0.08
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p9/g pg9/g pg/g

2,3,7,8-TeCDD 0.010 0.003 1.0 0.3 0.010 0.003
1,3,6,8-TeCDD 0.012 0.004 1.0 0.3 0.010 0.003
1,3,7,9-TeCDD 0.010 0.003 1.0 0.3 0.010 0.003
TeCDDs 0.010 0.003 1.0 0.3 0.010 0.003
1,2,3,7,8-PeCDD 0.010 0.003 1.0 0.3 0.010 0.003
PeCDDs 0.010 0.003 1.0 0.3 0.010 0.003
1,2,3,4,7,8-HxCDD 0.020 0.006 1.7 0.5 0.018 0.005
1,2,3,6,7,8-HxCDD 0.021 0.006 1.9 0.6 0.020 0.006
1,2,3,7,8,9-HxCDD 0.018 0.006 1.6 0.5 0.017 0.005
HXCDDs 0.021 0.006 1.9 0.6 0.020 0.006
1,2,3,4,6,7,8-HpCOD 0.015 0.004 1.8 0.5 0.019 0.006
HpCDDs 0.015 0.004 1.8 0.5 0.019 0.006
0CDD 0.06 0.02 5 1 0.05 0.01
2,3,7,8-TeCDF 0.008 0.002 0.8 0.2 0.009 0.003
1,2,7,8-TeCDF 0.009 0.003 0.8 0.3 0.009 0.003
TeCDFs 0.008 0.002 0.8 0.2 0.009 0.003
1,2,3,7,8-PeCDF 0.010 0.003 0.9 0.3 0.010 0.003
2,3,4,7,8-PeCDF 0.010 0.003 0.8 0.2 0.008 0.002
PeCDFs 0.010 0.003 0.9 0.3 0.010 0.003
1,2,3,4,7,8-HxCDF 0.019 0.006 1.8 0.6 0.019 0.006
1,2,3,6,7,8-HXCDF 0.019 0.006 1.7 0.5 0.018 0.005
1,2,3,7,8,9-HxCDF 0.018 0.005 1.9 0.6 0.020 0.006
2,3,4,6,7,8-HXCDF 0.021 0.006 1.9 0.6 0.020 0.006
HXCDFs 0.021 0.006 1.9 0.6 0.020 0.006
1,2,3,4,6,7,8-HpCDF 0.018 0.005 1.7 0.5 0.017 0.005
1,2,3,4,7,8,9-HpCDF 0.017 0.005 1.7 0.5 0.017 0.005
HpCDFs 0.018 0.005 1.7 0.5 0.017 0.005
OCDF 0.04 0.01 5 1 0.05 0.01
3,4,4" ,5-TeCB(#81) 0.019 0.006 2.2 0.7 0.023 0.007
3,3",4,4"-TeCB(#77) 0.026 0.008 2.6 0.8 0.027 0.008
3,3",4,4" ,5-PeCB(#126) 0.024 0.007 2.4 0.7 0.025 0.007
3,3",4,4",5,5"-HXCB(#169) 0.019 0.006 2.1 0.6 0.022 0.007
2",3,4,4" ,5-PeCB(#123) 0.5 0.1 60 20 0.6 0.2

2,3",4,4" ,5-PeCB(#118) 0.6 0.2 60 20 0.6 0.2

2,3,3",4,4"-PeCB(#105) 0.5 0.2 60 20 0.6 0.2

2,3,4,4" ,5-PeCB(#114) 0.6 0.2 60 20 0.7 0.2

2,3",4,4" 5,5 -HxCB(#167) 0.5 0.2 50 10 0.5 0.1

2,3,3",4,4" ,5-HXCB(#156) 0.4 0.1 40 10 0.4 0.1

2,3,3",4,4" ,5"-HxCB(#157) 0.4 0.1 40 10 0.4 0.1

2,3,3",4,4" ,5,5"-HpCB(#189) 0.4 0.1 40 10 0.4 0.1
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G

-17 20
( 1/10)
Imol/L -
1
2
54
40 ml

0.5 ml

GC/MS GC-ECD |1 ul

-17
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10¢g

1
30
Imol/L -
1
2
54
40 ml
0.5 ml
GC/MS GC-ECD [ 1 ul
-18
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10¢g

1

30
Imol/L -
1
2
PAE-2000EC
SEP-PAK

10 ml

0.5 ml
GC/MS GC-ECD [ 1 ul

-19

Aml/min



2 20¢9

30
Imol/L -
1
2
54
40 ml
0.5 ml
GC/MS GC-ECD |1 ul
-20
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1
Agilent 5973 Agilent Technologies

Fused Silica TC-1 30 m 0.25 mm 0.25 pum
280
120 (2 min )- 10 /min - 320 (6 min )
230
EM +1000 V
TrBDE m/z 405.8 407.8
[C,,]TrBDE m/z 417.8
TeBDE m/z 485.7 487.7
[**C,,] TeBDE m/z 497.8
PeBDE m/z 563.6 565.6
[3C,,]PeBDE m/z 575.7
HxBDE m/z 643.6 645.6
[3C,,]HXBDE m/z 655.6
HpBDE m/z 721.5 723.5
[**C,,]HpBDE m/z 735.6
1
HP 5890 HEWLETT-PACKARD company
Fused Silica Rtx-5 15 m 0.53 mm 0.1 um
280
150 (1 min )- 10 /min - 300 (10 min )
ECD
300
20 ml/min
40 ml/min
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-22

2
O isday | ng/g ng/g ng/g ng/g
2,4,4-TrBDE 0.0005 0.8 0.02 0.04 0.04 0.04 0.01
2,2 ,4,4-TeBDE 0.0005 0.8 0.02 0.04 0.04 0.04 0.01
2,2',4,4',6-PeBDE 0.001 2 0.05 0.1 0.1 0.1 0.025
2,2',4,4',5-PeBDE 0.001 2 0.05 0.1 0.1 0.1 0.025
2,2',4,4',5,6'-HxBDE 0.0025 4 0.1 0.2 0.2 0.2 0.05
2,2',4,4',5,5-HxBDE 0.0025 4 0.1 0.2 0.2 0.2 0.05
2,2,3,4,4,5,6-HpBOE | 0.006 10 0.25 0.5 0.5 0.5 0.1
DeBDE 0.006 10 0.25 0.5 0.5 0.5 0.1
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