@

a.

)

a.

PFOS PFOA

b.
PCDDs PCDFs PCB
DL-PCBs " PCBs Co-PCBs " TEQ

PCDDs PCDFs

2,3,7,8- 17 17 PCDDs7 2,3,
7,8-TeCDD 1,2,3,7,8-PeCDD 1,2,3,4,7,8-HxCDD 1,2,3,6,7,8-HxCDD 1,2,3,7,
8,9-HxCDD 1,2,3,4,6,7,8-HpCDD 0CDD PCDFs10 2,3,7,8-TeCDF 1,

2,3,7,8-PeCDF 2,3,4,7,8-PeCDF 1,2,3,4,7,8-HxCDF 1,2,3,6,7,8-HXCDF 1,2,
3,7,8,9-HxCDF 2,3,4,6,7,8-HxCDF 1,2,3,4,6,7,8-HpCDF 1,2,3,4,7,8,9-HpCDF
OCDF



DL-PCBs

12 12
4 3,3",4,4"-TeCB 3,4,47,5-TeCB 3,3",4,4",5-PeCB 3,3%,4,4%,
5,5"-HxCB 8 2",3,4,4",5-PeCB 2,3",4,4",5-PeCB 2,3,3

*,4,4"-PeCB 2,3,4,4" ,5-PeCB 2,3",4,4",5,5"-HxCB 2,3,3",4,4",5-HxCB 2,
3,3",4,4" ,5"-HxCB  2,3,3",4,4",5,5"-HpCB
TEQ
PCDDs  PCDFs DL-PCBs TEQ
TEF WHO/IPCS 2006

PCDDs PCDFs

DL-PCBs



JIS K 0102

(PFOS)
(PFOA) PFOS  PFOA
PFOS
( )
1
(  500mL)
2-1 2 )
) ( 5mL)
) 222 |1 | « )
( 5mL) PFOS  PFOA
1 100
( 30 )
)
2-1 PFOS  PFOA 2-2




PFOS

(1) ( )
(
o (o
(o
_ ol
TOC
- ol
TOC

ol JIS K 0102

PFOA



(2)

PFOS PFOA
o o
(FTD) o* o*
(FPD) o*
(ECD) o*
(LC/NS) o1
(LC/MS/MS) o1
(@]
O*
ol
3)
GC/HRMS (1 o1
GC/QMS o1
GC/1TMS/MS ol
GC/HRMS  ( o1
GC/HRMS  ( o1
GC/QMS o1
GC/1TMS/MS ol
GC/HRMS  ( ) o2
ol

o2




160mg/L 120mg/L
160mg/L

8mg/L(

120mg/L
) 15mg/L(

PFOS
PFOA

0.008mg/L
0.03 mg/L 30pig/L

8g/L

PFOS 0.04ng/L
PFOA 0.07ng/L

1000pg/g

( )
250pg/g

mL 2-1 mL

PFOS

PFOA

mL

2-2 mL

_____________________________________________________________________________________



mg mg/L JIS Z 8401

(@9)
pg g/l PFOS PFOA (1
ng ng/L JIS Z
8401
pg _pg/g JIS Z 8401
( )PFOS (CsFuSOa_) PF
0A (C/F1sC007)
(€))
)
(C))
)
)
6
2-1 2-2
2-1 PFOS PFOA 2-2



2-1 2-2 (1)

)
bg g/l PFOS  PFOA (2)
ng ng/L PFOS
(CsF1:S05) ng/L PFOA
(C:F1sC007) ng/L
2-2 PFOS
™
GC/HRMS
GC/QMS
GC/ITMS/MS
GC/HRMS 2
GC/HRMS



TEF

(®)

@

)

PCDDs PCDFs DL-PCBs

PCDDs PCDFs
0
WHO/IPCS 2006
¢ )
-GC/HRMS -
-GC/QMS GC/ITMS/MS
-GC/HRMS -
GC/MS SIM

DL-PCBs

(

TEQ

TEQ



3)
©)

@

)

€9

)

PFOS

PFOA

YD)
@ &

¢ )

http://www.seidokanri.go.jp/

- 10 -

SIM

@ ®

GC/HRMS

@ &



€9

)

3

©)

®)

http://www.seidokanri.go.jp/

- 11 -




(6)

- 12 -



)
)
JIS K 0102 2 (11) (a)
JIS K 8848
JIS K 8034
JIS K 8161
JIS K 8103
( ) JIS K 8987
JIS K 8150 250 450
DDVP (1mg/mL) 100mL
0.1g
180 )
(0.05mg/mL) 5mL
(
BPMC (1mg/mL) 100mL
0.1g
180 )
(0.05mg/mL) 5mL
(
( 0.5p1g/mL 1.5pg/mL
ImL 3mL
( )
35vol
65
2L
10 20mL
( ) 500mL
1 10jL

- 13 -

2

6

10mL

100mL

10mL

100mL

100mL



200 1,000mg
(€))
10mm 300mm
(b)
80 150pam 130 16
150 250pam
©
8¢
59
(€))
0.2 0.7mm 10 30m
0.1 1.0pam
(b)
(E1 )
©
(99.9999vol )
(d)
200 270
(e
150
QD)
50 60 2
0) 208 2 20
@
200 270
100

- 14 -

130 16
20
50(60)

5mL

40cm

260
40 50

2

5mL

40(5

50



@
€))
)

)

)
)
)
(b)
)
)
)

)
)

2mL

)
)
)

)

()
)

(@8]

2-1

1000mL
10

100mL

7mL
50mL
1L
(D
(@)

(

50g

500mL
10

) 309

)y O

2-1

osmL

100mL

200mL
10mL

50mL

200mL
¢y )

@ @ O)

ImL

10 20mL

3mL

)

10

2mL

2mL
)

ImL

15 -

(

7mL

®3)

)

@ ; )



() 100mL 35vol

100mL ImL
EPN 100mL ImL

(®)
) @ @ ) ImL @ o )

ImL
() 80mL 35vol

100mL ImL

EPN 100mL 1mL

(c) 40 () (b) 35vol
(b) 10mL

100mL ImL
(d) O @ ) @ o )
@ ()
@A)
(a) lpL
®@ (© ( €))
@ ) @ ;) ) )1p
L (a)
©)
(d) ) (@ (

@O @ ) @ o )
) (b)
0.20
%)
(a) 0.5 20mL 100mL
1L

- 16 -



(b)

QY
109 185 79 145 220
121 150 91 77 103
« 2
« 3
( 4 100
PFOS PFO
A
HPLC
PFOS PFOS 98% 1
PFOA PFOA 95% 2
-“C. (PFOS-"C.) 1,2,3,4-"C.]-PFOS
97% 3
-°C. (PFOA-°C2) [1,2-"C.]-PFOA 98%
3
PFOS PFOA PFOS PFOA 10mg 4
100mL 100pag/mL
PFOS PFOA PFOS PFOA ImL
100mL 1pag/mL

- 17 -



(1pg/mL) ImL

100mL

10ng/mL

(PFOA-"Cz) (PF0S-"Cs) 10mg 5mg
100mL 100pag/mL 50pag/mL
(PFOA-"C. 100pag/mL) imL
(PFOS-*Cs 50pag/mL) 2mL 100mL 1
g/mL (lpag/mL)
ImL 100mL 10ng/mL
PFOS PFOA PFO0S-"C. PFOA-"C>

1 PFOS

2 PFOA

3 PF0S-"C. (50g==2.5g/mL) PFOA-"Cq

4 PFOS (CsF1:S05)

PFOA (C/F15C00")
5
0DS 6
(LC/MS LC/MS/MS)
5 PFOS PFOA
6 0DS Cl8varian
Presep-C Agri
€Y
(¢)) 2-2

- 18 -



1000mL
OpL

10mL
OpL

)

(©))
(a)LC/MS
HPLC

MS

PFOS
PFOA

PFOS
PFOA

(b)LC/NMS/M
HPLC
LC/MS
MS

7 10ng/mL  100pL  4mol/L
8 10mL 5mL
5mL / 1:4v/v 5mL

/ 1:1v/v 500paL

)

ODS (150><2.1mm i.d. 3.5 pm)

.2mL/min

A 10mM
B
45(3min) 80% (10min)
35
10pL

ESI negative
SIM
2.8kV

90V
35V
((PFOS-"C:) 90V
((PFOA-C;) 35V

m/z499

m/z413
((PF0OS-"C.) m/z503
((PFOA-2C2) m/z415

S

ESI negative
MRM

- 19 -

50

10



©)

10

(d)

e)

PFOS
PFOA

PFOS
PFOA

PFOS
PFOA

2.8k

90V
35V

v

((PFOS-"C;) 90V
((PFOA-"C;) 35V

40eV
10eV

((PFOS-"C:) 40eV
((PFOA-"C;) 10eV

m/z499 . m/z 99
m/z413 - m/z 36

((PFOS-%C.)
((PFOA-XC;)

10ng/mL

9

20 400l

/ 1:1v/v

10pL  LC/MS

(ng/L)

LC/MS/MS

(ng)

m/z503 - m/z 99
m/z415 - m/z 370

lpag/mL
10mL

10pL

L

- 20 -

1pag/mL 10pL  2mL
201 L(20Nng)

LC/MS

LC/MS

9

LC/MS/MS
20%
LC/MS/MS



7 (SS)

10mL
8 4mol/L pH3.5
9 0.01 100ng/L
(1pg/mL)
10 PFOS

LC/MS-SIM LC/MS/MS-MRM

lpam SS
ImL

(PFOA-"C.  PF0S-"Cs)

GC/MS
GC/H
RMS GC/QMS
GC/ITMS/MS
GC/HRMS
(D
PCDDs PCDFs DL-PCBs GC/HRMS
PCDDs PCDFs DL-PCBs GC/HRMS
1
« D
( D
€Y

- 21 -



)

€))
€))
(b) ( D
( 2
33mL 99mL
« 3
120 160
6min 8min
10.3MPa 1500psi
20min
1 2
50%
0.9MPa for 150sec
D
2
C 3
2
GC/HRMS
PCDDs PCDFs DL-PCBs

PCDDs PCDFs DL-PCBs

- 22 -



PCDDs PCDFs DL-PCBs
PCDDs PCDFs DL-PCBs
GC/HRMS
PCDDs PCDFs DL-PCBs GC/HRMS
PCDDs PCDFs DL-PCBs GC/HRMS
1
(PFK)
PFTBA)
BC ¥Cl PCDDs PCDFs DL-PCBs
GC/MS 4
0.2ng/mL 1,000ng/mL
TeCDDs HpCDDs TeCDFs HpCDFs DL-PCBs 50 100ng/mL OCDD
OCDF 100 200ng/mL
Co-PCBs DL-PCBs
PCDDs PCDFs
TeCDDs= 2.3.7.8-TeCDD TeCDFs= 2.3.7.8-TeCDF
PeCDDs 1.2.3.7.8 PeCDD PeCDFs 1.2.3.7.8 PeCDF
= 2.3.4.7.8-PeCDF
= Hx=CDDs 1.2.3.4.7.8-H=CDD HxCDFs 1.2.3.4.7.8-HxCDF
= 1.2.3.6.7.8-H=CDD 1.2.3.6.7.8-HxCDF
o 1.2.3.7.8.9-H=CDD 1.2.3.7.8.9-H=CDF
= 2.3.4.6.7.5-HxCDF
< HpCDDs 1.2.3.4.6.7.3-HpCDD HpCDFs= 1.2.3.4.6.7.3-HpCDF
1.2.3.4.7.8.9- HpCDF
oOCDD 1.2 3.4 6.7.8.9-0OCDD OCDF 1.2 3.4 6.7.8.9-OCDF
Co-PCBs
TeCBs 3.3 .4.4-TeCBIE@ETT)*
3.4.4° 5-TeCB({#HS81)"
PeCBs=s 2.3.3.4 4 -PeCBE105)""
2.3.44 5-PeCB#114)"
o 2.5.4.4°.5-PeCBE118)""
e© 2°.53.4.4°. 5-PeCB@123)"
P 3.3°.4.4°. 5-PeCB@126)"
= HxCBs 2.3.3.4.4° 5-HxCBF156)*"
2.3.3.4. 4" 5-HxCB(F157)""
2.3°.4.4°. 5 5-HxCB167)""
3.3°.4.4°. 5 5-HxCB({169)"
HpCBs 2.5 35.4.4.5.5" -HpCBGE189)™"
e D A kR .
T~ B ) Rl O © s She I

- 23 -



Co-PCBs DL-PCBs

PCDDs PCDF's
TeCDDs 13C12-1.2.3.4-TeCDD TeCDFs 13C12-2.3,7.8-TeCDF
12Cs13Ce-1,2.3.4-TeCDD 12Cgl3Cs-2,3,.7,.8-TeCDF
13C12-1.3.6.8-TeCDD 13C12-1.2.3.4-TeCDF
13C12-2.3.7.8-TeCDD 13C12-1.2,7.8-TeCDF
37C14-2.3.7.8-TeCDD 13C12-1.3.6.8-TeCDF
= PeCDDs 13C12-1.2.3.7.8-PeCDD PeCDF's 13C1>-1.2.3.7.8 PeCDF
= 13C412-1.2.3.4.7-PeCDD 13C12-2.3.4.7.8-PeCDF
= 12C613Ce-2.3.4.7.8- PeCDF
o5 HxzCDDs 13C12-1.2.3.4.7.8-HxCDD HxCDFs | 18C12-1.2.3.4.7.8-HxCDF
g 13C12-1.2.3.6.7.8-HxCDD 12Cel3Cs-1.2.3.4.7.8-HxCDF
= 13C12-1.2.3.7.8.9-HxCDD 13C12-1.2.3.6.7.8-HxCDF
13C12-1.2.3.4.6.7-HxCDD 13C12- 1.2.3.7.8.9-HxCDF
13C12-2.3.4.6.7.5-HxCDF
HpCDDs 13C12-1.2.3.4.6.7.8-HpCDD HpCDFs | 12C12-1.2.3.4.6.7.8-HpCDF
12Cgl3Cs-1,2.3.4.6,7.8-HpCDF
13C12-1.2.3.4.7.8.9-HpCDF
OCDD 13C12-1.2.3.4.6.7.8.9-0OCDD OCDF 13C19-1.2.3.4.6.7.8 9-OCDF
Co-PCBs
TeCBs 13C419-2.2°.5.5-TeCB(#52)
13C12-2 3,47 . 5-TeCB@#70)
13C12-3.5°.4.4 - TeCB@#77)
13C12-3.4.4°.5-TeCB(#81)
PeCBs 13C12-2.3.3.4.4-PeCB(#105)
A 13C12-2.53.4.4°. 5-PeCRB(F#114)
g 13C12-2.3.4.4° . 5-PeCB(#118)
= 13C12-27.3.4.4°.5-PeCB(#123)
o 13C12-3.3.4.4°.5-PeCB(#126)
HxCBs 13C12-2.5.3".4.4".5-HxCB(#1586)
13C12-2.5.3.4.4° b -HxCB@1b7)
13C12-2.3.4.4°.56 5-HxCB@#167)
13C12-3.37.4.4°.5 5-HxCB(#169)
HpCBs 13C12-2.3.3".4 . 4°.5.5-HpCB({#189)
2
€D) (GC)
(€))
_ 250 280
(b
0.25 0.30mm 30m
GC
PCDDs PCDFs 2,3,7,8-
DL-PCBs 12 DL-PCBs PCBs
4 10 PCBs

- 24 -



PCDDs PCDFs 2,3,7,8-

PCDDs PCDFs DL-PCBs

©
99.999%(v/V)
(@
50 350

) (MS)

€))

(b) 10000 10%

©

(SIM)

(d (ED)
e) 250 340

) 500 10001 A

) 30 70V

(h) 5 10KV

-3
€9
€)) (6C)
PCDDs ~ PCDFs DL-PCBs

PCDDs PCDFs
PCDDs PCDFs

DL-PCBs
DL-PCBs DL-PCBs

PCDDs PCDFs DL-PCBs

- 25 -

2,3,7,8-

2
1
GC/HRMS



(b) (MS)

10000

D)
2

( 4) PCDDs PCDFs DL-PCBs

« 9 5 10

- 26 -



e f S| ME | BE Rl B AR T
m) | (mm) | jm)
) TeCDDs, PeCDDs, HxCDDs,
BPX-DXN 130°C i(1min) — (15°C/min) —210°C HpCDDs, OCDD,
(SCE) 60 | 025 |#H4P |- (3C/min) —310C— (5C/min) |[TeCDFs, PeCDFs, HxCDFs,
_,390C HpCDFs, OCDF,
TeCBs, PeCBs,HxCBs, HpCBs
CPS-1 _ 120°C (1min) — (30°C/min) —180°C|TeCDDs, PeCDDs, HxCDDs,
(Quadrex) 50 0.25 025 — (2°C/min) —230°C TeCDFs, PeCDFs, HxCDFs
CP-Sil 88 , 150°C (0min) — (30°C/min) —180°C—|TeCDDs, PeCDDs. HxCDDs,
(Chrompack) 20 022 0.20 (2°C/min) —230°C TeCDFs, PeCDFs, HxCDFs
DB-17 30 | 032 | 095 120“(;_ {1min) — ( 20trmjn3 —160°C|TeCDDs, PeCDDs, HxCDDs,
(J&W) — (3C/min) —280C TeCDFs, PeCDFs, HxCDFs
DB-210 20 | 032 | 025 |M20°C (0min)—(20°C/min) ~160°C—|TeCDDs, PeCDDs, HxCDDs,
(J&W) (2°C/min) —240°C TeCDFs, PeCDFs, HxCDFs
DB-225 30 | 032 | 025 |120°C (0min)— (20°C/min) —160°C—|TeCDDs, PeCDDs, HxCDDs,
(J&W) (2°C/min) —240°C TeCDFs, PeCDFs, HxCDFs
DB-5 120°C (1min) — (50°C/min) —180°C—|TeCDDs, PeCDDs. HxCDDs,
(J&W) 30| 032 1 0.25 | (3e0;min) _280°C TeCDFs, PeCDFs, HxCDFs
150°C (1min) — (20C/min) —185T
gz%s 60 | 032 | 025 ((3min)— (2°C/min) —245°C(3min) [TeCBs, PeCBs, HxCBs, HpCBs
— (6C/min) —290°C
gTGSE) 50 | 022 | 025 fof;t}::;z; :;ig%”mnj —220C . oBs. PeCBs HxCBs, HpCBs
%{SE%PGB 60 | 0.25 |FEAMH lf’gng J,:;;l)n:fﬂ?cmmm —220C—| 1 CBs, PeCBs HxCBs, HpCBs

7Ol WILLY TTJAY W

IIFUJ.I'J. Wy WWLiL,

TeCBs, PeCBs HxCBs, HpChs

SP-24i1
(Supelen)

il

023

020

10 (tmin) - (30 min) 200
5 (10 min) =260

- 27 -

TeCDDs, PeCODs, HxCODs,
TeCDFs, PeCDFs, HxCDFs



Co-PCBs DL-PCBs

HEEE M+ (M+2)+ (M+4)+
TeCDDs 319.8965 321.8936
PeCDDs 353.8576 355.8546 357.8517**
HxCDDs 387 8186 389 8156 391 8127**
HpCDDs 423 7767 425 7737
OCDD 4577377 459.7348
TeCDFs 303.9016 305.8987
PeCDFs 339 8597 341 8568
HxCDFs 373.8207 3758178
HpCDFs= 407.7818 409.7788
OCDF 439.7457 441.7428 443.7398
13C15-TeCDDs 331.9368 333.9339
37C14-PeCDDs 327.8847
13C12-PeCDDs 365.8978 367.8949 369.8919
13C12-HxCDDs 399 8589 401.8559 403.8530
13C412-HpCDDs 435.8169 437.8140
13C412-0OCDD 469.7780 471.7750
13C12-TeCDFs 315.9419 317.9389
13C12-PeCDFs 351.9000 353.8970
13C15-HxCDFs 385.8610 387.8580
13C12-HpCDFs 419.8220 421.8191
13C12-OCDF 451.7860 453 7830 4557801
TeCBs 289.9224 291.9194 293.9165
PeCBs 323.8834 325.8804 327.8775
HxCBs 357.8444 359.8415 361.8385
HpCBs 391.8054 393 8025 395.7995
13C12-TeCBs 301.9626 303.9597 305.9567
13C12-PeCBs 335.9237 337.9207 339.9178
13C;2-HxCBs 369.8847 371.8817 373.8788
13C1>-HpCBs 403.8457 405,8428 407.8398
Co-PCBs
i
2929824 (TeCBsMIER)
i
304.9824 (TeCBsMIER)
"l pkss
330.9792 (PeCBs il H)
. s T s
380.9760 (HxCBs filEF HpCBs I )

|
¢ )** PCB PCBs

GC/HRMS GC/HRMS

)

PFK

- 28 -



(3)SIM
GC/HRMS (1)
(2

5)

2,3,7,8- DL-PCBs
¢ 6

¢ 9

¢ 6
+20%

€
1 3 GC/HRMS -3(3)SIM
12

)

+25%

3)
€))

- 29 -



15%

RRFcs
15%
GC/MS

RRFcs=(Qcs/Qs) > (As/Acs)

RR

Qc
Qs
As
Ac

(b)

RRFrs=(Qrs/Qc
RRF

Qrs
Qcs
Acs
Ars

Fcs

S

S

RRFrs

s) > (Ass/Ars)
rs

(r9)
(p9)

(p9)
(r9)

2r ) = LT e T A S 2 PR PR S B sefhnd S 2o ) e 2P A oS S PYARE TR B
13C12-2.3.7.8-TeCDD
15C12-2.3.7.8- TeCDF 15C12-1.2.3.4-TeCDF
13C12-1.2.3.7.8-PeCDD =X
13C12-1.2.3. 7.8 PeCDF 13C12-1.3.6.8-TeCDF
13C12-2.53.4. 7.8 PeCDF
13C12-1.2.3.4.7.8-H=CDD
183C12-1.2.3.6,7.8-HxCDD
13C12-1.2.3.7.8,.9-HxCDD 13(C12-1.2.3.4.6, T-HxCDD
15C12-1.2.3.4.7.8- H=CDF
13C12-1.2.3.6.7.8-HxCDF i
13(C12-1.2.3.7.8.9- H=CDF
13C12-2.3.4.6.7.5- HxCDF 13C12-1.2.3.4.6 .8 9-HpCDF
13C;15-1.2.3. 4. 6. 7.8-HpCDD
13C;19-1.2,.3.4.6.7.8-HpCDF
13(C19-1.2,.5.4. 7.8, 9-HpCDF
13C192-1,.2,3.4.6. 7.8, 9-0CDD
13C419-1.2.3.4 6 7.8 9-OCDF
15C12-3.3". 4 4°-TeCB@#TT)
13C12-3.4. 4. 5-TeCB(#S1)
15(C12-2.3.3".4 4 -PeCB(#105)
13(12-2.3.4 47 5-PeCB(EF114) 13(C;19-2 27 5 6 -TeCB({#52)
13(C10-2.5".4. 47 5-PeCB{#118)
13C12-27. 3.4 47 5-PeCB(#123) =ik
13C12-3.3".4.4° 5-PeCBFH126)
13C15-2.3,.3.4. 4" 5-HxCB#156) 13C12-2.37. 4" . 5-Te CBFET0)
13C12-2.3.537.4.4°. 5 -Hx=CB(157)
15(12-2.3°.4.4°. 5 5-HxCB167)
13C;19-3.3".4.4°. 5 5 -HxCB(#169)
13 go- o S S - 5 o - Mool So)

30 -



€Y
1 1
3(3)SIM
(RRFcs)
RRFrs
-4(3)
RRFcs RRFrs +20%
+2%
)
GC/MS -3(3)SIm
-1
&Y
70%
( 7)GC/NMS
@)
S S/N=3
-2
3

- 31 -

-4(3)

7)

=+5%



€))

()
©) 2
+25% ( 8
( 8)GC/QMS =+ 250 =+ 254
TEF 50%
100
M M+2 M+4 M+6 M+5 M+10 M+12 M+14
TeCDDs T7.43 100.00 4874 10.72 0.94 0.01
PeCDDs 62.06 100.00 64.69 21.08 3.50 0.25
HxCDDs 51.79 100.00 80.66 34 8b 854 1.14 0.07
HpCDDs 44 43 100.00 96.64 52.03 16.89 3.32 0.37 0.02
OCDD 34 .54 BB.80 100.00 64.48 26.07 6.78 1.11 0.11
TeCDFs 77.55 100.00 4861 10.64 0.92
PeCDFs 62.14 100.00 64 57 2098 3.46 0.24
HxCDFs 51.84 100.00 80.54 34.72 §.48 1.12 0.07
HpCDF's 44 47 100.00 96.52 51.88 16.80 3.29 0.37 0.02
OCDF 34 61 8880 10000 64 39 25.08 6.74 1.10 0.11
TeCBs T6.67 100.00 4911 10.83 093
PeCBs 61.42 100.00 65.29 21.43 3.56
H=xCBs 51.22 100.00 8148 3551 875 1.17
HpCB= 43 03 100 00 97 67 53 00 1738 343
-4
2,3,7,8 DL-PCBs Q)

Qi=(Ai/Acsi) > (Qcsi/RRFcs)

Qi (r9)

Ai

Acsi

Qcsi ¢ 909

RRFcs

9

JIS Z 8401

- 32 -



Ci=(Qi Qt)> (1/W)
Ci
Qi
ot
W ()]

€9

)

40 130%

Rc=(Acsi/Arsi) > (Qrsi/RRFrs) > (100/Qcsi)

Rc
Acsi
Arsi
Qrsi
RRFrs
Qcsi

€)) ¢ 10)

(a)PCDDs  PCDFs
PCDDs PCDFs

(p9/9)
(r9)
(P9
GC/MS 2,3,7,8-
GC/MS
GC/MS
2,3,7,8 DL-PCBs

10 S/N=10

(RRFrs)
(%)
(r9)
(r9)
2,3,7,8- (17

- 33 -

DL-PCBs
10



(b)DL-PCBs
DL-PCBs 12 ()

© TEQ

TEF 2,3,7,8-TeCDD Toxicity Equivalency Factor

TEF
TEF
TEQ
)
Q (¢ 11)
PCDDs PCDFs PCDDs PCDFs
S DL-PCBs
DL-PCBs
@)
pg/g
( 10) JIS Z 8401
( 11

(¢ 10)

- 34 -

PCDDs

PCDFs

TE

DL-PCB



TEF

¥ TEF(2006) **

PCDDs 2,3,7,8-TeCDD 1
1,2,3,7,8-PeCDD 1
1,2,3,4,7,8-HXCDD 0.1
1,2,3,6,7,8-HxCDD | 0.1 |
1,2,3,7,8,9-HxCOD | 0.1
1,2,3,4,6,7,8-HpCDD 0.01
0CDD 0.0003

PCDFs 2,3,7,8-TeCDF 0.1
1,2,3,7,8-PeCDF 0.03
2,3,4,7,8-PeCOF | 0.3 |
1,2,3,4,7,8-HXCDF 0.1
1,2,3,6,7,8-HXCDF | 0.1 |
1,2,3,7,8,9-HXCOF | 0.1
2,3,4,6,7,8-HXCOF | 0.1
1,2,3,4,6,7,8-HpCDF 0.01
1,2,3,4,7,8,9-HpCDF | 0.01
0CDF 0.0003

DL-PCBs 3,4,4",5-TeCB (# 81) | 0.0003

( ) 3,3",4,4"-TeCB (# 77)| 0.0001 |
3,3",4,4",5-PeCB (#126) | 0.1
3,3",4,4",5,5"-HxCB (#169) | 0.03

DL-PCBs 2%.,3,4,4",5-PeCB (#123) | 0.00003

( ) 2,3".4,4" ,5-PeCB  (#118) | 0.00003 |
2,3,3",4,4"-PeCB  (#105) | 0.00003 |
2,3,4,4",5-PeCB (#114) | 0.00003 |
2,3",4,4",5,5"-HxCB (#167) | 0.00003
2,3,3",4,4",5-HXCB  (#156) | 0.00003 |
2,3,3",4,4",5"-HxCB (#157) | 0.00003 |
2,3,3",4,4",5,5"-HpCB(#189) | 0.00003

* () 1UPAC No.

**  TEF(2006) 2006 WHO/ IPCS

GC/QMS

PCDDs PCDFs

DL-PCBs

- 35 -



GC/HRMS

GC/QMS
PCDDs PCDFs DL-PCBs GC/QNS

&) (GC)
2(1) GC

) (MS)

€))

(b) (SIM)
©) (ED
(d)

(e) 70V

(€D)
(€)) (GC)
PCDDs  PCDFs DL-PCBs 3(1) ()

3(D(@)
Q) (MS)

D)

2

( 1) PCDDs PCDFs DL-PCBs

( D 5 10 1

- 36 -



)

(3)SIM
(a)GC/QMS 3(D)
-3(2)
(b)
© 2,3,7,8-
DL-PCBs
GC/QMS
i S e M+ MV +2)~ (M +4)+

TeCDDs 320 322 —
PeCDDs 354 356 358
H=xCDDs 388 390 392
HpCDDs — 424 426
oCDD — 458 460
TeCDFs 304 306 —
PeCDF's — 340 342
HxCDFs - 374 376
HpCDFs — 408 410
OCDF 440 442 444
13C;2-TeCDDs 332 334 —
37TCls-PeCDDs 328 — —
13C12-PeCDDs 366 368 370
13C12-HxCDD's 400 402 404
13C12-HpCDDs — 436 438
13C12-OCDD — 470 472
13C 10-TeCDF's 316 318 —
13C;>-PeCDFs — 352 354
13C:2-HxCDF's — 386 388
13C;>--HpCDF's —- 420 422
13C:2-OCDF 452 454 156
TeCBs 290 292 294
PeCBs 324 326 328
HxCBs 358 360 362
HpCBs 392 394 396
13C12-TeCBs 302 304 306
13C;2-PeCBs 336 338 340
13C;2-HxCBs 370 372 374
13C12-HpCBs 404 406 408

- 37 -



&Y
1 3 GC/QMS
12
2
2
€))
-4(3)
5
&)
1 1
-3(3)SIM
(RRFcs)
RRFrs
-4(3)
RRFcs RRFrs +20%
+2%
@)
GC/MS 3(3)SIM
GC/HRMS
GC/HRMS
GC/HRMS

- 38 -

-4(3)

=+5%

3(3)SIM

+25%

2)



( 2)GC/QMS 40 130

40 130
GC/HRMS
GC/1TMS/MS
PCDDs PCDFs DL-PCBs
GC/HRMS
GC/1TMS/MS
PCDDs PCDFs DL-PCBs GC/1TNMS/MS
1
1
2
(&Y (GC)
2(1) GC
) (D)
() ITMS/MS
(b) SRM
() (ED)
cIDb ( 1)
(d)
(e) 70V

- 39 -



( 1 cID

€9
() (6C)
PCDDs ~ PCDFs DL-PCBs
3@
(b) (MS)

SRM

2

DL-PCBs

2

)

(3)SRM

(a)GC/ITMS/NS (1)
(2)
(b)
©
DL-PCBs

( 2) PCDDs

- 40 -

PCDFs

3(L(@)

2,3,7,8-



GC/ITHS/NS PCDDs/PCDFs
EEEmE SEBE A e =8 5 e vy
TeCDDs 322 357 550
PeCDDs 356 291 293
,y | HxCDDs 390 325 397
¥t | HpCDDs 424 359 361
% | OCDD 460 395 397
% | TeCDFs 306 241 243
¥ | PeCDFs 340 275 277
H | HxCDFs 374 309 311
HpCDFs 408 343 345
OCDF 444 379 381
13C12-TeCDDs= 334 268 570
13C12-PeCDDs 368 302 304
13C12-HxCDDs 402 336 338
P | 13C12-HpCDDs 436 370 372
ﬁ 13C12-0OCDD 472 406 408
s | 1*C12TeCDFs 318 252 954
% | 13C12-PeCDF's 359 286 288
13C12-HxCDFs 386 320 322
13C1>-HpCDF's 420 354 356
13C12-OCDF 456 390 392
GC/ITMS/NS DL-PCBs
I E N FEBREA A HEREA A
45 TeCBs 292 220 222
E’? PeCBs 326 254 256
g; HxCBs 360 288 290
" HpCBs 394 399 | 394
# | B3C1-HxCBs 37 300 302
14C1y HpCBs 406 Jo4 330

@

)

@

1

-3(3)SRM

1

-4(3)

3 GC/ITMS/MS

- 41 -

12

(RRFcs)

-3(3)SRM




RRFrs

RRFcs RRFrs

+2%

(2)
GC/MS

€))
(b)

( 3)GC/ITNS/NS

4(2)
+20% 4(2)

=+5%

3(3)SRM

GC/HRMS

GC/HRMS

GC/HRMS

GC/HRMS

GC/HRMS

GC/HRMS

40 130

- 42 -
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40 130

GC/HRMS

GPC
DMSO
GC/HRMS
GC MS
/HRMS 10000
12000 10000
SIM
¢ D
JIS K 0557 A4 A3
JIS K 8891
JIS K 8040
JIS K 8825
JIS K 8680
JIS K 8117
DMSO  JIS K 9702
JIS K 8464

- 43 -

GC



JIS K 8951

JIS K 8987
450
JIS K 8574
JIS K 8550
25 %(v/v) 25:7
5
2%(v/V) 2:98
50%(v/Vv) 50:50
5%(v/v) 5:95
30%(v/V) 30:70
50%(v/V)
50:50
60 220pam
10mm
130 1
8 30
2% 1009
50g/L 40mL
50 50 80
22% 100g 28.2g
44% 1009 78.69
10% 1009

400g/L 28mL

- 44 -



10mm 13

0 18 5mm 500 8
30
PFK
©C ocl PCDDs PCDFs DL-PCBs
2
a)
PCDDs PCDFs DL-PCBs
( 2)
b) GC/HRMS
« 2
TeCDDs HpCDDs TeCDFs HpCDFs DL-PCBs 50 100ng/mL OCDD OCDF
100 200ng/mL GC/HRMS GC/HRMS
3 5
0.2ng/mL 1000ng/mL ( 2)
( PCDDs PCDFs DL-PCBs
(

450

JIS R 3503 JIS R3505

- 45 -



JIS R 3503

- 46 -

- KD
450
GC/HRMS
10 15mm 100 300mm
10 15mm
0
GC/HRMS
GC
€))
(b) 0.1 0.52mm 25 60m
PCDFs 2,3,7,8-
2,3,7,8-
2,3,7,8-
2
2,3,7,8-
DL-PCBs
12 DL-PCBs PCBs
10 PCBs
(c) 99.999 (v/v)
(d) 50 350

100mm

(

3)

1000

45

250 280

PCDDs



MS

(a)
(b) 10000 10% ©C1.-0CDF
12000
©
SIM
(d) El
(e) 250 340
() 500 1000pA
()] 30 70V
(h) 5 10kV
( 3) GC 0CDD  HpCDDs
0cDbD HpCDDs GC
1
«
0.4 2ng 0.8 4ng DL-PCBs
0.4 2ng PCDDs PCDFs DL-PCBs
PCDDs PCDFs DL-PCBs
¢ 5
( 4 PCDDs PCDFs 2,3,7,8- 17
DL-PCBs 12
GC/HRMS
50 120%
¢ 5
2

- 47 -



16
( 6) 10 50mL

¢ 6

16
50mL

€y -
(2
3)
GPC DMSO

@ -

(H-1
(a) ) 5mL
( 8 500 L
) 300mL 50 150mL
10 20mL
3 4 ( 9
(o) 50mL
2mL

«n
¢ 8

- 48 -

10



9

(D-2 ( 10)
(a) 10mm 300mm
10mL
10mm
10mL
10mm
(b) 50mL
150mL

2.5mL/min 1
(c) 2mL

(¢ 10)

¢ 1D

( 12) PCDDs  PCDFs

(1)-3
€)) (H-1

2mL
(b) 12 15mm 300mm
11)

ImL

DL-PCBs

« "N
100mL

10mm

0.99 2%

- 49 -

¢ 1)

39

¢ 12)

2mL

mL

€9

39



0.99 44% 4.59 22% 69 0.9g 10
% 39 69 19 (
13)
) 50mL
(d (@) imL

(e) ImL
2 3
@) 120mL
2.5mL/min 1 ( 12)

@ 2mL

¢ 13)

1g

)
)

PCDDs PCDFs DL-PCBs

(2)-1
(2)-1-1
(a) 10mm 100mm
39 1g 39

(b) (1)
15 30mL
2.5mL/min 1

1 )H(C 12)

(c)25%(v/Vv) 40mL
2.5mL/min 1
( 12) 2 PCBs

(d) ¢ 14)

- 50 -



60mL ( 12)
PCDDs PCDFs PCBs
(e)25%(v/Vv) 2 5mL
GC/HRMS
(" 3 5mL
GC/HRMS
(g 2 3 DL-PCBs
PCDDs PCDFs
( 14) PCDDs PCDFs DL-PCBs
3
(2)-1-2
(a)
2mL/min
(b)
@ 0.1 0.5mL
100pL
4 8mL 1
L-PCBs PCBs
@ 50%(v/v) 20
40mL 2 DL-PCBs
(e) 30%(v/Vv) 20
3 DL-PCBs
6] 50
15 30mL 4 PCDDs
(@ 1 4 1mL GC/HRMS
3 1 DL-PCBs 2mL
PCDDs PCDFs
(2)-2

- 51 -

PCDFs

40mL



) 2 PCDDs PCDFs DL-PCBs
¢ 15)
(a)PCDDs PCDFs
i) 10mm 300mm
( 11) 10mL
10mm
( 16)10g 10mL
10mm
mL
50mL
i) ImL
2%(v/v) 100mL
2.5mL/min
1 ( 12)
iii) 50%(v/V) 150mL 2.5mL/min
2 ( 12)
iv) 2 5mL GC/HRMS
(b)DL-PCBs
i) 10mm 300mm
( 11) 10mL
10mm
( 16)10g 10mL
10mm
mL
50mL
i) ImL
40mL
2.5mL/min 1
( 12)
1i1)5%(v/Vv) 120mL 2.5mL/min 1
DL-PCBs ( 12)
iv) 50%(v/V) 150mL 2.5mL/min 1
2 ( 12) 2 PCDDs PCDFs

- 52 -



v) 1 SmL GC/HRMS

¢ 15

(¢ 16)
1,3,6,8-TeCDD 1,3,6,8-TeCDF 1 50%
/v) 2

€))
3)-1 GPC
GPC
PCDDS  PCDFs DL-PCBs

(a) 25 30mm 50 70cm
( 11) 10mL
509 100mL

50%(v/Vv) 100mL
C 17
(b) 50%(v/Vv) 20
mL
50%(v/v) 20mL
5mL/min 2

(c)50%(v/v) 150mL 5mL/min 2 )
5mL

¢ 1D

- B3 -



50%(v/Vv)

(3)-2 DMSO
DMSO
PCDDs
DL-PCBs
(a) DMS025mL
4 100mL DMSO
(b) 75mL 100mL ()
100mL 3 225mL
(c) 225mL 2mol/L
10mL 25mL 2
2mL
GC/HRMS
18) C 2)
20 100pL GC/HRMS
GC/HRMS
GC/HRMS 1
( 18)
(1)GC/HRMS
GC/HRMS
(a) GC
PCDDs PCDFs DL-PCBs
PCDDs PCDFs 2,3,7,8-
DL-PCBs DL-PCBs

- 54 -

PCDFs

40mL

DMSO



) HRMS

10000 BC1.-0CDF
12000
SIM
2
( 19
( 19) 5 10 1
7
1
¢ ) PCB PCBs
GC/HRMS GC/HRMS
©
PFK
(d)SIN
GC/HRMS

- B5 -



20)

2,3,7,8-
¢ 21)

¢ 20)

¢ 2D
+20%

)
€))

15

(b)

©)

RRFcs

10%
GC/HRMS

DL-PCBs

3  GC/HRMS SIM

+15%

5%
10%

56 -

15



RRFcs=(Qcs/Qs) >< (As/Acs)
RRFcs
Qcs

Qs
As
Acs

RRFrs

RRFrs=(Qrs/Qcs) > (Ass/Ars)

RRFrs
Qrs
Qcs
Acs
Ars
3)
(@)
1 1
(D) SIM
RRFrs
)
RRFcs +10%
=+2%
(®)
GC/HRMS
¢ 22)

(p9)
(p9)
(r9)
(p9)
(2
RRFcs
RRFcs
RRFrs==20% (2)(c)
5%
() SIM
( 22)

- 57 -

RRFrs



€9

(@)
S
¢ 23)
()
(€))
70%
( 23) N S
10
N
2/5 N
(2)PCDDs PCDFs DL-PCBs
(a)PCDDs PCDFs
2
+15%
PCDFs 2,3,7,8-
(©)2,3,7,8-
2,3,7,8-
(c)DL-PCBs
DL-PCBs 2
+15%

- 58 -

S/N=3

+25%

+25%

PCDDs



(3)PCDDs  PCDFs

(@)
2,3,7,8-

DL-PCBs

Qi

Ai
Acsi
Qcsi
RRFcs

( 24)
( 25)2,3,7,8-

DL-PCBs

Ai/Acsi) > (Qcsi/RRFcs)

(p9)

( 24)(p9)

(¢ 25)

2,3,7,8-

i A et S BT

T DT UV —rTF o AN

2.53.7.8-TeCDD

£ @ fth 00 TeCDD

2.3.7.8-TeCDD

13C12-2.3.7.8-TeCDD

2.3.7.8-TeCDF
£ 7l &> TeCDF

2.3.7.8-TeCDF

13C12-2.3.7.8-TeCDF

1.2.3.7.8-PeCDD

= 7t ¢ PeCDD

1.2,.3.7.8-PeCDD

13C12-1.2.3.7.8-PeCDD

....1=23.78PeCDF

2.3.4.7.8-P=aCDF
£ @ fth 60 PeCDF

1.2.3.7.8-PeCDF

2.3.4.7.8-PeCDF

13C12-2.3.4.7.8-PeCDF

1.2.3.7.8-PeCDF & 2.3.4.7.8-PeCDF o2 #8 ch % BE 5k 3 oD F il

1.2.3.4.7.8-HxCDD

F @ fth e HxCDF

1.2.3.4.7.8-HxCDF—2.3.4.6.

7.8-HxCDF o> +8 3o 2% BE4F oo =

1.2.3,4.6,7,8- HpCDD

Z o fh oo HpCDD

1.2.3.4.6.7.8 HpCDD

13C12-1.2.3.4.6.7.85- HpCDD

1.2.3.4.6,7.8 HpCDF

= oofh 0> HpCDF

1.2,.3.46.7,.8 HpCDF

13C12-1.2.3.4.6.7.8-HpCDF

1.2,3.4,6.7,8-HpCDF X 1,2,3.4,7.8,9-HpCDF o> 8 &t 5% B £7 3% o> 52 By filf

1.2.3.4.6.7.8.9-0CDD

1.2.3.46.7.8 9-0CDD

1.2.3.4.6.7,.83,.9-OCDF

13C12-1.2.3.4.6.7.8.9-0CDD

TeCB®#7T7)

-“TeCB(#S81)

13C12-3.4.4°. 5-TeCB(#S81)

2.3.3".4.4-PeCBG105)
2.3.4.4°.5-PeCB(#114)

2.3.3".4.4-PeCB{105)

13C12-2.3.3".4.4-PeCB(#105)

2.3.4.4°.5-PeCB(#114)

'3.3°.4.4° 5-PeCB®#126)

13C12-2.3.4.4°.5-PeCB(#114)

13;:12-3,3 .1.4° 5-PeCB(#1286)

2.3.3.4.4°.5-HxCB#156)
HxCB@#157)

3.3.4.4° 5 5-HxCB(#169)

2.3.3.4.4° . 5-HxCB(#156)

3.3.4.4°.5 5-HxCB(#169)

13C12-2.3.3°.4.4" . 5-HxCB(#156)
. -HxCB&157)
13C12-2.3".4.4°. 5. 6-HxCB#167)

| 13C12-3.3.4.4°.5 5-HxCB&#169)

2.3.3°,4.4°.5.6-HpCB(E189)

2.3.37.4.4°,56.5-HpCB(#189)

13C12-2.3.3°.4.4°.56.6-HpCBGE 189)

HE) 2.3.7 8T EMMAELS OB EEIC IS LT, S HA LRl 2 3.7, 8 {ir i 3 A (4 o0 F8 Sf

L EE RO SR A RV S,

- 59 -



(b)

Ci=(Qi Q) > (L/W)

Ci
Qi
Qt
W )]
€Y
0.2 1.0pg
GC/HRMS
1
0.2pg
RMS
@)
GC/HRMS
3

Q=QL" > (v/vi)
Q
QL®
Vv
vi  GC/HRMS

JIS Z 8401
(pg/9)
(p9)
(p9)
0.1 0.5pg
0.5 2.5pg DL-PCBs 0.2 1.0pg
2,3,7,8- 5
3 10
0.1pg
0.5pg DL-PCBs 0.2pg
GC/HRMS
GC/H
5
10
1
(p9)
(p9)
(KD
(KL

- 60 -



3

CDL=DL > (v/vi) > (VE/V*E) > 1/W)
CQL=QL > (v/vi) > (VE/V*E) > 1/W)

CDL (p9/9)
cQL (pg/9)
DL (p9)
QL (p9)
vi GC/HRMS (pb)
(ML)
@
VE (nL)
V'E (mL)
4)
2,3,7,8-
N
S/N=3
Qi
=0
10 S/N=10
()
RRFrs
50% 120%

Rc=(Acsi/Arsi) > (Qrsi/RRFrs) > (100/Qcsi)
Rc %)

- 61 -

DL-PCBs

10

2/5

Qt



Acsi

Arsi
Qrsi (p9)
RRFrs
Qesi C 26)(p9)
( 26)
€Y ¢ 27)
(a)PCDDs PCDFs
PCDDs PCDFs 2,3,7,8- (17
(b)DL-PCBs
DL-PCBs 12
DL-PCBs (€))
4 8
DL-PCBs
©) TEQ

TEF 2,3,7,8-TeCDD Toxicity Equivalency Factor

TEF
TEF
TEQ
(0)
TEQ ( 28)
PCDDs PCDFs PCDDs PCDFs DL-PCB
S DL-PCBs PCDDs PCDFs
DL-PCBs
( 27 JIS Z 8401 2
( 28) 2

¢ 2D
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)
Pg/g
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