6.5

6.5.1

TBT

€Y

GC/MS

(2)
a)

b)
c)
d)

)
9
h)

JISK 8951

o/ o/

250 450 2 6
9)
D

m)
10mL 20mL

n)

20mL 20mL

0)
0.99

p)

q)

6.5

JIS K 8180

PCB

PCB
2mol/L

@

20mL

10mm

r -0y,

s)

_d15

326

25mm

TPT

JIS K

()

(3)

GC/FPD

8150

0.2mol/L

Imol/L

(4)

99%
99 %
a7 99%
dis 99%

10mL



6.5

t) - by dzs  99%
u) (0.1pag/mL)
10mg 100mL 100pg/ mL
C) 100pg/mL 1mL 10mL
10pg/mL
1pg/mL 0.1pg/mL (8)
V) (0.1pag/mL) -G27
-dis 10mg 100mL
100pg/mL 100pg/mL 1mL
10mL 10pg/mL
100 0.1pg/mL
w) (1prg/mL) -d3610mg
100pg/ mL 100pg/mL 1mL
10mL 10 pg/mL
1mL lpg/mL
1)
1
2) Bond Elut JR SAX Sep-Pak Accell QMA MCI GEL CP0O8P 1
(3) Bond Elut JR SCX TOYOPAK IC-SP 1
(4) Sep-Pak Florisil Bond Elut Florisil 1
(5) 100pg/mL
(6)
3)
a)
b)
c)
d)
e)
) GC/MS
GC
™ 0.2 0.7mm 10 30m
( ) 0.1 1.5pm
50 350

327



9)

@)
BPX-5

(4)
a)
3.1
100uL(®)
1mol/L
5A

(3+2)

(10)

10%

(1+1) 5mL

6.5

El
SIM
70eV
GC
(FPD)

610nm

J&W DB-5 DB-5ms Restek Rtx-5 HP HP-5ms Supleco SPB-5 SGE

20mL

1
109 (0.1pg/mL)
(1+1)70mL 30
(9)
1mol/L (1+1)30mL
10% 100mL
50mL 5
(3+2) 30mL 5
150mL 20
100mL
pH (11)
40 imL
10mL
ImL/min
1 mol/L 15mL
30mL
5
(1+1)smL
40 5mL
imL

328



6.5

b)
ImL
30
0.5mol/L 10mL
10mL 10mL 5% 2.5mL
5% 2.5mL
10mL 2
10mL
5% 10mL
12) 0.2mL
1pg/mL 20puL
c)
a) b)
®) 1pgkg
(9)
(10)
(11)
4
12) GC
(5)
a) GC/MS GC
GC/IMS GC GC/IMS GC
(6C)
5% )
0.25mm 30m 0.25pm
60 (@2min)-(B 20 /min)-300 (2min)(13)
1mL/
60sec
290
MS
280
El
70eV
250

329



6.5

SIM
Spg
6.5-1
MS PFTBA PFK
m/z =18 300
1 amu
6.5-1
277 275
351 349
-db7 295 293
-dis 366 364
-d3s 318 316
(13) 60 (2min)- (20 /min)-130 (10 /min)-210
(@0 /min)-300 (2min)
(GC) (14)
FPD 610nm
300
50pg
b)
100mL 10pg/mL 1pg/mL 0.1pg/mL
0.01 b5pg
(10p1g/mL)0.05mL 0.5ng
ImL
1mL 0.5 mol/L
10mL 10mL 4mL 2
10pg/mL 100uL 1pg
10mL (15)
1pL(16) TBT TBT-d»7
TPT-d1s
GC-FPD

330

MS

~( /min)-260

10mL

TPT



6.5

(14) FPD
(15) 0.02 10pgkg
(16) FPD
c)
1uL
d)
0.916
(kg/kg) = (ng) x
w

331

70 130%
(mL) 1
X x1000
(4L) W(g)

(9



(6)
a)-1

6.5

3.1 10g
100mL
«—  0.1pg/mL 100pIL
o BE— Imol/L (1+1)70mL
| | 30
| | 5A
——  1mol/L
(1+1)30mL
| | 5A
€ 10% 100mL
— (3+2)50mL
5
(3+2)30mL

| s

< 150mL
e
10% 100mL 1 2 pH
4
2 pH pH
| 2

332



6.5

| | 40 1L
<
. — 10mL
ImL/min 20mL
0.2mol/L 10mL
20mL
1mol/L 10mL 20mL
— 1mol/L 15mL
¢ 30mL
——
5
(1+1)5mL
| s
| | 40 5mL

I‘ imL

333

20mL

20mL



6.5

b)
— ImL
30
< 0.5mol/L 10mL
¢ 10mL
D E— 10mL
< 5% 2.5mL
5
<

10mL
2
5%
[ 2 10mL
0.2mL
— 1pag/mL 20pL
I
GC/MS
GC-FPD

334

5%
2.5mL

10mL



6.5.

€Y

(2)
a)

b)
c)

d)
e)

)
9
h)
i)

k)
D
m)
n)

)

s))

6.5

2
DBT TBT
MPT DPT TPT
1
NaBEt4

1 NaBEt,

GC/IMS
JIS K 8509 JIS K 8355
JISK 8180
JIS K 8159
JIS K 8371 JIS K 8514
JIS K 8574
NaBEt,
2%NaBEt, 10%NaBEt4
- (pH5) 2mol/L 2mol/L pH5
59 14.1
10mm 25mm
0.99 (2)
99%
99%
99%
99%
99%
_d18 _CI27 - 5
'dlo 'dls 'dse
10mg 10mg
10mg 10mg 10mg
100mL 100pg/mL

335



(3)

r
-ds
s)
100pg/mL

1)

(2)

®3)

(4)
(3)
a)
b)
c)
d)
e)
)

®)

6.5

336

100pg/ mL imL 10mL
10pg/mL
1pg/mL 0.1pg/mL 4
-Ohs -0h7
-dho -dis 10mg
100mL 100pg/mL
100pg/ mL 1mL 10mL
10 pg/ mL
10 lpg/mL
-d3610mg
100pg/mL 1mL 10mL
10pg/mL 1mL
1pg/mL
Sep-Pak Florisil Bond Elut FL 1
100pg/mL
GC/MS
0.2 0.7mm 10 30m
( ) 0.1 1.5pm
50 350
El
SIM



6.5

70eV
(5) J&W DB-5 DB-5ms Restek Rtx-5 HP HP-5ms Supleco SPB-5 SGE
BPX-5 1
(4)
a)
3.1 59 200mL lpg/mL
50uL(®) 19 ®
1mol/L (1+1)70mL 30
5A Imol/L
(1+1)30mL
100mL 300mL
(3+2)30mL 10 )
(3+2)30mL
200mL 20
S5mL
5mL (10)
b)
200mL
(PH5)5mL 10mL (11) 10
NaBEt4 1mL 10
1mol/L 40mL 1
NaBEt,
25mL 40mL 10
40mL
KD 2mL (12)@3)
10mL
5
6mL
1mL
1pg/mL 50pL
c)
a) b)
©) lpg/kg

337



6.5

) 1g 0.1g
®)
©)
(10) MPT
(11) pH pH5
20mL
(12) DBT TBT MPT
KD
(13)
(%)
a) GC/MS GC
GC/MS GC/MS
(6C)
5%
0.25mm 30m 0.25um

GC

60 (@2min)—»20 /min—130 —10 /min—210 —5 /mMin—260 —

10 /min—300 (2min)

1mL/
60sec
270
MS
280
El
70eV
230
SIM
5pg
6.5-2
MS PFTBA
1 amu

338

PFK
m/z

=18 300

MS



b)

c)

d

6.5

6.5-2

261 263
263 261
253 255
303 301
351 349
-d18 279 281
-db7 318 316
-ds 260 258
-d10 313 311
-dis 366 364
-d3s 318 316
50mL 10pg/mL  1pg/mL 0.1pg/mL
0.01 5pg (Apg/mL)500pL
pH5 1mL
2 NaBEt, 0.5mL 10
lpg/mL 500 pL
10mL
1uL
TeBT'd36
1uL
0.916
70 130%
(mL) 1
(bg/kg) = (ng) x x %1000
L) W)
w (9)

339

3mL



6.5

(6)
a)
3.1 59
200mL
¢ lpg/nL 50l
— 1g
I I
< Imol/L
1+1) 70mL
| | 30
I I 5A
—
I I
I I
300mL
100mL
(3+2)
< 30mL
10
300mL
) @)
30mL
300mL
— 200mL
20
I
I I
I
| | 5mL
—
< 5mL

340



6.5

b)

200mL
—— (pH5)5mL
— 10mL
< 10% NaBEt4 ImL
I | 10
< 1mol/L 40mL
I | 1
. E— 25mL
— 40mL
10
200mL
— 40mL
200mL
I
I I
I
| | anL
5% 6mL
[ 10mL ]
ImL
‘—
1pag/mL 50l
I
[_cc/Ms

341



6.6

6.6
[a] PAHSs
[a] [a,h]
[b] [K] [i]
[a] [e] [1,2,3-cd]
[ghi]
2 3
1,3- DPP  cis-1,2- cis-DPCB trans-1,2-
trans-DPCB  2,4- -1- DPB 2,4,6-
-1- TPH 1- -4-(1'- ) PPET 4
1,3,5- TPCH 2
1
€9
GC/IMS
2 3 6.7 1) (11)
4-
(2)
a) 1)
b)
(2)
c) @)
d) JISK 8574
e) (50g/L) 50¢g 1L
T) (dmol /L) 28.1¢g
500mL
g) (4)
lcm 30cm 5% (3)5¢g
2cm 10mL
h) 7mm
60 80 2cm
i)
D) 2 ® 1,3- DPP  cis-1,2-
cis-DPCB trans-1,2- trans-DPCB 2,4-
-1- DPB
k) 3 (6) 2,4,6- -1- TPH 1- 4-(1'-
) PPET 4 1,3,5-

342



6.6

TPCH 2
| ) -dlo [a, h] -d14
-dio -dio [K] -dh2 -dho [a]
-a12 [e] -d12 -d2(7) -d12 [ghi] -di2 p-
-0h4
1,2- -d14 1,3- -d5 DPP-ds CiS-l,Z-
-ds cis-DPCB-ds trans-1,2- -ds transDPCB-ds 2,4-
-1- -ds DPB-ds 2,4- -1- -dipo DPB-dio 2,4,6- -1-
-ds TPH-ds 2,4,6- -1- -dis TPH-dis 1le,3e,5a-
-ds 1e,3e,5e- -ds
m) ( 1000pag/mL) 0.100g 100mL
1000pg/ mL
n) (10pag/mL) (1000pg/mL) 1mL 100mL
(10pg/mL) imL
10ng
0) (10002 g/mL) ( 1000pag/mL)
0.100g 100mL
1000pg/mL
p) (10 pag/mL) (10 pag/mL) (1000pg/ mL)
( 1000pg/mL)imL 100mL
(10pg/mL)
( 10pg/mL)
@)
(2)
3) 250 450 8
(4) SI(5g) LC-Si(50) 1
5) 5% C-200
1 130 15
95¢ 5mL
30
15
6) 2 3
@) -dio dio 13Cs  HCB-13Cg

343



6.6

3)
a) (8)
b)
c)
d)
e) KD
)
9)
0.2 0.75mm 25 30m
50%
0.1 3.0pm
99.999 % 20 40cm/sec
35 230 0.5
270 50 100
40 50 100 /min 250 280
150 280
El
SIM
70eV
®)
(4)
a) 9)
3.1 20g 200mL
(10pg/mL) 10uL(10)
(Imol/L)100mL
1 (11)
100mL 3000 rpm 10
(50g/L)Y400mL 1L
100mL 5
1L 100mL
(50g/L)50mL
(12) 5mL

344

2

200



b)

(14)

5%

(100pg/mL)

(9) PAHSs

(10)

PAHs

(11)

(12)

(13)

(14)

LC-Florisil
lcm 30cm
2cm
(15)

(16)

6.6

imL

100mL

10uL

PAHs

PR 60 100

5 10g
79

GC/MS

345

(13)
20mL
(15)(16)
5mL
0.3mL
PAHSs
PAHSs
GC/MS
30
5mL
PAHSs
130 15
FL
5%



6.6

(5)
a) GC/MS an
GC/IMS GC/MS
GC
5% (18)
0.25mm 30m 0.25pum
19 50 (2min)-20 /min-120 -7 /min-310 (10min)
300
40cm
1.5min
MS
El
70eV
230
6.6-1 2 3
6..6-2
MS PFTBA PFK MS
m/z =18 300
1 amu
6.6-1
178 152 A
[a] 228 114 H
[a,h] 278 139 B
178 152 C
202 101 D
[b] 252 126 E
[K] 252 126 E
[ 252 126 E
202 101 F
[a] 252 126 G
[e] 252 126 G
[1,2,3-cd] 276 138 B
228 114 H
252 125 |
[ghi] 276 138 J
A -dio 188

346



6.6

B. [a,h] -Uy4 292
C. -dio 188
D. -dyg 212
E. [k ] -0z 264
F -dyo 212
G. [e] -dq 264
H. -dy 240
. -dy 264
J [ghi ] -dy 288
p - -dy4 244
6.6-2 2 3 (19)

2
DPP 92 91 196 197
cis-DPCB trans-DPCB 104 208
DPB 91 115 130 208

3
TPH 91 117 207 208
PPET 91 129 207 208
TPCH 91 104 312

[a] -d12 264
DPP-ds 97
cis-DPCB-ds 109
trans-DPCB-ds 109
DPB-ds 213
TPH-ds 212
TPCH-ds 109

-d1o 188

-012(29) 240

1,2- -tha 196
0.005 1.0pg/mL 5
0.005 1.0pg/mL 5 imL
10 pg/mL  10pL luyL GC/MS
ImL 10pg/mL 2 4 6 8 10 12pL
10 pg/mL  10pL lpuL GC/MS

347



c)

d)

6.6

lu. GC/MS
(21)
(mL) 1
/kg) = ng) x X x1000
(k9/kg) (ng) 0 Wa)
w (9)
17) GC
GC 270
(18) DB-1 HP-1 DB-5 HP-5 DB-17 TC-17 HP-50+ SPB-50
PET D B-WAX 1
19) [a] [e]
Ultra-1
-10
(20) -dip 176
dio 188 p- -dis 244 HCB-13Cg 290
(21)

348

[a]



(6)

6.6

3.1 209
200mL
—— (101 g/mL) 10paL
— (1mol /L)100mL
I | 1
| | 3000rpm 10
1L
(50g/L)400mL
—— 100mL
5
——

349

100mL



b)

6.6

(50g/L)50mL

| 5mL

ImL

20mL
5% 100mL

| 5mL

GC/MS

350

10mL



6.7 4-

6.7 4-
€3)
1)
GC/IMS
@)
1
(2)
a) @
b) (3)
c) (4)
d) 4-
e) -l -0l
-d -d,®
T) (dmg/mL) 0.1g 100mL
(Img/mL)
g) (0.1mg/mL) (Img/mL)10mL 100mL
(0.1mg/mL)
h) (1mg/mL) (1mg/mL) 0.1g
100mL (Img/mL)
(Img/mL)
i) (0.1mg/mL) (0. Img/mL) (Img/mL)10mL
100mL (0.1mg/mL)
(0.1mg/mL)
D) (6)
lcm 30cm 5% (M5¢g
2cm 10mL
k) 7mm
60 80 2cm
@)
(3)
4 250 450 8
®) -d1o dwo p- -014
HCB-13Cs

351

_13 CG



6.7 4-
(6) SI(5g) LC-Si(59) 1
7) 5%
1 130 15
95¢ 5mL
30
15
)
a) 8)
b)
c)
d) KD
e)
)
GC
0.2 0.7mm 15 30m
1.0um
99.999% 20 40cm/sec
35 230 0.5
270 50 100
40 50 100 /min 250 280
MS
150 280
El
SIM
70eV
4)
a)
3.1 209 iL (8)
200mL (10)
10g 20mL 10
(11)
20mL 10
5mL

352

C-200

0.

(%)

1

200



6.7 4-

imL
(12)
20mL
5% 100mL (13)(14)
5mL
0.3mL
(0.1mg/mL) 10pL
(8) 30mL
9) 6.7-1
GC/MS
6.7-1
-dho
4- -ds
(10)
(11) 209 500mL
350mL 5
10mL
90
6.7-1
6.7-1

353




6.7 4-

(12)
PR 60 100 130 15
1
LC-Florisil 5 10g
lcm 30cm 79
2cm 1
(13)
(14) GC/IMS
59
(5)
a) GC/MS (@s)
GC/IMS GC/MS
GC
5%
0.75mm 15 30m 0.1 3.0pym
(16)
50 (Imin)- (20 /min)-300 (30min)
250
40cm
60sec
MS
El
70eV
230
SIM
6.7-2
MS PFTBA PFK
m/z =18
1 amu

354

300

FL

5%

0.2

MS



b)

c)

d)

6.7 4-
6.7-2 an
105 182
4- 137 91
-dho 192
-ds 128
-dho 188
-dh2 240
(0.1mg/mL) 0.1 5pg/mL
0.3mL 0.1mg/mL 10uL 1uL
(18)
1y, GC/IMS
(18)
(mL) 1
(kg/kg) = (ng) x x %1000
L) W)
W (9)
(15) GC
GC 270
(16) DB-1 HP-1 DB-5 HP-5
@7) -dio 176
dio 188 p- -dis 244 HCB-13Cg 290
(18)

355

GC/MS



(6)

3.1 20g
1L
[————— (0.1mg/mL)
| | 200mL
300mL
< 10g
e 20mL
| | 10
‘_
I
I
I |
I
| | 5mL
|1 ImL
20mL
5% 100mL
)
I
| | 5mL
I
I I
—— 0.3mL
[ (0.1mg/mL) 10paL
I
[_Gc/ms I

356

10mL

20mL



6.8
)
(2)
€Y
5
(2)
a) O]
(5)
b)
c)
d)
e)
-d
-d
)
1mg/mL
9)

3

GC/IMS

(6)
PC

PCB

PCB

6.8

2.
13
GPC
GPC
B
-d
-2
-d
0.1pg/mL
-d -d
-d -d

357

(8)

®)

_n-
(2
_n_
GC/IMS
Q)]
Q]
Img/mL
-d -n-
-d
100pg/mL
-5
-d
1 10pg/mL



6.8

h) JIS K8150 500
700 8
i) 60/100 130 16
100g 5.7mL
4 5
D) 99.999 %
k) 99.999
D
3)
@)
®)
®)
@) DBP DEHP
1000 PCB HPLC
DBP DEHP
(8) PCB DBP DEHP
1/3 500 700 8
)
a)
® 200 2
SPC
b)
c)
d)
e) KD
)
g9)
40,000 GPC
8 20mm 300mm (10)
h) 30cm lcm 29
lcm

358



6.8

i) GPC
¥
GC
0.2 0.7mm 15 30m
1.0um
99.999% 20 40cm/sec
35 230 0.5
35 230 0.5
270 50 100
40 50 100 /min 250 280
MS
150 280
El
SIM
70eV
©)
2
(10) Shodex Asahipak GF-310HQ 1
4)
a)
3.1 209 100mL
(12)30mL
10
2
b)
b)-1 GPC b)-2
b)-1 GPC
15mL
GPC
GPC (16)
GPC

359

0.1

200

200

(11)

3000rpm 10

a)

1 5mL(13)a4)

(15)

(10)



6.8

a7

0.5 0.6mL/min)

30
b)-2
15mL 5
300mL
25mL 5
50mL(21)
0.5%
40 (20)
1mL(23)
c)
a) b)
(11)
DEHP @
(12)
(13) SPC 60
(14) GPC
8mm GPC
8mm GPC 1 2mL
(15) GPC
THF
(16)
@7)
(8)

360

8mm  Shodex Asahipak GF-310HQ
1
imL (13)
(18)(19)
100mL
2
40 (20) 10mL
1mL/
100mL(22 1mL/
10mL
(18)(19)
DBP
2 )
1 500uL



6.8

19)
(20)
(21) 1
22)
(23)
€)

a) GC/MS
GC/MS GCIMS

5%

0.25mm 30m 0.25pum
50 (2min)-( 10 min) - 270 10min
210 250
60sec  1uL (24)
40cm
El
70eV
220 280 200
SIM (25)
6.8-1
MS PFTBA PFK
m/z =18
1 amu

361

300

MS



6.8

6.8-1
149 177
-n- 149 209
149 209
-n- 149 223
149 237
-n- 149 251
-2- 149 167
149 167
149 206
-dy 153
-ds 153
-n- -da 153
-n- -ds 153
-2- -dy 153
-da 153
-ds 153
4- o/ 130
-ds 136
-d1o 164
dio 188
-d1o 212
-2 240
-2 264
b) (26)
5 GPC
5
(27) luL.  GC/IMS
1mL
1y, GC/MS
1mL
1u. GC/MS

362



c)

d)

1uL

(24)

(25)
(26)

@7)

(28)

6.8

GC/MS
@7) 1uL.  GC
1lu. GC
(28) 1uL.  GC
(mL) 1
ki ng)x x x %1000
(1g/kg) (ng) ) w(g)
W(9)
GC
1 GC
SIM
70 130

363



6.8

(6)
a)
3.1 20g 100mL
<4 (0.1mg/mL)
— 30mL
I | s
I
[ | 10
I
| | 3000rpm 10
b) GPC
15mL
I
[ | 1 sm
GPC
I
[ _cpPc |
I
[ | nL
I
I |
I
I
[  Gc/Mms |

364



c)

6.8

15mL 300mL
5l
100mL
[ 25mL
| s
<
I
I |
I
| | 40
I 10mL
1mL/min
50mL
[ ———— 0.5% 100mL  ImL/min
I
I |
I
| | 40
10mL
—— ImL
‘—
I
|  Gcsvs |

365

300mL

25mL



6.9 -2- DEHA

6.9 -2- (DEHA)
(1)
GC/MS
2- (1)
1) -2- DEHA -2- DEHP
DEHP DEHA
1
(2)
a) -2-
(2)
b) PCB ®)
c) PCB ®)
d) PCB @)
e) PCB “)
T) JIS K8150 500 700
8
9) 60/100 130 16
100g 5.7mL
4 5
h)
i) -2- (DEHA) 1Img/mL
-5 Img/mL
i) DEHA-d, 0.1mg/mL
-5 0.1lmg/mL 0.1pg/mL
k) -dyp Img/mL
-5 1mg/mL -d1o
1 10pg/mL
)
DEHA DEHA
(3) 300 GC/MS -2-

366



6.9 -2- DEHA

@) 500 700 8
(3)
a)
® 200 2
SPC
b)
c)
d)
e) KD
)
g) 30cm lcm 5¢
lcm
h)
GC
0.2 0.7mm 15 30m
0.1
1.0pm
99.999% 20 40cm/sec
35 230 0.5
200
270 50 100
40 50 100 /min 250 280
MS
150 280
El
SIM
70eV
() 200
2
(4)
a)
3.1 209 100mL (6)
(M50mL 5

367



b)

c)

6.9
2
500mL(®)
100mL
2
50mL(®)
30
12)
(6)
@)
@)
©)
)
(10)
(11) DEHA
12)
50mL

-2- DEHA
10 3000rpm 10
5
1L
5
30
10mL
5mL
imL/
1% 100mL(10) ImL/
2-
10mL
1mL(1)
(13)
GC/MS
68.8 81.6
5
1
( 60 80
DEHA
0.25mL
10><300mm 5¢g
2cm
5% 50mL
130 15
95¢g 59

368



6.9 -2- DEHA

30
15
(13) 10><300mm 5g 5
5 2cm
50mL 2%
50mL
5 5
95¢g 30
G 100g 2L
1L 30
1L 1L
130
130
(%)
a) GC/MS (14
GC/MS GC/MS
GC
5%
0.25mm 30m 0.25pm
50 (2min)-( 10 /min)-260 10min
250
60sec  1uL
40cm
MS
El
70eV
220 280 200
SIM (15)
6.9-1
6.9-1
DEHA 129 147
DEHA-ds 137
-do 212

369



6.9 -2- DEHA

b)
DEHA 1pL
DEHA
5
DEHA -dho
1u. GC DEHA -d1o
DEHA
DEHA-ds 1uL GC DEHA DEHA-ds
c)
1nL.  GC/MS
d)
(16) 1uL.  GC
1lu. GC
an 1uL.  GC
(mL) 1
(ng/kg) (ng)x x %1000
H97g J (uL) wW(g)
W(9)
(14) GC 270
(15) SIM
(16)
@a7)
70 130

370

GC

-d1o



6.9 -2- DEHA

(6)
a)
3.1 209 100mL
— (0.1pag/mL)
— 3omL 2
I | s
I
[ | 10
I
[ |  3000rpm 10
1L
5%
500mL
— 100mL
5
1L
— 100mL
| | s
I
I |
|
[ | 30 10m
|‘ 5mL
b)
1mL/min
50mL
|< 1% 100m.  1mL/min
|
I I
|
[ | 30 10m
» n
‘—
|
SIS

371



6.10

4-t-

6.10.
(1)

T™MS
(2)
a)
b)
c)
d)
)
9)

h)

k)

D

n)

4-t-

1

5%

N, O-

4-t-

6.10

4-n-
A
A 24-
700 8
(
JIS K 1107
1

A
A
4-n- 4-
4-n-
A
GC/MS
JIS K 8987
JIS K8150
1L 509
60/100 130 16
1
95¢ 5mL
30
15
60 80
) BSTFA
99.999 vol%
1 99.999vo1%
-20
(img/mL) 4-t 0.100g

372

700



6.10
100mL
4-n-
100mL
4-n-
100mL
4-
100mL
4-t-
100mL
4-n-
100mL
100mL
0)
100mL
p)
100mL
2,4-
100mL
100mL
q)
A
r)
s)
A-di6 4-n-
1)
3)
a)

(Amg/mL) 4-n- 0.100g
(Amg/mL) 4-n- 0.100g
(Img/mL) 4- 0.100g
(Img/mL) 4-t- 0.100g
(Img/mL) 4-n- 0.100g
(1mg/mL) 0.100g
(10pag/mL) 100 pag/mL @
(Img/mL) ImL 10mL
-20
1
(Img/mL) A 0.100g
(lmg/mL) 2,4- 0.100g
(1mg/mL) 0.100g
(10pag/mL) 100mL
(Img/mL) imL
-ds -dio  10pg/mL
-dio 1pg/mL
A_d15 4-n- -dlo
-dip  10pg/mL
10

373



6.10 A
b)
c) 3000rpm 15
d)
e) KD
)
g) KD
h) 30cm
5% 15¢g
2cm 100mL
i)
J)
GC
@ 0.2 0.7mm 15 30m
1.0pm
99.999% 20 40cm/sec
35 230 0.5
270 50 100
40 50 100 /min 250 280
MS
150 280
El
SIM
70eV
2) J&W DB-5ms Restek Rtx-5 HP HP-5ms Supelco SPB-5
(4)
a)
3.1 20 30g¢ 100mL
A-dis 21g 50mL
10 3000rpm
3 5
1L 50mL 10

374

10mm

0.1

200

SGE BPX-5

5mL
10

500mL



6.10

5mL
b)
a
100mL
100mL (@)
15mL
2mL
c)
c)-1
c)-1
-ds
1mL
c)-2 A
A
BSTFA 200uL
TMS
0.2 0.3mL
-0io 1pg/mL
(4)
d)
3)
4)
TMS
N,O- (
)
a) GC/MS
GC/MS GC/MS
GC

5%

375

A
0.5mL
2mL
A 2
A c)-2
dio lpg/mL imL
NIO- ( )
1
1mL 1mL
A 2,4-
TMS
)
TMS
0.25mm 30m 0.25pm



6.10 A

60 (Imin)-(10 /min)-280 (5min)

280
(60sec) 1uL
40cm  sec
MS
280
El
70eV
250
SIM
6.10-1 6.10-2
MS PFTBA PFK MS
m/z =18 300
1 amu
6.10-1
CAS Regist
Numlci]erry PTRI®
4-t 98-54-4 1306 135 107
4-n- 14938-35-3 1461 107 164
4-n- 2446-69-7 1522 107 178
4- 1987-50-4 1668 107 192
4-t 140-66-9 1614 135 107
4-n- 1806-26-4 1770 107 206
104-40-5 1669-1801 135 107
-ds - <1200 136
-dho - 1794 188
*  PTRI, Programmed Temperature Retention Index
6.10-2
PTRI
A TMS 2230 357 372
2,4- TMS 1372 219 234
TMS 1883 323 338
A-dis TMS - 368 386
-dio 2140 212
*  PTRI, Programmed Temperature Retention Index
PTRI n- 5

376



6.10 A

b)
b)-1
5 imL
imL
1yl GC/MS
b)-2 A
5
1mL 0.5mL
(4)0)-2 T™MS 1mL
1uL GC/MS
©)
6.10-1 6.10-2
(5) 1 2
1y GCIMS
20
GC/MS
2
d)
TMS
+5
+20
(6)
TMS
Gg/kg)=  (ng)x ML), 11000
CYTRETY)
w @)
)
©)

377



1L

50mL

6.10 A
(6)
a)
20g 100mL
< 5mL
< ( A-dy  2Mg
— 50mL
[ 10 )
I
[ 10
I
| 3000rpm 10
1L
5%
500mL
DE— 50mL
10
1—
10
I
I
I
[ 30 5L
|< 0.5mL
100mL

100mL  1mL/min

30 10mL

2mL
15mL
2mL

378



b)

6.10

GC/MS

GC/MS

6.10.1(4)b)

6.10.1(4)b)

N,0- (

10mL
]
ImL
10mL
0.2 0.3mL
]
ImL

379

-dyp 1pag/mL 1mb

200pL

-dyp 1pag/mL 1mb



6.10

6.10.2

€Y

(2)
a)
b)
c)
d)

)
9
h)
)
1))
k)
D

m)

n)

0)

3

b)
c)
d)

GC/MS

10mL

lpg/mL

@)

@)

1

JISK 8574
6.10.1(2)e)
6.10.2(2)f)

1000pg/mL(1)

10

-O1o

10pg/mL

380

Sep-Pak Cartridges Florisil
4%

6.10.1(2)n) p)

-tho -dio

A 100pg/mL

(2)

KD



6.10 A
e) KD 10mL
)
g)
h) 100mL
e)
GC
0.2 0.7mm 15 30m
1.0pm
99.999% 20 40cm/sec
35 230 0.5
35 230 0.5
270 50 100
40 50 100 /min 250 280
MS
150 280
El
SIM
70eV
(4)
a)
3.1 10g 100mL
10 3000rpm 10
100mL
20mL
5% 200mL
50mL
300mL
50mL
50mL
5mL
10mL
b)
a) Imol/L 0.5mL
0.2mL 4) 10
Imol/L 5mL

381

0.1

200

30mL

300mL

KD

3)

70



6.10 A

1 ) 8mL
(6) 0.5pg/mL 1mL
)
KD 39
0.7mL 12
3mL
4% 1mL
4%
8mL (9 0.5mL
c)
(3) 1mol/L KD
@)
®)
(6)
@)
@)
©)
(5)
a) GC/MS
GC/MS GC/IMS
GC
5% (10) 0.32mm, 25m, 0.52pm
60 (Imin)-(15 /min)-280 (5min
250
90sec  1uL
He 7.5psi

382



6.10 A

MS
250
El
70eV
250
SIM
6.10-3
MS PFTBA PFK MS
m/z =18 300
1 amu
6.10-3
4-t- 163 178 A
4-n- 192 135 A
4-n- 206 135 A
4-t- 163 135 A
4-n- 135 220 A
4-n- 234 135 A
177 163 B
A 269 284 C
-dho 164
B. dio 188
-dho 212
b)
1.0pg/mL 10pg/mL 0 1.0mL
KD 10mL
ImoL/L 0.5mL 0.2mL
10
Imol/L 5mL
8mL 0.5pug/mL
1.0mL
0.7mL
lul.  GC/MS

383

(11)



c)

d)

0)

(11)

(12)

13)

6.10

(13)

+5

*+20%

(bg/kg) =

W

J&W DB-5ms

A
6.10-3 (12) 1
1L GC/MS
+20
GC/MS

(mL) 1
nag) x X x1000
(ng) oD W)

(9)

Restek Rtx-5 HP HP-5ms Supelco SPB-5 SGE BPX-5

384



6.10 A

(6)
a)
10g 100mL
< 30mL 2
| |
|
| | 10
|
| | 3000rpm 10
100nL
—— 20nL
|
300
5%
200mL
— 50nL
300
—— 50mL
10
300nL
— 50mL
|
|
| |
|
| | 30 5L
l——

385



b)

6.10

GC/MS

10mL
1mol/L
0.2mL
10
1mol/L
70 1
10
8mL
0.5pag/mL
0.7mL
4%

386

0. 5mL

5mL

1mL

imL



6.11

6.11
17 a- 17 3-

6.11.1
€Y

70 1
-d12

GC/MS

(2)

a)

b) L-

c)

d)

e)

)

g9)

h)

i) 1

J) 1

k)

D)

m) 20 48 mesh
n) 1mol/L 29
50mL

0) 1mol/L 569 50mL
950mL
p) Sep-Pak Cartridges Florisil

q) Cis Sep-Pak Plus C18 Cartridges 1
r) 17a- 17 3-

s) 173- -16,16,17-d5 17 3- -2,4,16,16-ds

387



6.11

t) -0h2
u) 1)
1pL/mL A 0.1pg/mL B
176- -2,4,16,16-ds1 png/mL 176-
-16,16,17-d3 lpg/mL
-di2 0.005pg/mL A 0.0005pg/mL
B A
(D) MS
3)
a)
KD
(5)
KD 10mL 10 50uL
2 3mm
b)
c)
d)
e) KD
)
9)
h)
10cm 3
i)
GC
0.2 0.7mm 15 30m
0.1
1.0um
99.999% 20 40cm/sec
35 230 0.5
35 230 0.5
200
270 50 100

40 50 100 /min
MS

388

250 280



6.11

150 280
El
SIM
70eV
4)
a)
109 50mL ) 30mL
10
3000rpm 10 100mL
30mL
20mL
5% 200mL 500mL
50mL
300mL 50mL
(4)(5)
(1+1)ImL
(1+1)ImL 10mL
(1+1) 10mL
(6)
5% 6mL KD 10mL(™
b)
1mol/L (8)0.5mL 50
(9
0.5mL
KD
30 (10)
Imol/L 5mL 8mL
70 (11)
B -d120.0005pL/mL  2mL
KD 79
(12
5mL
(3+17)ImL (13
KD (3+17)1mL
10mL
(3+17) 8mL

389



c)

6.11

KD
10 50uL
(14)
60mL 5mL
2) 3000rpm 10
4.1
(3) MS
173- -16,16,17-ds 173-
-2,4,16,16-ds m/z300 227
17 3-
-2,4,16,16-d, H-D
173- -16,16,17-d3
H-D m/z227
4)
(5)
6) 3 15mL
10mL
) KD b)
8) 50mL 29 50mL
9) 15
30cm
502
-d12
(10)

390



6.11

(11) 10
(12) 80 90%
(13) (3+17)10mL
(14) KD 10 50uL
MS
(5)
a) GC/MS
GC/MS GC/MS
GC
0.2mm 25m 0.52pm
5%
60 (1min)-(20 min)-280 (10min)1%)
260
1.5 2uL
He 15psi
MS
El
70e
250
SIM
6.11-1
6.11-1
17 - 227 300
173 300 227
227 324
173 -d3 303
173 -dy 304
-a12 240

391



6.11

b) (16)
A 1.0pg/mL 0 50uL
1.0pg/ mL 50uL (3)
(4)b)
0.1 0.5mL 2ul.  GCIMS
c)
15%
15% GC/MS
d)
=+5
+20% an
(18)
(mL) 1
/kg) = ng) x X x1000
(k9/kg) (ng) o) W0)
w (9)
(15) GC 17a- 178-
(16)
0.1 0.5mL
17) 17 m/z 300 17a-
m/z 227 17 B-
m/z227
(18) -di2  m/z240
-di2

392



(6)

6.11

393

209 50mL
2g
30nL l 2
10
3000rpm 10
100mL
20mL
500mL
5%
200mL
50mL
10
500mL
nEE— 50mL
10
300mL
30 5mL
(1+1) ImL
(1+1)10mL
5% 6mL
KD 10mL



b)

GC/MS

6.11

1mol/L 0.5mL
50
0.5mL
KD
30
1mol/L 5mL
8mL
70 1
B -0120.0005p L/mL
(3+17)1mL
(3+17)10mL
8mL
KD 10mL
10 50pIL KD

394

)2mL



6.11

6.11.2

(€))
pHS5

PFB
PFB
T™S
GCINCI/MS

(2)

b) 2-

k) 1mol/L
(D) PFBB 1lg 18-
6- 1lg 2- 50mL 1
1)
m) Sep-Pak Florisil

n) C18 Sep-Pak Plus C18

0) N- (TMSI)
p) 17a- 17 3-

q) 176 -2,4,16,16-ds
r) (2)
1000pg/mL

lpg/mL
A 0.1pg/mL B 0.01pg/mL C

1786- -2,4,16,16-ds 1000pg/mL
0.1pg/mL

1) PFBB

PFBB
@) 10

395



6.11

2mL
1
(3)
a)
(5)
b)
c)
d)
e)
)
g9)
h) GPC GPC
1
i) GPC
i)
6.11.1(3)i) 6.11.1(3)
(4)
a)
109(®  50mL
40mL 30
40mL 5
20mL
200mL
20mL
10mL
200mL
5mL 5mL C18
C18 5mL
(i) (iv)
(5)
@) (1+1) 1mL
ImL
(1+1) 10mL (6)
5mL 10mL
(ii) 10 5mL (M c18
5mL
10mL

396

KD

Shodex EV-2000

(4) pHS5
2000rpm

5%

emL

PAE-2000

10

40

(10vol%)

C18

10mL

5mL
(1+1)

50



b)

6.11

(iii) GPC GPC (8)
10mL
(iv) 9)
3) 3000rpm 10
4.1
3000rpm 10
1) 1 5ng
17 3-
-16,16,17-ds
)
6) 3 15mL
10mL
7) 0.5mL 4.5mL 6mL
10 10mL
(8) GPC
PAE-2000 Shodex 4.0mL/min
16 18 16.9 (1+1)
4.0mL/min 14 17 15.1 15.9
9) TLC HPLC
PFBB 0.5mL 3mg 80 30
emL 2mL
(10 2mL
5mL (11)
imL 10mL
(12)
5mL
(1+1)smL 10mL
N- TMSI 20uL
30 TMS
1mL (13)
5mL

397



6.11

(9+1)smL 10mL
0.2mL
c)
60mL 5mL
(10) 80 90
(11)
(12) 10mL
(13)
()
a) GC/MS
GC/IMS GC/IMS
GC
( 0.2mm 25m 0.25p )
5%
150 (Imin)- (10 min) 300 (10min)
260
1 2uL
He 15psi
260
NCI 1pg
150 250
SIM
6.11-2 (10)
6.11-2
17a- TMS 343 344
176 TMS 343 344
TMS 367 368
176 -d TMS 347 348

398



A B C

b) (1)
0.1pg/mL
(4)b)
c)
15
(10) 6.12-2
m/z253
(11)
d)
TMS
+5
+20

(1g/kg) = (ng) x

6.11

10mL
500uL
TMS

500pL

(4)b)

2pL,. GC/MS

GC/MS

TMSO
90 17a-
m/z277

m/z269

m/z431

176-
m/z257
m/z270
m/z432

Ly 1
(mb) x1000

399

(L) W(g)
(9)



6.11

(6)
a)
10g 50mL
“ 219
[ —— pH5 (10vol%) 40mL
[ | =0
I
| | 2000rpm 10
< 40mL
I | s
I
I |
— ! — 20mL
- I
200mL
— 20mL
|
100nL
I
[ | 40 10mL
— 200mL
C18 5mL
5mL C18
e 5mL
10mL
‘—
| 7
) (ii)C18
(iii)GPC (iv)
[\ ~

400



b)

<
l———
I |
I
I |
|l ¢——x
Al
I |
I
I |
I
I I
I
I |
4—
<
<—
<
|
‘—
Al
‘—
<
I
[  Gcsvs |

6.11

PFBB 0.5mL
0.3mg
70 30
6mL
2mL
10mL
5mL
imL
5mL
(1+1)5mL
10mL
20 L
30
ImL
5mL
(1+1)5mL
10mL
0.2mL

401



6.12 1,4-
€Y

(2)
a) 1,4-
b)
c)
d)

e)
10pg/mL

)

g)
20mL

h)

3
a)

b)
c)
d)

)
9
h)

6.12 1,4-

1,4-
GC/MS
1,4-
1,4-
10pag/mL 1,4- 10pg/mL
10 pag/mL 1,4- -0s
10pag/mL 4-
10pg/mL
40mL
0.2 1g 20mL 40mL
GC
0.25mm 30m 25 -75
0.5um
99.999Vv/iV% 20 40cm/sec
40 150 5 /min

402



6.12 1,4-

250
2
MS
El
SIM
(4)
a)
10pg/mL  20uL
20mL 10 2500rpm 5
3
5mL
10mL
2 3000rpm 10
30
0.5mL
10pg/mL  20ng/LL
ImL
b)
60mL 10pg/mL  20uL
a)
1)
2
(5)
a) GC/MS
GC/MS GC/IMS
GC
25 -75
30m 0.5um (2
50 (5min)-(10 /min)-»70 (40 /min)-310
250
99.999v/v%
MS
El

403

20g

50mL

®)

5mL

0.25mm



6.12 1,4-

70V
SIM
6.11-2 (10
MS PFTBA PFK MS
m/z =18 300
1 amu
6.12-1
1,4- 88 58
]
1,4- -ds 96 94
96 70
4- 174 95
b)
10 pg/ mL 0.05 5pg/mL
960uL 20puL 1y, GC/MS
c)
1lul. GC/MS
d)
(mL) 1
(kg/kg) = (ng) x X %1000
L) W(g)
W @)
(2) DB-WAX 1

404



(6)

6.12 1,4-

\

20g 50mL
< 1,4- -d, 10pg/mL 20pL
< 20mL l 13
| | ©
I
| | 2s500rpm 5
[ 2 lpam A
J
| 3 5mL/min
"3
2
\\
|  1omL s/
I
| 2
3000rpm 10
30
— 5mL  0.5mL/
P
4 GC/NS
| N
— (10pag/mL 20 L
I
| Gc/ms |

405



€Y

.13

.6.13

PFB

GC/IMS

(2)

)

k)
D

n)
0)

)

s))

18-

(2)

JIS K 8180

PFBB

@pg/mL)

2pug/mL

(20 g/mL)

(2g/mL)

Img/mL

@)

(21 g/mL)
1mg/mL

PFBB

PFB
W1g
50mL
-2,3,4,5,6-ds
-tho
100mg 100mL 100mL
(Img/mL)1 mL
Img/mL)ImL 2- 50mL
100mg 100mL
2pg/mL
-di0 100mg 100mL

2ng/mL

406



.6.13

(2)
(3)
a)
b)
c)
d)
e)
)
g)
h) GC/NS
GC
0.2 0.7mm 10 30m
0.1 1.5pm
50 350
MS
El
SIM
70V
(4)
a)
3.1 1 10g 50mL 2pg/mL
50uL (3)
Imol/L 30mL 10 2000rpm
10 1L A Imol/L
20mL
1L A
450mL 1mol/L 50mL 100g
100mL 10
1L 6mol/L pH3
50mL 10

300mL

407



.6.13

20mL
imL
imL
b)
“4)@)
3mg 80
20% 6mL
2mL
10mL
imL
100ng 1mL
c)
a) b)
3) 109
)
a) GC/MS
GC/MS GC/MS
GC
5% 0.25mm
60 (2min)-»(5 20 /min)4) 300 (2min)
1mL/
60sec
290
MS
280
(ED
70V
250
SIM
6.13.1
MS PFTBA
1 amu

408

40

PFBB
30

10pug/kg

30m

PFK
m/z

10mL
1mL
2.
0.5mL
PFBB
PFB
-dho
0.25um
MS
=18 300



.6.13

6.13-1
PFB 274 65
1
-ds PFB 279 70
-d o 188 184
@) 60 (2min)-~(20 /min)-130 - (10 /min)-210 - (5 /min)-260 -
(10 /min)-300 (2min)
b)
10mL 2- 1mL (20pg/mL)
0.01 1pg
100ng 2pg/mL 50pL
(4)b)
1pL.  GC/MS
c)
1uL GCIMS
d)
9)
glke)=  (ng)x mb) L x1000
(L) W(g)
w (9)

409



.6.13

(6)
a)
3.1 1 10g 50mL
¢ — -c5(2lag/mL) 50l
! — 1mol/L 30mL 1 2
2
I I 10 Imol /L
I 20mL
[ | 2000rpm 10 \.
1L A
|l ¢——— 450mL
[— 1mol/L 50mL
— 100g
I |
— 100ml
| | 10
1L B
I
| pH | emoi/L pH3
< 50mL
| | 10
l—— 50m1
10
- I
I |
300mL
I
I
40 10mL
< 20mL
ImL
< 2- ImL
— ImL

410



b)

GC/MS

20%

80

2mL

.6.13

3mg
30

10mL

ImL

411

6mL

(PFBB)

ImL

-dp 100ng

0.5mL

o)



.6.14

6.14
€Y
0-(2,3,4,5,6-
PFBOA PFBOA
GC/MS

(2)
a)
b)
c) @+ 1 JIS K 8951

d) JIS K 8150 250 2

e) JISK 8987

) (1000 jug/mL)®

g) 10pag/mL -0

h) 0-(2,3.4,5,6- ) PFBOA
042,3,4,5,6- )- 600mg
100mL

@)

3
a)

b)
)
d)
e)
) GC/MS

0.25mm 30m 5%
0.25pm

412



.6.14

99.999vol %

50 350
El
SIM
70eV
4)
a)
3.1 29 100mL
2500rpm 20
50mL
PFBOA 2mL
(1+1)1.6mL 5
10mL
1mL
(2)
b)
100mL  200mL a)
(2) PFBOA
(5)
a) GC/MS GC
GC/MS GC/IMS
GC
HP-5ms 5%
0.25mm 30m 0.25pum
50 @1 ) (20 [/ ) 140 (o0 /
0.9mL/
1
luL
250
MS
280
El
70eV
250
SIM

413

50mL 20
200mL
200mL

200mL 25¢
10

29

(3)

) 230 (40 ) 310



.6.14

(4) 6.14-1
MS PFK MS
m/z =18 300
1 amu
6.14-1
PFBOA 195
-d8
b)
100mL 200mL 1000pg/mL
@ 0.1 1pg
“)a)
1uL
PFBOA
)
1uL GC/MS PFBOA
d)
Wg/kg)=  (ng)x X —— x1000
W(g)
W
(3) DB-5 SPB-5 CP-SIL-5 HP-5 1

(4)

414



.6.14

PFBOA

(6)
3.1 2g
100mL
! —  sonL [ 12
| |
[ | 2s00rpm 20
200mL
———  0-(2,3,4.,5,6-
PFBOA anL
| | 2
——— (1+1)1.6mL
| ] s
—— 259
< 10mL
| 10
< ImL
| |
[ PFBOA
[ cc/ms |
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