€9

)

LAS

)

)

4-t-

LAS

LAS

LAS
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C10-LAS C14-LAS
C10-LAS C14-LAS



LAS

1 (4-(2,4- -4- ) (
2 |4-(2,4- -2- )
™) 3 [4-(3,6- -3- ) )
4 |4-(3,5- -3- )
5 |4-(2,5- -2- )
6 [4-(3,5- -3- )
7 |4-(3- -2- -2- )
8 [4-(3,4- -4- )
9 |4-(3,4- -3- )
10 |4-(3,4- -4- )
11 |14-(2,3- -2- )
12 |4-(3- -3- )
13 |4-(3,4- -3- )
D) ( |
LAS C10-LAS
C11-LAS )
C12-LAS
C13-LAS
C14-LAS
( )LAS ]
*) 4 6 8 10 9 13
( )
b.
19 1 20
1
19
p,p*-DDT p,p"-DDE p,p*-DDD 3
16 -
3 p,p"-DDT p,p"-DDE p,p"-DDD
16 a-HCH [B-HCH -HCH( ) OS-HCH
cis- trans-
cis- trans- HCB  o,p"-DD
T o,p"-DDE o,p"-DDD
1 ( 2
( D 23



23 5 23

1
1
1
25
1
23 10 (0.01mg/L
0.003mg/L)
2 LAS
4-t- 4-t-
LAS
24
p,p"-DDT p,p"-DDE
p,p"-DDD
(16 ) POPs( )
POPs
24 8
24
2
( 2 24



( )
1 1 2 (0.1mol/L)
C H]( ) | C 500mL) C 2
2 2 3
C 3] ) | C 5mb)
3 1 150pam(100
C 9|« (_509) )
) 1
(__509)
(G ) 1 @
( 2) 1 NaCl:23.5g/L MgCl.:5.0g/L Na.S0.:
3.99/L CaCl::1.1g/L KCI:0.7g/L NaHCO0s:0.2g/L
¢ 3 2 @
9 3
1
59
2 LAS
4-t-
22 10
3
10 10
24 8
50
31
JIS K
0102 ( D(C 2
¢ D 3
7)-2
( 2 JI
S K 0102 ICP



ICP

1) 1( )
o o
o
o o )
ICP o o o
ICP o
ICP o o o o
( )o
(2) 2( )
4-t- LAS
- o ol ol
-GC/MS
- o ol ol
-GC/MS
- o ol
-LC/MS/MS
( Jo
o1 ( 22 10 )
3)
- (GC/QMS) ol o3
- (GC/HRMS) | ©1 ©2
- o2
(GC/NCI-MS)
o]l @2
ICP e?
ICP ®?
®?
( )o1l ( 10 10 )
o2 ( )
o3 24 8
®l:

®2: JIS K 0102




0.003mg/L
0.01 mg/L
0.01 mg/L
0.03mg/L( : A)
( )
1pg/L( : A) 0.06pag/L
LAS 30g/L( s A) 0.1 pg/L
__________________ )l
4-t- 1pg/L( : A) 0.03pag/L
( )
p,p"-DDT
p,p"-DDE
p,p"-DDD
( :15mg/kg : (
)
) .
E 1 1 i
E 10 i
: 2 2 |
: 1000 5
: 1000mL imL
E 3 |
&)
1 (¢D) 10 1
mg mg/L JIS Z 8401 3
2 (¢D) 1000 1
g g/l JIS Z 8401 3 ( )




3 1kg g pg/kg JIS

Z 8401 3 1kg mg
mg/Kkg JIS Z 8401 3
) 4-
1 13 LAS C10-LAS C14-LAS LAS
Q) )
1 3 3
3
2 3 1 5 5
3
1
)
4)
3 3
(5) 1
1 (€D) 10
1
1/10
Q) 3
3 4 )
10 mg/L
JI
S K 0102
JIS K 0102 55 55.2 55.4
JIS K 0102
8

JIS K 0102 54
JIS K 0102 61.2 61.4
JIS K 0102 53 JIS K



0211

02
(6) 2
2 [€))
1000
LAS
GC/MS
4- 1
1 13
LAS
MS/MS
C10-LAS C14-LAS
C10-LAS C14-LAS
4-t-
GC/MS
) 3
3
M1
3
( D
@ 1kg
10 10
( 2
« 2
GC/MS

24

JIS K 01
10
1000
@
Mg/l
11
13
GC/FID
LCc/
12
LAS
Mg HMg/kg
( 2)
24 8



24

24
(g/kg) |S-D-(Hg/kg) | CV %
p,p"-DDT | 14 26.4 12.3 46.5
p,p"-DDE | 23 31.0 8.53 27.5
p,p"-DDD | 19 19.6 7.72 39.4
24
24
24
24
GC/MS GC/QM
S GC/HRMS GC/NCI-MS
D 20 80
20 4

C 2

http://www.env.qgo. jp/chemi/end/sympo/manual199810/water.html

http://www.env.go. jp/chemi/kurohon/2005/http2005/02moni-manu/000moni-manu.htm




http://www.env.go. jp/water/teishitsu-chousa/index.html
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(M 2
3 D
24
24
ICP ICP
24
(mg/kg) | S-D.(mg/kg) CV %
170 0.774 0.208 26.9
ICP 64 0.726 0.220 30.3
ICP 66 1.00 0.281 28.0
1 0.839 - -
ICP
JIS K 0102 |JIS K 0102
(2010) (2013)( 2) |(2012)
(1+1) 3mL - 6.7mL
3mL
(200g/L) 2mL 2mL -
(100g/L) - 0.4mL -
(200g/L) (100g/L) |- - 4mL
( 30 60 60
20mL
C D
QY
Imol/L
JIS
K 0102 ICP ICP



kg
( 2)JIS K 0102(2013)

®)

)

2013 7

¢ )
@

(2) GC/NS  SIM

€))
“)

N N R R R

- 11 -

LAS

SIM

C10-LAS

mg/

Cl4-LA



(

@

)

(

€9

)

@

)

3)

©))

)I€))
@ @
JPEG
()
1
25
25
25
25
)
210-0828

TEL 044(288)5130

)
A4

10 17
10 10

11 14
1 7

10-6
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4 @ &
PDF

http://www.seidokanri.go.jp




®)

(6) http://www.seidokanri.go.jp/
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JIS

K 0102 55.2 55.4

JIS

K 0102 55.2

1CP

JIS

K 0102 55.3

ICP

JIS

K 0102 55.4

JIS

K 0102 54.1

JIS

K 0102 54.2

ICP

JIS

K 0102 54.3

1CP

JIS

K 0102 54.4
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mg/L

46

JIS K 0102
59



JIS

K 0102

61.

ICP

JIS

K 0102

ICP

61.

JIS

JIS

K 0102

K 0102

61.

53.

53.4
10

JIS

K 0102

53.

JIS

K 0102

ICP

53.

JIS

K 0102

ICP

53.

JIS

K 0102

53.

JIS K 0211

4-t-

4-t-

Mg/l

4-t-
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LAS

11

4-t-



0557 Al A2 A3 A4 (D
8025 ( 2
8840 ( 2)
8117 ( 2
( ) 8987 ( 2
4- 100pag/mL 4-
100mL
4-t- 100pag/mL 4-t-
100mL
lpag/ml 4- 4-t-
ImL 100mL
0.1pag/mL ® 4-(3,6- -3-
10pag/mL BC 4-t-
Mg/mL ImL 100mL
Img/mL  4-n- -da 100mg
« 4
0.1pag/mL mL 100mL
ImL 100mL
C 4
5 500pL
0.5mL 0.5mL 40
0.5mL
QY
C 2
( 3 50 120
e 4-n-
« 4 ~d1o
¢ 5
( 6) 10mm 30 50mm
« N
10 20mL 0.5mL ImL
€))
20mm 200mm
(b)

- 16 -

10mg

10mg

3)
100mL

10



©)

10pL
€))

0.25mm 30m
0.25pm

(b)

(E1 )

(©)
99.9999vol

(d)

(e)
280

M
230
(9
50 1 50 300

¢ %5

¢ 6

«¢n

95¢g

150 250pum

10mL
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2cm

130

(SIM )

10mL

20 40cm

15

30

15¢g

smL

220 280

200



€Y
@) (€9) 2 ( 98)
500mL Imol/L pH 3.5
0.5mL 5 10mL (

9)
(b) 10mL 30
(¢ 10)
(c) 4mL

(d) 40
ImL 0.3
g ( 11)
©)
0.5 mL
( 12)
™
3+7 50mL mL

(9) 3+2 100mL 1
mL ( 13)
h) 40 5mL ( 14
(1) 2 3mL
0.5mL 40
0.5mL ( 1D

@)
[€9) ( 15)

(€))
(a) _2-1
(b) 1L

16
©)

¢ 17
(d) _

(e) ® © @
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2-1

1 4-(2,4- -4- ) 121 163
2 4-(2,4- -2- ) 135 220
3 4-(3,6- -3- ) 135 107
4 4-(3,5- -3- ) 149 191
5 4-(2,5- -2- ) 135 163
6 4-(3,5- -3- ) 149 191
7 4-(3- -2- -2- ) 135 220
8 4-(3,4- -4- ) 163 121
9 4-(3,4- -3- ) 149 107
10 4-(3,4- -4- ) 163 121
11 4-(2,3- -2- ) 135 220
12 4-(3- -3- ) 191 163
13 4-(3,4- -3- ) 149 107
4-t- 135 107
©C 4-(3,6- -3- ) 155 113
BC 4-t- 141 113
4-n- -ds 111 224

-0 188 186

4 6 8 10 9 13
) ( 18
Mg/l
4-t- 1
Hg/L = a-b ><fxnx 1000/
a b f n

a

b

f ( 18)

n Mg

¢ 8
10mL
2 3
« 9 aQ @ @
1mol/L pH 3 0.5mL
30g
10 2

- 19 -

mL

lpam

5mL

50mL

ImL



(¢ 10)
¢ 11

¢ 12)

¢ 13)

¢ 14

¢ 15

(¢ 16)

¢ 1D

120

( 18)
lpL

22 10

3+2

1L
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20

11

3+7

40

75

50



il | 4
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<HEH 191> @ 1
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{f!ﬂ Gt 2 i (1
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M E (mm
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- « 9
LAS
LAS
C/MS/NS
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p,p*-DDT p,p*-DDE p,p"-DDD
O-HCH B-HCH y/-HCH( ) S-HCH

cis- trans- cis- trans-

HCB o,p"-DDT o,p"-DDE o0,p"-DDD

GC/QMS GC/HRMS
GC/NCI-MS
10 10
( ) - 24 8
GC/QMS
- GC/QMS _ GC/HRMS
700 8
700 8
607100 130 16
2
( D
5 C-200
130 15 95 300mL
5mL
30 15
(Atlas Powder Co. )100 2L
1L 30
1L 1L
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130

_d14

130
2.5 25 75
30
60 80
100mg/L 100mg/L
100mg/L ¢ 2
-dwo -dwo p-
p,p"-DDT-"C:. HCB-"Ce ( 2)
(GED)
(5mL) 2Hg
5mL 20mL G
C/MS p,p"-DDE p,p"-DDT p,p"-DDE
4 100mL p,p"-DDT
15 150mL
« 2
30cm 15mm
10 2cm
100mL
30cm 10mm 5
5 2cm
40mL
30cm 10mm 2.5
10 30
2cm 30 30mL
KD
GC/MS GC MS

- 23 -



oM

€9
€))
10
1
10
KD
(b)

100mL(Fr.2) 15

10

100 1000ng

©)

@)
(2)GC/NS

S HRMS

OmL
50mL 10
3000rpm 10
3 5
50mL 5
5mL
¢ 3
(Fr.0(C D 4 4
150mL(Fr.3)
Fr.1 5 10 1
10mm
KD
ImL
@ O
30m
5
50 1 -10 / -280 5
250
1 1L
He
40cm/
280
El
70eV
SIM

- 24 -

10 100n

5mL

300mm
mL

0.25mm

500mL

5)

0.25pm



(b)

)

p,p"-DDT
p,p*-DDE
p,p"-DDD
ot-HCH
3 -HCH
v/ -HCH(
S-HCH

cis-
trans-

cis-
trans-

0,p"-DDT
0,p"-DDE
0,p"-DDD

p_

p,p” -DDT-"Cr2
HCB-"Cs

RF
RF

RF

RF
RF -
Ais>=<Cs

As

Ais

Cis

_dlo
-d10
_d14

As>=<Cis

(HCB

RF

235.
246.
235.
180.
180.
180.
180.
262.

79.
262.
374.
374.
115.
408.
408.

) 283.
235.
246.
235.

188.
212.
244 .

247.
289.

0(237.
0(317.
0(237.
9(218.
9(218.
9(218.
9(218.
9(264.
0(262.
9( 81.
8(372.
8(372.
0(386.
8(406.
8(406.
8(285.
0(237.
0(317.
0(237.

[EEN

»
o/

O O©W O 00 00 0 0 0 00 O VW © © © © © O o o

0(249.0
8(291.8
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165.1)
316.9)
165.1)
182.9)
182.9)
182.9)
182.9)

66.0)
276.8)
264.9)
236.8)
236.8)
236.8)
410.8)
410.8)
248.8)
165.1)
316.9)
165.1)

( 6)
177.1)
283.8)

15

ng

RF

RF



)

©)

RF
GC/MS

(d)

)

)
RF

RF

3

Fr.3

Cs

7)

1pL GC
p,p'—DDT—13C12
RF =+15
RF
ng
As><Cis
ng -
A1s>=<RF
As
Ais
Cis
_3-1
Fr.3

DDD

- 26 -

DDE

ng

30

8)

ng

20

1L

10mL

9)
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ﬁ&hﬁ 20 ACCIONE-NEXANE e Acelpne-iiexane
Fr.1-1{Fr1-2| Fr1-3 | Total | Fr2-1| Fr2-2| Fr2-3 | Total | Fr3-1| Fr3-2| Fr3-3| Tofal

B S DN " % 1] % 1 0 0 i 0 0 0 0
BaP 0 0 1 1] 8 12 0 %N 0 0 0 0
o-HCH 0 0 0 0 2 M 27 100 { 0 i )
g-HCH o0 o o o o o o o9 i o o 1
vHCH 0 0 0 0 ) 0 100 100 { fl 0 0
§FHCH 0 0 0 0 0 o 9 98 2 0 0 2
~TH N 040 9 2l 9 1 0 0 1 0 0 0 0
TAEY 0 » 1 % 1 {l 0 1 0 0 0 0
Bl LR E s Y 0 0 0 0 | 0 100 100 0 0 0 0
rang~/nAF o o 3 3 % 14 o 9 o 0o 0 o0
cis=TanNT v 0 0 33 3 6 bl 0 67 0 0 0 0
by | 0 0 0 0 0 1 99 100 0 0 0 0
trang=/+/o 0 1 01 0 7 0 0 § 0 0 0 {
4,4'-DDE 0 98 1] % 1 0 0 1 0 0 i 0
FAMY 0 0 0 0 0 o 100 100 0 0 0 0
AR 0 0 0 0 0 { 100 100 0 0 0 0
s 1 0 0 0 0 0 of 87 81 13 0 0 13
4,4-DDD 0 0 1 1] 2 5 11 9 0 0 0 0
4,4'-DDT 0 19 79 o8 2 { 0 2 0 0 0 0
AL 0 i 0 0 0 o 100 100 0 0 0 0

« 9 (Fr.1)

5

15 150mL

( 6)

( 7)RF  RSD 15

« 8

C 9 80 120

10
- GC/HRMS _ GC/NCI-MS

( ) POPs




SIM

http://www.env.go. jp/chemi/kurohon/2012/shosai/3 6.pdf | 24
http://www.env.go. jp/chemi/kurohon/2011/shosai/3 6.pdf | 23 .
http://www.env.go. jp/chemi/kurohon/2010/shosai/3 6.pdf | 22
http://www.env.go.jp/chemi/kurohon/2009/shosai/3 6.pdf | 21
http://www.env.go.jp/chemi/kurohon/2008/shosai/3 6.pdf | 20
http://www.env.go.jp/chemi/kurohon/2007/shosai/3 6.pdf | v
http://www.env.go.jp/chemi/kurohon/2006/shosai/04 6.pdf | 18
http://www.env.go. jp/chemi/kurohon/2005/http2005/02moni-man 17
u/00Omoni-manu.htm L
- GC/MS
24 8
5 5 2
60/100 130 16
2
5 C
200 1 130 15 95g 300mL
5mL
30
15

3.39g 100
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mL 20mL

25¢9
1
(1mg/mL) -20
1 HCH a- B- vy- O- p,p"-DDT
p,p"-DDE p,p"-DDD
HCB
00g 100mL
( 10 g/mL 100mL (Img/mL)1mL
(10pag/mL) dio -dw p-
g/mL
(10pag/mL) p,p"-DDT-"Ci. HCB-"Ce  10pag/mL
QY
QY
1
3000rpm 15
KD
30cm 15mm
10g
2cm 100mL
30cm 10mm
5 59
2cm 40mL
30cm 10mm
2.5 10g (3+7)
2cm
7) 30mL
GC/MS

- 29 -

-

0.1

10

3



0.2 0.7mm

70eV
&)
(€))
() 100mL
1
@)
@) 3
1L
() 50mL
) 2
5mL
(b
)
1 « 4

3) 2
150mL(  3)
() 1

10mL 2-

5mL
@)

10 30m
50 350
EIl
SIM
50mL 10
10
5
5
C 2)
4
15
3
¢ 9
10mL 100mL
2mL
1 5
mL
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0.1

(10ng 100ng)

3000rpm
¢ 3
1
100 1000ng

1.0pam

500mL

5mL
100mL(



1mL ( 6)

©)

(@ ()
€y
(a) GC/MS

GC/MS GC/MS

) (6C)

5 «n

0.25mm 30m 0.25pam
50 (Imin) - (10 /min)-280 (5min)
250
(60sec) 1pL
40cm
() MS
El
70eV
220
SIM
3-2 3-3
MS PFTBA PFK
m/z =18
1 amu

- 31 -

300

MS



3-2 ( 9
CAS Registry PTRI*
Number
- (HCH) 319 84 6 1700 180.9 218.9 182.9
[3-HCH 319 85 7 1748 180.9 218.9 182.9
Y -HCH( ) 58 89 9 1767 180.9 218.9 182.9
S -HCH 319 86 8 1822 180.9 218.9 182.9
p,p"-DDT 50 29 3 2361 235.0 237.0 165.1
p,p"-DDE 72 55 9 2185 246.0 317.9 316.9
p,p"-DDD 72 54 8 2275 235.0 237.0 165.1
72 43 5 2487 227.1 228.1
309 00 2 1983 262.9 264.9 66.0
60 57 1 2200 79.0 262.9 276.8
72 20 8 2245 262.9 81.0 264.9
trans- 5103 74 2 2113 374.8 372.8 236.8
cis- 5103 71 9 2140 374.8 372.8 236.8
27304 13 8 115.0 386.8 236.8
trans- 39765 80 5 2146 408.8 406.8 410.8
cis- 5103 73 1 2302 408.8 406.8 410.8
(HCB) 118 74 1 1705 283.8 285.8 248.8
* PTRI=Programmed Temperature Retention Index
3-3
p,p"-DDT-"Ci. 247.0 249.0 177.1
HCB-"Cs 289.8 291.8 283.8
dio 188.1
-dwo 212.1
p- ~d 244 .2
()
() ( 10pag/mL)0.05 1mL 10mL
ImL
() O) 1 2L GC/MS (©)
) O
)
)

- 32



)

©)
)

)
)

)

)

(d)

)

)

(

(

2)

3)

3-4 3-5
( 100 1 2
(1) 1 2uLl GC/NS
)
2
() O O)
=+5
=+20
(Lg/kg) (ng) = o) < 1000
Hg/kg) = ng
R W)
W (9)
C 3)
5 59 5L
5 100mL 30
2 3 3 30
3
5mL
p*-DDE p,p"-DDT
2ug
5mL 20mL GC/MS p,p"-DDE
p,p"-DDT p,p"-DDE 4

100mL p,p"-DDT

- 33 -

150mL



15 150mL

4) 1
5)
60 80
5 10g 1 10g
10mm 300mm
6)
15 150mL
7)DB-5 SPB-5 CP-SIL-5 Ultra-2 1
8)DB-1 SPB-1 NB-1 BP-1 CBP-1 CBJ-1 Ultra-1 1
9)PTRI n- 5
10)
24 8
24 91 93
31
24
1kg mg mg/kg
10.0 100mL Imol/L 50.0mL
1 100 10cm
30 30 5 B
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JIS K 0102
mg/L

JIS K 0102 61.2

ICP

JIS K 0102 61.3

ICP

JIS K 0102 61.4

JIS K 0102 61.1

mg/L 1kg mg/kg
C 5xCs

C mg/kg
Cs mg/L
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