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¥R BE7T 7 /U H—F

~NFFrunTFA3 Ty
(Hexachloro-1,3-butadiene)

[t S8 e O 15 (]

Cl Cl

Cl / /

Cl
Cl Cl
CAS %75 87-68-3
[ L2k ]
e s (°C) S (mmHg) KL (mg/L) LogPow
478 (FEMIfE) *

260.762 212 0.22 mmHg (25°C 3.2+ (25°C 4

mmHg (25C) (25%C) 472 (GHEfE) *

*] : BANERJEE,S ET AL. (1980) SRC PhysProp Database & ¥

*2 : Experim. Reference : Hansch,C et al. (1995)

*3 : Webkis-plus ({LFWET —F X—R) I[ZL2{bFWET —F X—A

bW EZeE w27 & (KIS-NET, #&JIIR) 72 EDbFWET —F X—Z(12n <D
WD T 7 A )VEBI L CTYER LIZAbEME T — % X —R)

[k, &%)
PEAE - 2k LDSO 110 mgkg (&0, ¥~ &), 76 mgkg (JEPENEST, ~
v A). 1,211 mgkg (#&Z. UHF). 960 mgkg (FEH.
LAHK =), 90mgkg (FeH., ELE > ). 82 mgkg (FH,
7y )
& RESE (PREEET)  ARPRE
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(1) i

(OK'E)

KEFRE 02 L % Dean- Stark FEEDEE 7 7 A2 &L v Yo — MMYE 2 ng LY
AFH L SmLZMA TRy ML, 60 FEERAIHT 5, Mmtk b7 v 7 Ho~F4
YEED L, GC/MS(SIM i) THtT&1T 9,

(EE)

EERUEN 10 g & Dean- Stark ZEE DR 7 7 A 2|2E ) K 200mL, e’ — 9
B 2ng KOANFH U SmL # M2 Ty bL, 60 REERART 5, imtk b7 v
O~ ZHY H L, GC-MS(SIM i5) THtr 2179,

(2) oI A
(]
Hexachloro-1,3-butadiene ~ : SIGMA-ALDRICH(Riedel-de Haen)® (H{E 97.8%)
BC,- Hexachloro-1,3-butadiene  : ARATIE T 2SR (FEE 97%)
BC¢-Fluoranthene : CIL B (WiEE 99%)
TR, ~FYr by FREEREEERA (5000 [5G

[#E]

Dean- Stark 2&1& (58 14 S0E H RS )R H FLUE K E &48)
100mL A ALY v & —

R

1PS A#% : Whatman

[FREE DL e - #iE]
PR HRREMEDS 72D FEFE L &9 D D CER T 5,

(3) ik
[FURFDER I UMRAF]
BRETE MEFWERFEMEICR T 2B IUC H 7o > TOREFIE] (2D,

(B O RTALEE S OFUEHIR DR EL ]

KE]

AKFEEF 0.2 L HUAF Y ImL % Dean -Stark 2EEDZEE 7 7 222 & v 22T
1 47— 8 (P Cy- Hexachloro-1,3-butadiene ¥A#% 20 ng/mL % 100 uyL ¥iAIL. 60 4y
FRIABD T 2. B b7 v THONFH 2R H LIPS AHIC K0 kT 2,
P HEY)E (1 Co-Fluoranthene) %% 50 ng/mL % 20 pL #iIN#%. 5 mLICER L., HIE
AEHE &5,
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(EHE)

EERE 10 g EFERIK 0.2 L K OMFH 2 SmL % Dean -Stark 2EE DK 7 7 A 2
i2& ., Z 2z s — B (P Cy- Hexachloro-1,3-butadiene)i&i% 20 ng/mL % 100
uL @A L, 60 RIEWRAIT 5, MmN 7 v 7RO~ 2RO L, 1PS A
HEAIZ X 0 WK D, NAEAEY)E (P Co-Fluoranthene)i&i% 50 ng/mL % 20 pL #RIN#%. SmL
WZER L, MEREHE E 45,

[ =ikt DL ]
Bk FI T, [ ORI K& OFUEHK OFREL] DOIICHE> THEL ., 55
TR 2 225 BRI & 3 5.

[EEYERR D7 ]
5,000 pg/mL ~F Y7 ow 7 13- AEHERK 2 ~F ) O TIERAIR L, e s
— M (PC,- Hexachloro-1,3-butadiene) } ONPN A #E4) B (*Cy-Fluoranthene) Z JE & L
0.1~40 ng/mL O EAER AR ER (WAEEME 1345 4 10 ng/mL) 2 1ERCT 5,

(A7)
(GC/MS Z:14)
GC : HP 6890 (HEWLETT PACKARD #t-)
7T A : DB-5 (5%-phenyl-95%-dimethylsiloxane) (J&W)
30m x 0.25mm [.D. (0.25 pm)
RS : 50°C(1 min)-5°C/min-130°C(0 min)
-20°C/min-190°C(0 min)
HEAVE AT A
HEA DR : 50°C(0.1 min)-100°C/min-300°C(15 min)
Xy v —HRA : He (Jit& 1 mL/min)
HEA®E :2ul
[ B—T = — AR E : 300°C
A T PRI : 300°C
MS & : Autospec Ultima  (Micromass f1:#)
A A ALERR : 300 pA
A A oAbk : EI
A A ALEE :35¢eV
N7 v TER : 600 pA
JIBC AR i 8kV
A T PR : 300°C
SaN A : M/AM > 10,000 (10% Valley)
BHE—F : SIM
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T=H—A T

EEH HERB

[M-CI]" [M-CI]"

R EWE Hexachloro-1,3-butadiene 222.8443 224.8413
[M-CIT"*  [M-CI]™®
Y u s — Mg BC,- Hexachloro-1,3-butadiene  230.8518 232.8488
WA E BC¢-Fluoranthene 208.0984 —
(ke R )

FREAERRNE 2 uL 2 GC/MS IZIEA L, RS WE O v 7 — MEIZRT 2 FExt
— 7 RS & IR D e SRR A TR T D,

(€&
REF 2 uL &2 GC/MS ITVEA L, BEHERR & FIERIC AR YEME I3 D 48 B — 7 THifE
R, MRER L I LT DR D NEEEIRIC S X EREE RO 5,

EE DR )
IR \ : ‘ 1
= REHK X R EME DRI & X —m s
(ng/e.L) =353 WAREYE ORI E (ng) SFHRE el

o MEROBREFRMIZISWD THRERE (RRF) OFEHHEEFEHL, LT
ANTERMEEZKRDDLZEHTE D,

As X Csis
RRF = -
Asis X Cs
RRF: FE TR EE AR
As: FEVERR T DXt R WE D v — 7 [ fE
Asis: FEAEWE H O NIEAEY)E O ¥°— 7 miE
Cs: BEAEI T Ot W E DIRFE (ng/g,L) F 72 1L1E A & (ng)
Csis: FEEAER O NEEEM B W)E DR E (ng/g, L) £ 72 13TEA H(ng)
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T A x CIs \Y% 1
— X X

(ng/L,g)/L,g) Ais x RRF A\ W

A: KERY)E DB — 7 HE
Ais:  WNEEHEYE O Y — 7 mig
Cs:  PEEYEOWINE (ng)
w: HEE (Lyg)

W & (mL)

V' o rHtE (ml)

<

GEEOKRE TR (IDL) /K'E]
ARSHHIZ AW GC/HRMS @ IDL ZLL TR (1),

- IDL Ak e e IDLABHARE
B (pg) (L) (mL) (ng/L)
Hexachloro-1,3-butadiene 0.0483 0.2 1 0.121
CEE O TR (IDL) &)
AGHTIZHWZ GC/HRMS @ IDL % LRIy (1),
- IDL Ak AR B IDLEAUBHA LA
- (pg) (g) (mL) (ng/g)
Hexachloro-1,3-butadiene 0.0483 10 5 0.012
GHlE FEORHE TR (MDL), && FE (MQL) :/K'E])
AMETEIZI T D MDL KO MQL & LL FIZRd (7E2),
i VS S 5§ <371 i H R PR AE & R ERAE
i (L) (mL) (ng/L) (ng/L)
Hexachloro-1,3-butadiene 0.2 1 0.031 0.081
GHlE FEORHE TR (MDL), && FE (MQL) :JiE'E]
AMNE S EIZF T D MDL KO MQL % LL FIZRd (7E2),
W'g AblE R&IK o HE R TR B T RRAA
o (g) (mL) (ng/g) (ng/g)
Hexachloro-1,3-butadiene 10 5 0.0092 0.024
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R
(E1)
EMRH TR (IDL) (%, bW ERREFEERNEO TS5 & CERK 1743 H)
Wit~ T, BILERER2OEBVERH LT,

1. ZEEREH T RADL) O R H

A - K
W'E 4 AFP T H 13-V
kbR (L) 0.2
ORI 2 (mL) 1
R FE (ng/mL) 0.1
LEE AN E(UL) 2
FEFR 1 (pg) 0.206
FER 2 (pg) 0.190
fE 5 3 (pg) 0.202
fE 3 4 (pg) 0.207
FEF S (pg) 0.195
FEF 6 (pg) 0.190
FER T (p2) 0.169
fE 3 8 (pg) 0.209
539 (pg) 0.210
FESL 10 (pg) 0.211
YEIE (pg) 0.199
YR (pe) 0.0132
IDL(pg) 0.0483
IDL #EHIE I (pg/L) 121
S/N 13
CV(%) 6.7

MIDL=t (n-1, 0.05)XGy.; X 2
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<2, ZEERH TIRADL) DR H

URVNE [ ey
W'E 4 AFYrou T H 13-V
HEHE (2) 10
R B (mL) 5
R FE (ng/mL) 0.1
A RE YN (115) 2
EE 1 (pg) 0.206
FER 2 (pg) 0.190
FER 3 (pg) 0.202
AER 4 (pg) 0.207
FER S (pg) 0.195
FER 6 (pg) 0.190
FER T (pg) 0.169
AER 8 (pg) 0.209
FER 9 (pg) 0.210
A5 10 (pg) 0.211
EEIE (pg) 0.199
AR ZE (pg) 0.0132
IDL(pg) 0.0483
IDL UBHEA FLfE (ng/g) 0.0122
S/N 13
CV(%) 6.7

YIDL= t (n-1, 0.05)XGy; X2
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060112104001 SIR of 14 Channels El+

100- 16.58 . 232.849
] Hexachloro-1,3-butadiene 3.97e6
o] <+—
ias [M-Cll+
07‘ L L T T T T T T L L L L B L
060112104001 SIR of 14 Channels El+
16.58 . 230.852
1004 Hexachloro-1,3-butadiene 13807
] <
%j [M'Cl]+2
07‘ L L T T T T T T T T T T T L L L L B L
06011204001 SIR of 14 Channels El+
g 16.58 224.841
1007 . 2.33e5
1 13C4- Hexachloro-1,3-butadiene :
" M-CI
1 M-Cl]+4
] 15.99 16171621 16.2016.35 17.15 17.23
T T T T T T T T T T T T T
060112104001 _SIR of 14 Channels El+
_ 16.59 13C4- Hexachloro-1,3-butadiene 222.844
100
] 1.18e5
%] <4— [M-Cll+6
{ 15951598 16101613 16221624 1639 16.77 16.93 170317.05 17.12 17.2517.27
O e L L o e e i B e e e LA e e e B e B By S
060112L04001 SIR of 14 Channels El+
- 16.58 TIC
100 9.56e7
%] _ 1591
L L e B B L L B e o e S B — Time
16.00 16.20 16.40 16.60 16.80 17.00 17.20

X 1. IDL JIEREFD 7 v~ F 7T A (BREMEAKIEE 0.1 pg/ul)
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(i£2)
REFEORE TR (MDL) K OVER PR (MQL) 1%, b WEREEFEERED
Folx] CERRI17THE3IA) 1o T, BIKVPERAIADEBVEH LT,

# 3. I HFIEOR TR (MDL) M OVE®R FHRMQL)DH H

AR OK'E
WE 4 S s/ == B e T s
okt KE
Akt (L) 0.2
FEAETR I 2 (ng) 0.1
FRBHEL RLR FE (ng/L) 0.5
e A& B (mL) 1
AR FE (ng/mL) 0.1
A RE YN (115) 2
BET 7 7 ¥ (ng/L) © ND
FEVRIE) (ng/L) © ND
#E 3 1(ng/L) 0.48
55 2(ng/L) 0.47
753 3(ng/L) 0.46
#E L 4(ng/L) 0.46
#E L 5(ng/L) 0.46
5 6(ng/L) 0.45
FE R 7(ng/L) 0.47
- fE (ng/L) 0.46
PEUE( 7= (ng/L) 0.0081
MDL(ng/L) 0.031
MQL(ng/L) 0.081
S/N 15
CV(%) 1.7

S¢MDL =t (n-1,0.05) X0y x2
$MQL = 6,.1x10
O #E7 7 v 7 Yy
kb~ MU v 7 RO BN IRUIRAE THUZ R OBAEZ TV, JIE L7 FE
@ RN -
MDL B HFEHIAEHE 2 RN L TRV RIETE £ 5 1R O Ll
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F 4. WEFEOKBE TR (MDL) KOVER FRMQL)DH H

LR -
WE 4 ~NFY oo T H13- VT
ek B
ek (g) 10
FEAER N F(ng) 0.6
FUBHIEFLIR FE (ng/g) 0.06
BR& IR B (mL) 5
AR (ng/mL) 0.12
RN (11 5) 2
BET 7 v 7 S (ng/g) © ND
PRI (ng/g) @ ND
5 1(ng/g) 0.074
FER 2(ng/g) 0.070
53 3(ng/g) 0.073
5 R 4(ng/g) 0.076
5L S(ng/g) 0.072
FE R 6(ng/g) 0.074
FER T(ng/g) 0.077
)M (ng/g) 0.074
FEEMR 7=(ng/g) 0.0024
MDL(ng/g) 0.0092
MQL(ng/g) 0.024
S/N 39
CV(%) 3.2

SSMDL =t (n-1,0.05) Xo,.1%x2
SMQL = 6,,%10
O BET 7 7
kb~ MU v 7 AO BN IRUIRAE THUZFERROBAEZ TV, JE L7 FE
Q@ MEERINEY
MDL 5 HFREHIAERE 2 IR L TV U RBE TF £ A B E O S
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82 fiE
[3#riE]
(Zve—Fv—Fh]
PO T7m—F % — h&X 2 1R T,

[KEEH
KGR Jid 7K
Dean- Stark GC/HRMS
02L 5mL
Yoy M E SN WAEYEY) RN
[EE]
JEE A
Dean- Stark GC/HRMS
10¢g 5 mL
For” - M E AN WIEYEY G N

X 2. pHr 7 v —

BB G N~ A AT kL)
BEB KL N~ 2 ALY NV &2 RIS RT,

BRE#R

_ 4
g 35 |
g 25 .
s 9 y = 0.0926x
E
g;{ 1.5 R? = 0.9997
| 1
2
= 05

0

0 10 20 30 40 50

RELGREME/ NZEYHR)

3. ~FHrun T H 13-V i
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(2B 0.1 ~ 40 ng/mL)




060426L02002
1004

%

SIR of 15 Channels El+

Hexachloro-1,3-butadiene 232 849

P [M'Cl]+ 7.31e6

0
060426L02002

[0;

L
SIR of 15 Channels El+
230.852

T
060426L02002
1004

%

0

I
SIR of 15 Channels El+
224.841
2.98e7

060426L02002
1004

%]

060426L02002

5 N
i\
N

! UL S|

SIR of 15 Channels El+
222.844
1.48e7

L |
SIR of 15 Channels El+

100, TIC

100% 225
3 2R7
803 188 260

S0 3 b dipo 248

1.80e8
%
0+

T T T T T T T T T T T T [T T T T T T T ———— Time
16.60 16.80 17.00 17.20 17.40 17.60 17.80 18.00

4. ERALHERAD I o~ N 7T 5 (BERKIKEE 10 pg/ul)

I 14milmi)IHIHHIHH]HHEHHimr;lmllm]

A

5. TAANT FL
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I B I L R ) e B - ]
Separat o 1o @ Abunil .00 FHum Charges:l Pesdolosions 1eooo |
Eominal MHows:dSHE abtoplo Manm:227 B13 Avecadge Mass:360.718 Peak Masxlioum Mass 352,351 |
H= R b ] |I-'|.I.:I:I

LA

=i | ABL, BOFRE

70

i)

- -

o 17 1212

o $63 20438

N E - I
| za
| 1= &S . |l-l.l'. 5 =
| = L " ) :
| =s7 at& aha ET T &1 2da ah aka ahin b6 27 2én 1T att piaas
LI ed 3%, ATCL: &
Asparation: 1000 Mip Freoac Aoy 1, G0 WMum Chargan:l Ramolution:l OO0
|Maminal Manm:262 Monsigstoplo Mass:Z61.8327 Averags Haswe:264 . 701 reak Haswimum Mass. 263,082
ilﬁl'l prd e U - B e Bt
| @n:

mas 266 .8 d

T |

LU |

P il

an . L

10 |

=04

Lo E
1 II| B J. i
 ELE] %0 ko akn 13 akw TE wha ETD) EL-0) b TR 3w 70 Mama

6. [FALIARS AT

ENIEIES i
AEREE Gl R 1K) ~OFREM B IRINEINCEER R 2 & 5 12T

IR ENES IS

gy POFHE WONE WUERMR RHGUE  ENOE  ABNHRK
" (L) (ng) (ug/L) (%) (%)

0.2 RN 3 ND — —
0.2 600 5 2.82 94 4.4

ESETREE (BRIIR R ~oo R BRIENR B B % 6 10T,

K 6. WINENERERAE R

AUEHE IRINE JERE BHRE RIGR KRBREK

A
H (2 (ng) (ng/g) (%) (%)

10 RN 3 ND — —

JRE
10 100 5 10.5 105 1.2
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(BRETRUEH AT 1)

060419G02012 SIR of 15 Channels El+
232.849
10(}5 W\/\WNWZMM
%
e L I
060419G02012 SIR of 15 Channels El+
100- 230.852

060419G02012

10

] 5.90e4
%

L e B B I L A B L B A
SIR of 15 Channels El+
0 224.841

: MMMWJW\\,JMZBM
%]

O+ T T
060419G02012 SIR of 15 Channels El+
222.844
A~ MAN A A AN Laded
%
e L B L B
060419G02012 SIR of 15 Channels El+
TIC
10(}; 1.57€8
%]
T T T T T T T T T 1 Time
16.60 16.80 17.00 17.20 17.40 17.60 17.80 18.00
3 ol (] N S
B4 7. AKEFRE (FEE MK 7e~ 77 A
Hexachloro-1,3-butadiene
060517G01003 l SIR of 15 Channels El+
[M-C1]+ 232.849
10(% MWMMK/\MLHM
H %
AR T
060517G0O1003 SIR of 15 Channels El+
100+ 230.852

AP A AN AA NN NN S iy 208
%

060517GO1003

L B B
SIR of 15 Channels El+
224.841
lw V\,M\A/MA/‘/\/\/MM,\_\WW—\/WLOBM
%]
G"“‘\““““““““““““““““““““““““\““\““\
060517G01003 SIR of 15 Channels EI+
222.844
10(}5 M\WW\/MMQ.GSQ3
%]
- L B B
060517G0O1003 SIR of 15 Channels El+
TIC
10(} 4.30e7
%
07““\““““\““““\““““\““““\““““\““““\““““\Time
16.60 16.80 17.00 17.20 17.40 17.60 17.80 18.00

X 8. JERERE (HHRKE) 7e~ 7T A
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[y fithE 2 7 V) — = 7 B 5
IRMEAR 7 ) — =2 JREBE R AR 7 IR T, 72k, EHK 100 mL IZF s
XY r/on 7 13-V % 2000ng WAL, 5SmL 3B LaoAricgt L7,

7. SRR 7 ) — = 7R R

GIEN e 1 KpfRlRtc o 5 HHREE OKRFR (%)

(ng/mL) R (%) T R
5 20 99.2 105 -
7 20 100 103 101
9 20 98.5 105 -
[FFAifi]

AIEIZE Y, KRB O~TY 7 oe 7 #-13-U 0% 0.031 ng/L UL CHIE
(0.081 ng/L L)L TiER), EERABFO~FY 7 nm 7 Z-13-0= 13 0.0092
ng/kg-dry L UL THIE (0.024 pg/kg-dry L~ULTER) NARETH 5,

[FR4H R4 - gkl By KRAsttEE7 7 2 )V ¥—F
fEFT T 604-8436  HUARTHT A X P2 50U TG HT 1 2
TEL : 075-811-3182 FAX : 075-811-3278
Y PR W]t ibuki0O@shimadzu-techno.co.jp
HE %t inoue00@shimadzu-techno.co.jp
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Hexachloro-1,3-butadiene

Water and sediment sample extraction, cleanup and analytical methodology were developed
for Hexachloro-1,3-butadiene.

0.2 L of water sample and 10 g of sediment sample ware extracted with hexane followed by
de-hydration, and analyzed with GC/HRMS after spike recovery standard.

As for hexachloro-1,3-butadiene by a fundamental law of water samples, the detection limit
was 0.031 ng/L. The recovery of hexachloro-1,3-butadiene in sea water containing 3.0 pg/L
was 94%. The relative standard deviation was 4.4%.

And sediment samples, the detection limit was 0.0092 ng/g. The recovery of
hexachloro-1,3-butadiene in the sediment sample containing 10 ng/g was 105%. The relative
standard deviation was 1.2%.

Water sample

02L

Hexane extraction Dehydration —  GC/HRMS analysis

sediment sample
10g
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WE 4 7 a—F % — b i
[KFEH
~XHranT s » .
KR (F 0 IR HY)
-1,3-v > GC/HRMS-SIM
0.2 mL DeanSteak
s — RN 77 4
DB-5
0.25mmx>30mx0.25um
R
ik — GC/HRMS
AR EY) E AN OKED
6 pg/mL
EE B
JEE R DeanStark
10g (A~ IR ERh )
Hua s — N
=3 — GC/HRMS
AR E N
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