¥R BT 7 /U H—F

~FHFrERTZ 13T
(Hexachloro-1,3-butadiene)

[t S8 e U 15 (]

Cl Cl

Cl / /

Cl
Cl Cl
CAS %= 87-68-3

B A= LN

& il (°C) ZASJE (mmHg) KA (mg/L) LogPow

478 (FEfIE) *
l°) *1 O

260.762 212 0.22 mmHg (25°C) 3.2%1 (25°C) 472 (GLEEfE) *

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

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

*3 : Webkis-plus ({LFWET — X X—R) I X IFEWET —F X— R
eFE Z el aiEfi o 27 & (KIS-NET, #3)I1R) 722 EOFEWET —F =R |2\ <D

IND T 7 A NVATBIN L TR LTAL W E T — & R — )

[FE. &%)
B ®R o SMEEMELDS0 : 110 mgkg (BB, w7 &), 76 mgkg (BEENEH., ~
7 A). 1,211 mglkg (#8FZ, 7HF), 960 mgkg (FEA,
LAZ—) 90mgkg (A, E/LE Y b)), 82mgkg (FH,
79 M,
H & BRESR (PEEEET) AP RIE
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§1 & #r ik
(1) AT O
G7)
AR 10 g & Dean- Stark JEEOKRE 7 7 2212k v, K200mL, 57—
B 2ng HONFH o smL ZMxTey L, 60 0MEREIT D, mtk b7 v
FONEH U ZED H L, GC/MS(SIM ) THOtr 179,

(2) AL 2 HE

[FK]

Hexachloro-1,3-butadiene : SIGMA-ALDRICH(Riedel-de Haen) %
13C - Hexachloro-1,3-butadiene N e

B3¢, -Cy-Fluoranthene : CIL 4 (RiEE 99%)

TRy, ~FHo Ml FRREIEERET (5000 (2

[# 5]

Dean- Stark

100mL A ALY v & —
AR

IPS A% : Whatmann

[FREE DL E M - 3]
PR MR DR W2 R LAV E S R FNISEET 5.

(3) ik
[FURFDER I UMRAF]
BREEE MEFWERFEREICR T 28BS H 7o > TOREFE] (2D,

[FUBF D RITALER 2 OFUEHE DR 5 ]

7))
AWk 10g Dean -Stark #EE O KE 7 7 A 22k W K 200mL, 15— MM'E 2 ng
FOANFH > smL 2z Ty FL, 60 DHERENT D, BmE b7 v 7o~
F U AhHIRIT 1PS AETHIK A L, PIHEHEYE (P Co-Fluoranthene)i ik 50 ng/mL
% 20 pL IR, SmLIZER L. WERBHK L T2,

[ Z=5RiE DA ]

()

MTHRAR D LA 32 IV [RUBF O BB K OB DR EL] DIRITHE - THRAE
L. feon/cilbhil & 22l Bl & 3 5,
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[V D Y]
5,000 pg/mL ~FH 7 mw 7 K1 3-0 URERERIK 2 ~F ) CIRRAIR L, e
— MYEW'E(PC, - Hexachloro-1,3-butadiene) & N EEAEM) L (" Cy-Fluoranthene) Z JRA L
0.1~40 ng/mL O EARMERRAEER (NEEYE XA 210 ng/mL) Z1ERT 5,

[HE]
GC B : HP 6890 (HEWLETT PACKARD #ffY)
T A : DB-5 (5%-phenyl-95%-dimethylsiloxane) (J&W)
30 m x 0.25 mm L[.D. (0.25 pum)
RS : 50°C(1 min)-5°C/min-130°C(0 min)
-20°C/min-190°C(0 min)
EAE AT A
HEADRE : 50°C(0.1 min)-100°C/min-300°C(15 min)
Xy Ur—HA : He (Jt& 1 mL/min)
EA®E :2ul
B —T = — AR : 300°C
A A PRIRE : 300°C
MS #f : Autospec Ultima  (Micromass 1)
A A ALERR : 300 pA
A A oAbk . EI
A A ALEE :35eV
N7 v 7TER : 600 pA
JIBCRCEARS 1 8kV
A I PRI : 300°C
SaN A : M/AM > 10,000 (10% Valley)
mHE—F : SIM
TE=HF—A K :
EEA R
[M-CI]" [M-CI]™
ST WE Hexachloro-1,3-butadiene 222.8443 224.8413
[M-CI]™"  [M-CI]*
P+ F— g BC4- Hexachloro-1,3-butadiene ~ 230.8518 232.8488
NAZ )L BC¢-Fluoranthene 208.0984 —
(R B

FEAEYAWE 2 uL &2 GC/MS ([ZVEA L, WEEYEIZxHT 2 E— 7 miE & RBEO L
MO RRERRE BT D,

(E &

REF 2 uL &2 GC/MS ITVEA L, BEHERR & FIERICNERYEE I3 D 48 B — 7 THifE
R, MRER L I LT DR D NEEEIRIC S X EREE RO 5,
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(V& DFH)
1
vHE — Vi geas G, ioigd \‘}Q =
= (ng/g) EEE X PNIEEYEORNE (ng) X TR @

F7o, MREMROBREHPH IO THXRESR S (RRF) OFPHEZHEHE L, LT
KX TERMEZRDDZLHTE D,

As X Csis
Asis X Cs

RRF:  FHXHE LRI

As: FEAEIR T DX W E D v — 7 [ fE

Asis:  FEMERR R O NFEEY)E O ©— 7 [HifE

Cs: FEEYER O XIS WE DYEFE (ng/uL) F 72 13IEA E(ng)

Csis:  HEYEWRHF ONEEEDEWE OIRFE (ng/ul) F 72 13FE A E(ng)
A X Cig \% 1

=358 / = X x
IR (nglg) Ags X RRF v’ W

A: REBRWMEOY— 7 EE
AIS: WEEEWE O — 7 HfE
CIS: WIEEEME OWRINE (ng)
w: HEE (9

V: R & (mL)

Vi SrHUE (mL)

CEE O R (IDL) E#]
ASHHIZ A= GC/HRMS @ IDL ZLLTFICRd (BE 1),

W DL SRFHE  Jeféikht IDLaCRHRGLIE
E (pg) (2) (L) (ng/g)
Hexachloro-1,3-butadiene ~ 0.0483 10 5 0012

GRIE FiEORKE TR (MDL), E& FIR (MQL) : 4A#]
AMNE HHEIZEIT D MDL O MQL RIS d (1E2),

Wy AR R T T BRAE E B FRRAE
- (g) (mL) (ng/kg) (ng/kg)

Hexachloro-1,3-butadiene 10 5 0.0145 0.0373
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R
(FE1)
EEMRH TR (DL) X, MEFWEREFEEFREDOFIIE) CER 1743 H) 121
ST, 1DEBVEHLE,

7% 1. ZEEMR M TIRADL) O & H

WE 4 AF P roa T H 13-V
wElE () 10
B (mL) 5

HEANIRIEE (ng/mL) 0.1
HEARE (uL) 2
FEFR 1 (pg) 0.206
R 2 (pg) 0.190
R 3 (pg) 0.202
R4 (pg) 0.207
RS (pg) 0.195
FEF 6 (pg) 0.190
FEF T (pg) 0.169
FEF 8 (pg) 0.209
FEF9 (pg) 0.210
FEF 10 (pg) 0.211
FEIE( pg) 0.199
YR ZE( pg) 0.0132

IDL (pg) 0.0483

IDL sUEHEARE (ng/g) 0.012
S/N 13
CV(%) 6.7

MIDL= t (n-1, 0.05)%cy; X2
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060112104001 SIR of 14 Channels El+
100- 16.58 232.849

Hexachloro-1,3-butadiene 3.97e6
o] <4+—
/0*: [M'Cl]+
07‘ T T T T T T T T T T T T L L L L L
06011204001 SIR of 14 Channels El+
16.58 . 230.852
100+ Hexachloro-1,3-butadiene 13867
] <
%] [M-Cll+2
07‘ T T T T T T T T T L L L L L
060112104001 SIR of 14 Channels El+
- 16.58 224.841
100+ . 2.33e5
] 13C4- Hexachloro-1,3-butadiene =38
" 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
06011204001 SIR of 14 Channels El+
_ 16.59 13C4- Hexachloro-1,3-butadiene 222.844
100
] 1.18e5
% <4— [M-Cl+6
] 15951598 16101613 16221624 1639 16,77 16.93 170317.05 17.12 17.2517.27
O T T T T T T T T T T T
06011204001 SIR of 14 Channels El+
i 16.58 TIC
100: 9.56e7
%] 1591
0l— T T T T T T T T U U - Time
16.00 16.20 16.40 16.60 16.80 17.00 17.20

% 1. IDLEHEEO 7 o~ b7 T AR EREIKIEE 0.1 pg/ul)
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(1£2)

AETEOBRHE TR (MDL) M OVERE TR (MQL) 1%, MEFWHEERFEREHA D
Fol&) CERRI1TE3 H) IZiE-> T, RO EBVREE LT,

F 2. WIEFEOKE TR (MDL) K OVER FIRMQL)DH H

KT RWVE 4 NFYron T H N3V
AR A
AktE (2) 10
PEAEIR N #(ng) 0.5
FUEHA B IR FE (ng/g) 0.05
Bl & (mL) 5
HEANWKIREE (ng/mL) 0.05
HEEEAR (UL) 2
BIE7 T v 7Y (nglg) © ND
TN (nglg) © ND
fE 1 (ng/g) 0.059
fE 2 (ng/g) 0.053
fE k3 (ng/g) 0.049
Tt k4 (ng/g) 0.053
fE S5 (ng/g) 0.048
ft k6 (ng/g) 0.050
fER7 (ng/g) 0.048
F¥) (ng/g) 0.051
R (ng/g) 0.0037
MDL (ng/g) 0.0145
MQL (ng/g) 0.0373
S/N 19
CV(%) 7.3

SSMDL =t (n-1, 0.05) xon1x2
$¥MQL = 6,.1x10
DO BET 7 o7

Akt~ B U 7 2D BB OIRIE THUZFER O BRAEZ 1TV,

@ BRI -

HIE U=l

MDL L HFEHIAEHEZ IR L TW R VKRB TE £ 2 IR E O A
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[3#rik]
(Zu—=Fx—F}]
S OT7 B —F ¥ — h &R 21T

[
LY (A~ vl ) ik TR GC/HRMS
10g Dean- Stark 5mL
WA HEY) G RN WAEAEY) E N
2. 7 e —
(ER L N~ A AT F L)
RN N~ A 2T b VS 2RISR T,
BRER
4
im 35 |
R 25
}E%]( 9 y = 0.0926x
ES 15 R?=0.9997
2 g
tel 0
0 10 20 30 50
EELL (ZEYME/ NIZEYE)

3ok run 7 X 13- U UEfR (RE 0.1 ~40 ng/mL)
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060426L02002 SIR of 15 Channels

Hexachloro-1,3-butadiene Py

1004
n o] J\‘ [M-CI]+ "

T T I
060426L02002 SIR of 15 Channels

23(
100+ 5
%
O L
060426L.02002 SIR of 15 Channels

22¢

A
: A :
N

T I
060426L.02002 SIR of 15 Channels
1004 2%:

%

T T T 1
060426L02002 SIR of 15 Channels

100+ 1
%

oo 1es0 | 1do0 1720 1740 17e0 | 17s0 | 180
X4 EEMALEREHO I v~ b7 T LA(FRERBIKEE 10 pg/ul)
100% 225 o
90O 227 =
803 15 260  E
703 =3
&0 3 422 258 §m
503 dba  E
4 0.3 =
303 3
20 e
= T T T ; 1 T l; F ] E E EEE!! F T =

50 2506 m/ =

X5 ~FH o7 X-13-VE DT AART ML
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i B I T T - A i
saratbion: 1660 Min Frac Abunil.00 Hun Charges:l Resoluasbon. 10000
136 MonoiactoRlic Mamm12927 . B1% Avucadge MaGs: 60,718 Peask Maxlioum Mass 259,051 |
Fi-F ] |I-1.I.:IJ
|

anl, ROTZE

63, B
I &S .BOLIS
; : L

FLT) 21 282 1T aka T zka 2T a2dn FLT] av0  Mass

Mim Frac Abun:l.00 Hum Chargeams:l Rasolution:lO000
Lo Mams:Z6L1.837 Averags Masm:264 701 reah Haxdmum Mass 28303
263 . AZISD

6. [FIRLIA53 AT

EEIES 7SS
AW~ OIEEDE TRINEI SRR R 2 % 3 1R

IR EES TS

- AUEHE WINE ADERER BHRE BIeR KB

(2 (ng) (ng/g) (%) (%)
H1A 10 VRN 3 ND — —
10 100 5 10.2 102 33

(BRETAE D 51
AR (WL A) o A~FHrou 7 Z13-Yn Q3mSR ot
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Hexachloro-1,3-butadiene

[M-Cl]+
060512G0O1003 ¢ SIR of 15 Channels El+
232.849
10&WMMM\L\A/\WZ4%4
u %
L L O L E L B |
060512G0O1003 SIR of 15 Channels El+
230.852
1004 5.90e4
%
L e B B B L e B B B L B B B B B |
060512G0O1003 SIR of 15 Channels El+
224.841
10&\J\AMM\A«N\/\J\J\/\/\AW\/M2.13E4
%
L L L L E L B |
060512G0O1003 SIR of 15 Channels El+
222.844
1O&A/AJ\W\/\/WM\\/\N«“J\JMWLM64
%
060512G0O1003 SIR of 15 Channels El+
TIC
1004 1.57e8
%
L B e B L L B L B L B S B A g B 11115
16.60 16.80 17.00 17.20 17.40 17.60 17.80 18.00
X 7. AWkt (WL A) sa~ 7T A
(At ]

AIEIZE Y, EWREROA~FY 7 ma 7 Z-13-2 203 0.015 ng/g LD
£ (0.037ng/g LIV DER) NARETH D,

[ K4 - mifgke] Y BRASHEERT 7 2 VY —F
{EFT T 604-8436  HUARHT R IX U2 50U T G HT 1 2
TEL : 075-811-3182 FAX : 075-811-3278
HYE Bk W]t ibuki0O@shimadzu-techno.co.jp
H E %t inoue00@shimadzu-techno.co.jp

479



Hexachloro-1,3-butadiene

Digest of Scheme
For biological sample, extraction, cleanup and analytical methodology was for developed for
Hexachloro-1,3-butadiene.

Ten gram of biological sample was 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 Biological samples, the detection
limit was 0.015 ng/g. The recovery of hexachloro-1,3-butadiene in sea water containing 10
ng/g was 102%. The relative standard deviation was 3.3%.

Biological sample Hexane extraction Dehydration GC/HRMS analysis
10g
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WA gfr7e—Fx—h e
[ERZENE
XY a7 H-1,3- . ~ -
o AR (4 S U ) COHRMS.SIM
10g Dean- Stark
s — MR T A
DB-5
0.25mmx*30mx0.25um
Jii K GC/HRMS BeH T R
WERYEM L TN EW)

00145 pg/kg
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