2015/04/02

B B R ST
[ Gl R, )

IR FTAL159-FY v
Cyclododeca-1,59-triene

[NRYHDORE]

AN
LA

cis,trans,trans-> 7 @ K7 74-159-F ) L~

CAS &7 :4904-61-4
12 CpHyg

(a2 r9 1R ]
INZ.EL 1) 3 )f—i 2) 7—;?/:: T 2) R nx 2)
e 7 5’*55 it KT IKVE SRS log .7
(B/7TAVME 9V EE)  (°C) (Pa) (mg/L)
cis, trans trans-vJu 162.27 11.1
. 240 0.39 5.5

M7 oh-1,5,9-M)Ly (162.2713) (25°C)
[, H&]
()

B, RilE 23 L S FT 5, B ICRIERIEE 28
(&)

ErBHEIEURE,  RTAHA]

HH i

1) N LA E L 2GR AL A 7 & (kis-net)

2) MSZAT O N B FEAR B LR AR - Lt E R A E R 2 T A
(CHRIP)
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sur0985
テキストボックス
※文中の赤字部分は2015/04/02訂正


§1 IHTiE

(1) DHTEDE

JEE £ 7 3 EYRRHIKER (L VD /28 ) — VIR ZE N A CTT VI U 53 fiR LT
% IO EEAAT, cistrans trans-1,5,9-> 7 2 K70 MY v 2 & kEE{b Y
UL/ TR ) — VIR ERIEICTHET 5, I 2 RO T AKERICE L, K
IREANF Y ZMZT, ~FH Ui z2179, Z20%, EFRXITTIEML 7
XY Ui E, 797 7 A P A=A A= Vv PRI Y ATV — b
Yy PCTHEL, GOMS-SIM IZ Xk h e %,

(2) #AE - SR

[A3]
cistrans,trans-1,59->7 02 K 774 CADEAIEE T 2ER >97%
PV
trans,cis,cis-1,5,9->7 0 K774 : Fluka 8  >96%
PV
trans,trans,trans-1,5,9-> 7 2 K74 D fIGHEZE T 3R >98%
PV
T75 VL vdg DHDEMIER TR BT >98%
7 kv PO TR 7R A
7 k¥ 300
~F Y PHDGAIEE TR 7R A
¥ Y300
4 /=) PHDGAIEE TR 7R A
% /=300 99.5%
IKEEAL A ) 7 L RO TR R >85%
BOKMREEF ) 7 4 DB A PR R
LY\ DR, A A SR | YRR AL
M, X757 4)N%— (0.2 um)
WML 72b D, FRREOKEZAET
% HDTHIUIT],
[EHER D FE]
(ERHERR)
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cistrans,trans-1,5,9-> 7 0 F 772 b Y TV % IEMEIZ 100 mg =D LD . ~F ¥
50 mL IZZEZ L. 2000 pg/mL OFEHERE 2 585 2 , ~F 5 > TIEFEICATR L |
IREE 100 pg/mL OEHER 2B L, FEA~F Y THRNL T 1.00 pg/mL OFEHE
Wz TS 5,

(NIEEERR)

F 78V Vdy  IEMEIC 50 mg T D HLD . ~F P 50 mL IZESS L, 1000 pg/mL
DONEHEFR % BT %5, ~F Y v CIEMEICAHAR L, 5.00 pg/mL O NEEHER %
Y 5,

Ui Bt R YENR )

1.00 ug/mL D cis,trans,trans-1,5,9-> 7 0 K774 b ) T U EEHEK 2 ~ % 4 > CTIH
AL, 2.00 ng/mL 2> 5 100 ng/mL DOEHERR # T8 T 2, SEHER%Z 1 mL 4
L, NESEME L LT 78 L v -dg IFHEWR 5.00 pg/mL % 10 uL iR L, &
FFREHER & 3 2,

[#FE]

e ft & A 5 A BRiiE D7 AR /R 50 mL

AAT7 7 A2 R, BERRSE R
Sepef) & e D25 mL A

24 7ua )y D25 uL E, NEEYEII
H AT & i 10 mL 2 0¥ 20 mL A&
T7277A4A A=KV A—F) v : Supelco #  ENVI-Carb 250 mg
SUBTNA—=F) v : Waters #  Sep-Pak Plus Silica
(3) IR

(BB ORI VMR E]

BIE B ERME IO T 5 (PR 21 43 H) chev, &
B2 ARIT %, SURHELA B X AR L | TAE 2 IR D 3070 1 SBIR (%47

[EAE D R AL B F DN GBI D L]

[JEH

EEEEURE 10 g-wet (5 g-dry H124) % 3504 S5@PEAF IS AL, 1 mol/L /KEE{L A
V7 L/LE ) —)VIER 20 mL 2L T, TELRFIKENTHT 2 L9 1C 1
I R D W, i, WETTCIRIET 2. | BRGEE, FE, T 320K
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B30T 5 L9101 oIRDIEE S (FE 1),

TN iR, w0 EE (2000 rpm, 5 43) 24TV, VAWRER Y &2 il O Heie it
FEIEICHT, Bitlcey /=)L 10mL Z A, #0578 (2000 rpm. 5 47)
2TV, EBADOIY ) — VIR % FelmD ot L <72 1 mol/L KIg{t A v
I NITY ) — VRRICEDE B, BEUK 10mL (72). ~F¥¥ >~ 10mL 22
T, IR DR, =078 (2000 rpm, 5497) 21TV, ~NF Y VEZ ST 5,
o IR HEANX Y 10mL Z A, IR DI 7%, =08 (2000 rpm,
597) It ANXYUEEZTINT 5, ~F Y UiiRE SbE 72 b O & ket
SHBE AN, KBEUK 1 mL 22 TR D B, ~X 3 VIRRE2REHT 5, ~
XU UEE SR, EAGREE T~ L ThKE, EELRT S mL £ TiEMZ T
I (3, HoPLONFH Y SmL THRIFLZT 7774 PA—FR v h—1FY
v ¥ (ENVI-Carb) (LB KU U A7 VvA— Y v (Sep-Pak Plus Silica) (T
B ICEL, ~¥Y v smL CERTS (4, BHEEZEEXMTSmL £T
AL 228, I1mL Z20HL., 7 7% L v -ds WEEHER 5.00 pg/mL % 10.0 pL F¥M
LB &5 5%,

EX/ v
AWk 5 g-wet % MR A EEIE I AL, 1 mol/L KIB{LA Y 7 L/2 8 ) —
JVIRIR 20 mL 2N LT, CTE 22 EVRB» ST 2 X 91100, kD
B, =, BT CE Y %, | HfS#E%, . T 5 720 EYik )
2 X9 ic 1 oEIRDIBE S (1), Mg, TRE) LFEkoMt, 7)—v
F v TEERT VL, BONIEER SmL 2256 1lmL 2L, 77 L v-ds N
FEHENR 5.00 pg/mL % 10.0 pL AN L CRlBi & 3 %,

(223 BRR D 3 ]
FEABIEH Y 2 LEE SN 2 BOREUKZ AV, [BUR O BT S OGEABRIR
D] DIHIZHE > TEAEL . 56 N7l 2 2258 & %,

GHE]

(GC/MS §4t:)

il R et D EHELERTEL QP2010Plus

A 7 L :J&W B DB-5ms (30 m X 0.25 mm, 0.25 pm)  (}F 5)

77 LR : 50°C (1 min)—5°C /min— 110°C—10°C /min—150°C
20°C /min—280°C (5 min)—>300°C (3 min)

WA R : 250°C

FVBHELA 71 A7)y b LA (OS—PBHEAKR 0.8 min)
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VEHE A E
XY Uvr—HA

AV =7 xz—
2

A & VPR
A F VALEE
I (#%S
HEE—F
TSI —AF v

(B &R

- 1uL

: He

1 89.6kPa EHE/TE—F
: 250°C

1 200°C

270V

. EI

: SIM

> cis,trans,trans-1,59-> 7 F 57 A M) v

s mliz=93 (FEH). 133, 162 (fERH)
F 78V vds s miz=136 (1 6)

ERHEMER 1 uL % GC/MS ITHEA LW T 2, NERWE & WEHEYE O
B, RO NS E O Y — 7 ks & WEEYE O ¥ — 7 HiE & Dk
5 R ZERT %,

(E&)

AR 1 uL 2 GCMS ISEAL DT %, BoN7NRYWEO ¥ — 7k L
WEVEYE O — 7 iz mEficiis L TERT %,

GREEDOHEH]
[JEERARH]

JEEBURHHIREE C (ng/g-dry) &Rk D EHT 5,

C =R-Q-100/(W- (100 — F))

5 =0 ™

[Pk

CRERRD & RO 7N RYE O NEHEYVE 1T T 3
DRI L 22 NEE ED B (ug)

D AUEHE (g-wet)

L K (%)

EYEREIREE C (ug/g-wet) 13X X DEHT 5,
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C =R QW

R BREHRD & KD TN RYE O NEEYE IS 5 b
Q VBTN L - NEEHED B (ug)
W iRl (g-wet)

EEBRH TIRME (DL))
ROV GCMS O IDL 2 1 1237 (1 8),

71 IDL OB SR
IDL BUNPIPRI -4 <314 =
WE 4 SRR
(ng/mL) (mL)

IDL FARHASfE

cis,trans,trans-1,5,9- 0.38 50 50 038
V2= N ab I N e S ' ' ' :
*1 0 JRE T g-dry. EYE g-wet
#2 1 JRE T ng/g-dry. EY)IE ng/g-wet

GHEAEOBE TR (MDL) RUEETE (MQL))
AMEFEITEB TS MDL O MQL 22 2 12837 (H9) (7 10),

#2 MDL KU MQL DH 5 R

DU -3 3713 <4 . .
W4 Bk AR MDL?  MQL”
(mL)
).
cis,trans trans-1.5.9- B 5.0 5.0 0.00032  0.00083
Y7RETALIIY g 5.0 5.0 0.00034  0.00088

*1 0 B g-dry. BT g-wet
#2 L EE I pg/g-dry. EYE pg/g-wet

a4
(1) Bl Z 7L V%ERb, 1o, BEeLICRDIBEY S, 2D, BedD
DT, TEARETTNLVAVBRBINE LWL IHIITT S, B,
1 mol/L KEE{tA Y 2 L/ ) — )R THIC 1 HRE TR OB A+4 &

BOLNBHMPHC OV TIFESIC 1 HGET 5, 2 HIEE L 28541
HIENRE DD RIZRD o ko 72,
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(HH:2) ~¥ ¥ v B EEUK OB INROMG %175 72, HEUKD®E%E 5
mL, 10mL, 20 mL & U CGaEH & FRDOEE2IT-o72 & 2 A, 10mL &
20 mL TIENRYE DIRIGEEDS 95%LL ETH o725, 5 mL Tl 77%
Thote, 2T, IMT HEEKDEIZ 10mL & L 7%,

(FE 3) ~NFH VB 20 mL 12, cistrans,trans-1,59-> 72 K574 b Y TV % 20
ng L, BREXIET 1.0mL FTERMT 2 & BRI 90%TH - 72,
—J. NFY UVARWR 20 mL 12, cistrans,trans-1,59-> 7@ K74 F Y
% 100 ng AN L. 5.0 mL X Tl L 7256, [FIERIZ 95%LL EToH
27z, ZIT, BELAMICK 2MEIE 5.0 mL £ TE L%, 28, P
22 SRR AW E B BT A T OKEGEURD ¢k, EERAURIC X
LM E% 20mL & LC, IDL 23R T\ 3%,

(F4) 79774 b A=K AH—1Y v Y (ENVI-Carb), U ATZ VA=Y
v ¥ (Sep-Pak Plus Silica) IZ & 2 HIUI 2 A7, ~F ¥ TORFNZ
FARZEZAH, WITND 5 mL FTIWAEVBRD SN Z L6, ~F
s mLTHEMTEIELE L, £, BiFDL W (GDdH ) K
HISW CTlZ. Sep-Pak Plus Silica HITlX, IR ICEEVER L 5E6503H
D . ENVI-Carb & Sep-Pak Plus Silica % Hif L 72 55& D558, AHR DS
3> 7, % ZTENVI-Carb & Sep-Pak Plus Silica % 5§ % Z
EERBEARL L7, B, 3B s mL Z2A6(92 2 05, BZ2 AT
LBEICH S0 CORMEE 2y b L, slBHEMFHOAR T2/ K E . ~
XYV 5smL THEHETBEEZ ALY, ZORKREEZLAMICELD 5mL

¥ ClEiE L 72,
ENVI-Carb
¥ 0~5 mL 5~10mL  10~15mL
HWHEE (%) 100 0 0

Sep-Pak Plus Silica

~NF Y v 0~5mL 5~10 mL 10~15mL
BHE (%) 100 0 0

(11 5) “PK 22 fEFEALAEYE o Tk BTSSR A i &5 & Tl 4 7 L 12 DB-WAX (60
mX0.25 mm,0.25 um) Z{HH L T\ 323, 4hlid—f#%17% DB-5ms (30 m
X 0.25 mm,0.25 um) Z A\ THMr 217> 7, % B fEFHOE57 12 BPX-50
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(30 mx0.25 mm,0.25 um) Z WG ED 7 u~ b 77 A2 EE L 72,
(E6) E=F—A A& LTI, miz=93, 133, 162 23E Z 572D, m/z=93
DRI E — 7 R E (|, BIEDRD SN o7, Erm Tl
T2 LEL7, NEYWEEZAX vV E— FTHEL 72D A A
VRIS L, BE, ZEIZGOMS IZHEDFA 77 ) —D
RAARYZ MV EK 2 IR, £, WEDF 79 L Vedy D AANR
7 b VEKZIZRT, WEIZOWTIE miz=136 ICHREDRKE L E— 7 M
BOo, TOHEBREE=Y—A X VITHWEZEELT,

£10.000)

79
6/ 93

] 119 133
e Tl e B ,
0 AR O RO <N A < N A
0 60 70 80 90 100 110 120 130 140 150 160
1 cistranstrans-1,59-> 7057 A ) VD AAXRY b)L
(EEZ 1000 ng/mL : A ¥ ¥ ¥ € — FCTHIE)

10.000)

5
67 79 Ci)
0 9

0.5—: L
] m‘ 19 13
O.G- I:|||| 1 1 |I! :8 T 1 ||! ‘II T T |! !II T T W?II T 1T ”?2| T j! — — !4? =TT ]?2
R R R R A A T T L
X2 94 77Y— (Nist) DR RAAXY )L
(EBRICHIEL 72 ARZ bV e, 0% EO—FETH-7,)
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1.00210.000 -
uﬁ
uﬁ
uﬁ
] 108
D.UEZI.EIJ: : .|$F:. . an | 11z BT T 5
5000 75,0 100.0 129.0 150.0

X3 F+7%Lv-dgD?AXT k)L
(EFE 500 ng/mL @ A ¥ v ¥ € — FCHIE)

(7 7) IDL 1&, MW EBRESRERMEREO To &, (PR 21 43 H) 1cht

W, UMTERIDEBVEH L, X4 I IDLHIERD 7= 75
LTz,
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3

IDL D F S

cis,trans,trans-1,5,9-

5
30

NRWRA Yrulrrhr)xLyv
aEHE ()" 5.00
AT (mL) 5
HEAWRIRE (ng/mL) 2.00
BEEE AR (UL) 1
s 1 (ng/mL) 2.36
fis W 2 (ng/mL) 2.28
i 3 (ng/mL) 2.23
i 4 (ng/mL) 2.45
s 5 (ng/mL) 2.46
i 6 (ng/mL) 2.44
i 7 (ng/mL) 2.46
SEYIME (ng/mL) 2.3818
FEEHEMR 22 (ng/mL) 0.0967
IDL (ng/mL)" 0.38
IDL FAEH E i (ng/g) ™ 0.38
S/N Lt 9.0
CV (%) 4.1
*1 D JRE I g-dry, EYE g-wet
*2 1 IDL =t (n-1,0.05) X 6.1 X 2
*3 1 I ng/g-dry. AT ng/g-wet

005000

e F7IVvd miz=136

S/RRFALY Ty

m/z=93
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(3 8) MDL XX MQL 1%, "ML AW EBREFEFEFEEDO F5 Z ) (FR 21 48
3H) I, UMTR4DEBDEH LA, 4K 5 LUK 6 12 MDL
HEROZ7a< 7o 0%2mR LT,

4 MDL MU MQL DO HL 5 R

cis,trans,trans-1,5,9-

N RYE % Yr7ukfRshryxy
JEH =)

ARt E (M) v~ (i)
kR () 5.00 5.00
AR E (mL) 5 5
EEYERIIE (ng) 10.0 10.0
AVEHEERIE (ug/g)” 0.00200 0.00200
HEARIRE (ng/mL) 2.00 2.00
BEET AR (UL) 1 1
BB 977 (uge)” ND ND
AN (ug/e)™ ND ND
fEE 1 (ug/g) 0.00202 0.00196
fE e 2 (ug/g) 0.00201 0.00214
fE 3 (ug/g) 0.00199 0.00198
fE i 4 (ug/g) 0.00209 0.00188
fE 5 (ug/g) 0.00183 0.00190
fE e 6 (ug/g) 0.00191 0.00195
fEH 7 (ugl/g) 0.00198 0.00191
P fiE(ng/g) 0.001976 0.001960
FEHE(R 72 (ng/g) 0.0000825 0.0000883
MDL (pg/g)” 0.00032 0.00034
MQL (pg/g)® 0.00083 0.00088
S/N Lt 7.4 8.0
CV (%) 4.2 4.5

*1 0 EE T g-dry, BT g-wet

*2 ¢ KE T ng/g-dry. EYIE ng/g-wet

#3 1 BB AT IREE T AR DB 2 T HE L 72EDO T (n=2)
*4 : MDL FLHAFRHIEHEZ IR L TR WIREETE FN 2 IRIEDFHEE (n=23)
*5 ¢ MDL =t (n-1,0.05) Xo,, X2

%6 : MQL = 6,, X 10
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(x100, 000)

1. 25-193. 00 (50. 00)
1136.00 (1. 00)
1.00]
0. 75
1 F 75V -di miz=136 N
] j yr7ufRFhby v
0.50 m/z =93
] !
0.25- w
vo  1mo 120 1830 4o 150 w60 170

XI5 MDL il#EaEl (KE) orsu<rr7 74

(x10, 000) 00
7.09733. ooﬁ - 00)

6.0

F 7%V -di miz=136
)

5.0

4.0

3.0

r7ubk7rhryxTy
2.0
1.0 w

m/z= 93
.
\

T T T T —
10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0

Xl 6 MDL ilidkl (%) orua< 7L

(V3 9) cis,trans,trans-1,59-> 7 0 K74 F ) TV DREIMEL JEEBA & ¥ (m/z=
93) IZFRDEND DD, HERA A v (m/=162)3H 5 TR WA, 7
7774 MA—RV A=V RIS AT NA— Y v P ORI
HEITo IR E ., BN ARMIC & O BEFEEG L. L 22 50e
Z GC/MS THIE L T, m/z=162 2R T 5, £7213, K6 DERICTH 7
DB-5Sms & B 2MBIEDOF ¥y 7V —h 7 L (BPX-50 & &, fRHSH)
ZHVTHE L, FEROGHR L 5 2 & 2R T 5,
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§2 R

CagiiRs)|
(7e—F¥—1})
THED 70 —F vy — 22X 7I12R7,

JEE R I
LR 7N
FE M EE 10 g 1 mol/L KOH/EtOH 20 mL
LY HEESg 1 min k& 9 1HRBEKE
sk 0oyt b inED Tt Loy i
2000 rpm 5 min 4)-) 10 mL 2000 rpm 5 min
|
: ! SELOTHE [ R
\ LI RSB 10 mL 2000 pm Smin | RSELK | ml
! AHY 10 mL ;
L 2MmH MY 10mL :
2[H]
fizK T e EDA VAL BV YA

. Not" A% ENVI-Carb+ Sep-Pak Plus silica
QEEE 2SR | e p

TR 7 HY T GC/MS-SIM
5 mL 1 mL

PN HEVR N
(F79Vv~ds 50.0 ng)

X7 OfEO7a—F v — b
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(R
Btz M 8 o, BEMER T —2 2485 108,

EEHE
025 w=01148x — 0.0012
oz | F= = 0.9992
015 |
=
¥ oo }
005
O I
2 25
-0.05
TR
BEE(ng/L)  (2)(5)(10)(20) (50) (100)

8  cistrans,trans-1,5,9-> 70 K774 b Y L v OB ERR
XRYVE R 2.00 ~100 ng/mL @ NEE 50.0 ng/mL

#5 BERERIT—%

JEAE
TEEVEWR IR L Cfs,trans,ircitzs-l,S,9- F7 9L dy i |
(ng/mL) SIUuRTALNY (miz = 136) 5 EE(As/Ais)
(Cs) IV (m/z = 93) ,
(Ais)*
(As)
0 0 96983 0
2.00 432 100002 0.004325
5.00 1078 91158 0.01183
10.0 2120 101896 0.02081
20.0 4168 93900 0.04439
50.0 10268 94287 0.1089
100 20551 89035 0.2308

* 1 NESEYPEIRIE ¢ 50 ng/mL (Cis)
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et VAR NN

(x10, 000)
19300 (20.00)
35.136.00 (1.00)

30 F7IVVd miz=136 S E R YLy
2.5 m/z=93
2.0-
1.5-
1.0~
0.5~

T T T T T T T T T T T T T T T T T T T T T T T ‘ T T T T
10.0 1.0 12.0 13.0 14.0 15.0 16.0 17.0

X9 REME (10.0ng/mL) D7 < 7T A

G&tE75 v 7)
(g%%ggyﬁ&V7UF%ﬁbvly®6—7®@¢7?yﬁﬁﬁﬁﬁﬁ

27,

S ENEY
AINEGEERRG R 2 2 6 12T,

2 6 USINIENDGERERS R

AR R
. e S R B
Al (EH g-dry WE (ng) B (KH ng/g-dry ) )
Y g-wet) Y ng/g-wet) ’ ’
5.0 SEZS N 3 ND — —
R (RIRMSIEED) ’
5.0 130 5 21.8 84 5.6
5.0 SES N 3 ND — —
s () ’
5.0 130 5 21.1 81 1.6
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sur0985
テキストボックス
cis,trans,trans

sur0985
線


(x100, 000)

19300 (20.00)
1oo %0 (.00 SUREFA Y LY
1 m/z=93

0. 75 F 785V v-dy miz=136
0.50

0.25-]

10.0 1.0 12.0 13.0 14.0 15.0 16.0 17.0

10 ZEMENGER (KE) ora< b7 7 4

(x10, 000

1500 0 00 ¥7REFALY LY
7.5 miz =93
FIHVVdy miz=136
5.0—:
ZSJ
10,0 110 120 13.0 14.0 15.0 16.0 17.0
X 11 gsinEEEsE () ora< s 79 4
(R

RN DSR2 R 7 1T T, cis,trans,trans

JRE B (5.0 g-dry) . BB (5.0 g-wet) DFAHIETR 5.0 mL 12 transsers;
cis-1,59-> 70 F57h bV L V% 25 ng NI L & L 712 A IERTIC TR L.
HEERS L O 14 HERICHIE L 72,

R 7 PR R

- W FE AR (%)

AR (ng/mL) uH 14 0
JEE iakisstanbicd 5 91 78
G| iakisstanbicd 5 99 88

A3 4T n=2
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sur0985
線

sur0985
テキストボックス
cis,trans,trans


[ﬁ%ﬁ%ﬁ)ﬂ»@ﬁﬁ] cis,trans,trans .
(] BHEHEDIRE TlE, wanseiseis-1,59-> 70 F 774 ) T VI T
Hole, 7277 6%K 12 KUK 13128 L 72,

(x1, 000)
1.0593. 00 (1.00)

3133.00 (1.00)
0.94162. 00 (1.00)

0.8 miz =133
0. 79
0. 6
0. 55
0. 45

0.37
0o ‘ h l
0. 19 m/z =162

1.0 110 120 0 130 0 4o 150 1e.0 17.0

V| m/z=93

12 WHEE (BIEBRE) o7a< 77 4 (m/z=93,133,162)

(x10, 000)

49300 (50.00)
9.05736.00 (1.00)
8.0
7.0
6.0
5.0 F7%V-di miz=136
4.0
5.0- m/z =93
2.0
1.0

e i s e e A e e B e L s e e L e e e e B L
10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0

13 EREBR (BIsBKE) or7n< b7 7 4
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sur0985
線

sur0985
テキストボックス
cis,trans,trans


cis,trans,trans

(Y] et cHe22EE (=) TlE, transseisseis=1,5,9-> 71 K77
FYZYREARBRINTH -7, BB 7 a2 b 75 A2 K 14 KO 15 1R
L7,

(x100)

A
807182 00/ 1. 00)
8.0~
7.0-
] i
* "' ' ‘ w m/z =133
5.0
4.0 ' l mlz =93
3.0-
2.0-
].0{‘ [ T [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘m/z :162
10.0 1.0 12.0 13.0 14.0 15.0 16.0 17.0

(x10, 000
193. 00 0. 00)
5136.00 (1. 00)
507 F7 5L -dy miz=136
4.0
3.0%
1.0—2 m/ 7= 93
10.0 1].‘0 12.0 13.0 14. 0 15.0 16. 0 17.0
X 15 4Waiet (Fve) orzuv b7 74
(BMiconT)

1,59-> 70775 b Y 2 lid 4 DDORWEBIFET 570, WRYHTH S
cis,trans,trans-1,5,9->> 7 a57h by v b i3 E L TAFOEREL trans,cis,cis-
1,59->7a5 4 bV v X trans trans,trans-1,5,9-> 7 @7 A F Y T IZD0
T ZNZNHGETHE 217 ORI 2 372, 3 BRUEAR O REFIGFIZEZ D |
su= 75 ETHERIENEETH S I EBghrot, Ju~ b 0%K 16
~18 12T,
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sur0985
線

sur0985
テキストボックス
cis,trans,trans


<10, 000)
93700 (1. 00;

100 1lo 12l o 13l o Talo’ 15/ 0 "6l 0 1710 18l o 1lo’ T 7 200

16 cistrans,trans-1,59-> 7 2 7h sV LYV (m/z=93, B : 500 ng/mL)

(x10, 000)
1. 259300 (1.00)
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0. 00 o e e rt
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17 transcis,cis-1,59-> 707 bV LYV (m/z=93, B : 500 ng/mL)

(x10. 000)

1. 25 J93.00" (1.00)

1. 00—

0. 75

0. 50

0. 25

LT R A e B e B B e L e B o R e e BN ey B
10.0 1.0 12.0 13.0 14.0 15. 0 16.0 17.0 18. 0 19.0 20.0

18 trans,trans,trans-1,5,9-> 7 0 7 bV LV (m/z=93, B : 500 ng/mL)

(DA T &% F 7 hril)
GCIRELMNE%2Z 2 $ . 57 L% DB-5ms 2* 5, BPX-50 (30 m X 0.25 mm, 0.25
um)IZ & 2 725G DN % K 19~23 12387, CFRYIEHREE 5.0 ng/mL)
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GEfiD)

RIEZRE L OB D cistrans,trans-1,59-> 7 2 K74 b ) v DT
W TE, MDL 13 Z 317241 0.00032 pg/g-dry. 0.00034 pg/g-wet TdH > 7z, FIE
7273 TH Y, JRE, BV S IR E IR I vk
Dotz, Fio BYEAR (frans,cis,cis-1,5,9-> 7 0 K574 8 ) I trans,trans-trans-
1,59-> 70 F7A ) LY) 1, AR LT W» 2% b DD, fREFRH
DEI 5 TE Y (cistrans,trans-1,59-> 72 F57h Y v L 3EEDSA[EETH 5,

(2% k]
D) BB 1 WA 62 A AL P E o ik B S A A
2) BRBEE PR 22 R R AR D S B T

CEEE LN

FEse i« B B R A T T

P Sa AT+ T235-0012 4% [ LA viT B 1 X 0 1-2-15
TEL 045-752-2605  FAX 045-752-2609

EECE 2RI &

E-mail - ma02-sakai@city.yokohama.jp
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cis trans trans-1,5,9-cyclododecatriene

An analytical method has been developed for determination of cis trans,trans-
1,5,9-cyclododecatriene in sediment and biological sample using gas-chromatography
mass spectrometry (GC/MS). A sediment sample (10 g-wet) is extracted with 1 mol/L
potassium hydroxide/ethanol (20 mL), and supernatant is collected after centrifuge for 5
min. The residue is washed with ethanol (10 mL), and ethanol supernatant is collected.
The combined extract is diluted with distilled water (10 mL), and extracted with hexane
(10 mL) twice. The hexane extract is concentrated to 5 mL under a stream of nitrogen
gas, and is cleaned up by a graphite carbon cartridge and a silica gel cartridge with
hexane. The eluate is concentrated to 5 mL under a stream of nitrogen gas. One
milliliter of the concentrated sample is analyzed by GC/MS after addition of
naphtharen-dg (50 ng). The method detection limit for a sediment sample is 0.00032
pg/g-dry. The average of recoveries (n=5) from 130 ng cistrans,trans-
1,5,9-cyclododecatriene added sediment samples was 84% , and the relative standard
deviation was 5.6%.

A homogenized biological sample (5 g-wet) is hydrolyzed with 1 mol/L potassium
hydroxide/ethanol (20 mL), and treated with the same procedure as sediment sample.
The method detection limit for a biological sample is 0.00034 pg/g-wet. The average of
recoveries (n=5) from 130 ng cis,trans,trans-1,5,9-cyclododecatriene added biological

samples was 81% , and the relative standard deviation was 1.6%.
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Sediment or
Biological sample

Alkaline

Sediment sample
10 g-wet
Biologicai sample
5 g-wet

digestion

1 mol KOH/EtOH 20 mL
shaking 1 min 1 days at room temp

L Centrifugation Wash Centrifugation
2000 rpm 5 min EtOH 10 mL 2000 rpm 5 min
g
Extraciton Centrifugation Wash

Ist * purified water 10 mL
hexane 10 mL
2nd : hexane 10 mL

purified water 1 mL

twice
L Dehydration Concentration Clean up
ENVI-Carb +
anhydrous Na>S04 N2gastoSmL  geppak Plus silica
elution :hexane 5 mL
L Making up Aliquot GC/MS-SIM
volume

Internal standard
(naphtalene-ds 50.0 ng)
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YE £ aWE7a—y —k i
cis,trans trans- | [[E'E. 4£9)) SyHr R
/8 N | GC/MS-SIM
-195a9']\ I}‘I“/ Eﬁ%&*ﬂ’ 72l

ER 7Y iR
U T T ERAA ¢
IET IR 10 I mol/L KOH/EtOH 20 mL -
) WL S Imin 2 &9 1HRIRGE (RE]
L (ng/g-dry)
DA i AL 0.00032
2000 rpm 5 min 19)-V 10 mL 2000 rpm 5 min
" €R7)
i* """ i — (ug/g-wet)
: fhH =00y e : byt 0.00034
v 1EH REEUK 10 mL 2000 rpm S min 1 REHIK | ml
| ¥/ 10 mL !
Vo 2[EH a¥Y 10mL i
20 VRiESis
L ik 4 W ANV AIL 2)-uTyT b
GC/MS :
y No#' AR B ENVI-Carb+ Sep-Pak Plus silica
SORBRRETIL 0T T ey s o QP2010Plus
L (Bl
ER L T GC/MS-SIM )
5mL 1 mL -
" " P B P
(F75Vv-ds 50.0 ng)
DB-5ms
(J&W)
30 mX0.25
mm, 0.25 pm

54




	adoc2011-1-030_v2



