JIiF T BR BT B I SE BT
[RHRER - RE, W]

1-RFH ) —)v

1-Dodecanol
IUPAC 44 : Dodecan-1-ol
WL 2=V RFE LT a—)L S LT L a—)L
n-Dodecylalcohol, Lauryl alcohol

1-57 4 ) —)v

1-Decanol
IUPAC % : Decan-1-ol
B . V= VT VT L a— L
n-Decylalcohol

[ &mE DHEE]

HO

\/\/\/\/\/\/CHa

1-RK5h 7 —)u
CAS %5 : 112-53-8
433 CraHasO

HO/\/\/\/\/\CH3

-7 /) —)b
CAS #F & : 112-30-1
4313 CioH2O
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[ K]
WEMEERIPEIR & FREICR T,

TR Bl
WE 4 (E)TAIME 9B N AT KEEFEFE  log Pow
B (°C)
LR 186.34 " 237 0.01 kPa® 4 mg/L? 3
(186.1983655) 2622 (20°C) (25°C)
L 158.28 ¥ 7% 1kPa?  3.7gL? 4932
(158.1670653) 2332 (20°C) (20°C)

*: HURAE (1 mmHg=1.33hPa (2L %,)

[, H&E]
[EBREMIC X 5 B MEEHE ]
1-RTH 7 —v
Z v b (M) LDso : 4150 mg/kg?
7> b (#RA) LDso : 4150 mg/kg?
-7 ) —)v
Z v b (M) LDso : 4720 mg/kg?
[A&] Y

1-R7 0 = o Tva—)b SRMIIRIRALL S RRTEAIERE, Z2ERA]. TR
FHES BB OWEAN, Bdnk

1771 7 —v AL TR, FUmEEAL R (EWRREREAD . &
Ff H FHAS

)

HH i
1) b EREE #2277 L (CHRIP)
2) HH{bAKTZE SDS
3) SIGMA-ALDRICH SDS

S1 HriE

J

(1) FHTEOBE
VEH]
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EEREHC Y v — N IRI L, 7 P TIEE 9 K OEEF T
Do ~NEH UM%, RO —H 2SR L, el P AT AKX R
Do WHITRZ M LTctk, U AN, 7 NEEAREZ IR L, GC/MS-SIM 75T
T %,

(A#)

Ao e A — FNEEZRINL, 72 b= U L THRED T A IHIH
T5, ~FFomH%G, HHEO —HESRL, 70U OAh T ATk Y
45, WHEEZENE LT, U A 7 NSRRI L . GC/MS-SIM 1
T 5,

(2) AE - =R
[RAFE] =D
1-RT 7 —u FORERR TR, 99.0%LL E
1-7 1 ) —)v =T R Y TR 99%LL L
1- 7%/ —/b-dys : Cambridge Isotope Laboratories 4, 98%
1-7 7/ —/b-dy : Cambridge Isotope Laboratories 2, 98%

Tl 7T -di
Xk

5N (UMW
HEoRmEE T Y v A
~F

TR
TERr=FrUL
7nrl) U—/LPR
FEELK

(¥R DR
(IR )
1-F5H ) —),

1-7 71 ) — )V & ZNZEI 100 mg I &

B bR KEREBA. 1 mgmL (7€ b KR
D FEMIEE TR SRIRRRRR

D B bR AR R - PCB R T

C B bR AR R - PCB R T

B bR AR SRR - PCB ARBRH (5000 %)
B bR AR R - PCB ARBRH (5000 %)
B bR AR SRR - PCB ARBRH (5000 % iE4E)
DRGSR TR 7
: MilliQ-7k

EJJEH3

R

DI, TR

T100mL & LT 1000 png/mL OEEHEFK 205, Z OBEERKZ E N E i
100 uL Z3H L, ~FH > T10mL & LT 10 pg/mL OIRAIEAERR 2 FHil4 2,

(=5 — FESER)

1- RFH ) = etys, 1-FH ) —/b-ty & Z 14 100 mg EREICREDTD 7
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T hT100mL & LT 1000 pg/mL OEHEFIR RS2, Zova s — W
FERER R 2 T N2 100 uL 3B L, 7 b2 CT10mL & LT 10 ug/mL OH
7— MEEWIEER 2 /3 5,

(U P RRAL T NIEHER)

TROT B F 77 -dip BEHERHE 1 mg/mL (7 & K 22 ) P ARA
IR E 35, U P ANAL T NERERIK 2 ~F o THIRL T 50
pg/mL TR 2.5 ug/mL DV > AL 7 NEEHRERR 2 fil5 5,

(% B AR ER)

10 pg/mL DIREIERER 2 ~F % > TIHKAR L, 5.0 ng/mL 75 1000 ng/mL
DFEWERR & AT D, K IRFE OFEHERRIZ 10 pg/mL DY 1 47— MRS NIEHER &
W25 ug/mL DY VAN 7 WEEHEK 2 £ 24 50 ng/mL 1272 5 K 9 12K
L., HERAERERE T 5,

[FZE] (E2)
50 mL 30V, 100 mL im0, 200mL A A7 T A, AAVY U H— FK—
LBy b NAY =L ENy b &mv%£<W&mmm\xt//ﬂﬁ
AREBRE (0 mL), v~/ 27T Uy KE Dan, BERERHE., =000
B, RV v REDFAY— v X TF v 7 AF—T — (FIEH -4 Fine
F-301)
77 Ags B, VAl AKEK, RRUKDNAEICHES:, wt, 7' o T
T2,

(3) HTiE

[ OIREUK REFE]

UEE R

%F%FM?%T%ﬁ£E%E£W@$a%J($ﬁ2&$3ﬂ)@rﬁﬂ@
BRI CHIRO TS | 12f > CRIRT 5. EREICH bR 12#, 5505
T%TTD\WT{K Lﬁf(ﬁ\ EERRF 200 g 12xF LTHFEE 1.5 mL 23RN L., +471
Bith L. mONEEE1T D (E 3), WMIERFEEIT, TE SRR oS
Do

(EBrRRR)
M REEEEMER GO FII &) (P28 43 A) O TREORRL
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OEDFIRIE | (296> TERELL . MR FT 5,

[FB O RTALER K OBRERIKR D]

UEE B

B REE 10 g-dry AH24 % 50 mL 10V IC EMEIC R Y BV | 10 pg/mL oY a7
— NEEYER 2 20 pL WSINL, ool L%, WmETCBrERE T S, 7
R 25mL ZMZATFETERE O LA RNWT & 278410 oI E 5 L.
10 43S A% (7 4), 1500 rpm T 10 53[5 D4y Bl L TRk & fhiHik
WZoBET 2 (FES), RIS 50T 5% U o 2OKEK 150 mL %
ARTZ200mL A A7 T A2 ZBd (7E6), (JE7), FE., FREICT o 25mL
ZMZ TR CEIEZBEVIEL, iR E AR T Z 2 al285bEd, AAXAT TR
NIAFH 2 mLENA, v~ 7R F v I AZ—F—"T30 oEEPHE L, &
BEL (8. ~FHUBITHHE L%, SRV —/L B~y FTAF T UK
PG BT, B, EBIEIc~®Yr 2mL 2z, B UEEEZITV., Bbh
kY UEasabesd, Z7a~x MEICT7a ) D5 g ROMEEKEET R U v L
2 g ~nF oA RE L, BREZERTS Ee6). (FE9). (F10). (F
1), 7& ho/~FH 2 (1:4)30 mL, ~FH 2 30 mL ONEIHERE 25 L, i
HIEDO~FY UEE ImL B L7 OE2ARTT D, ~F P 10mL O & b
VISF Y (1:99) 9 mL TR, Z OVEEHRIZFEIE ST H, TDk, 7T F/~F
T (1:4) 15 mL THEWEZIRH ST 5, 2 ORI E B & RHERERE I
BL, E£F50 FT1.0 mL £ TERML, 2.5 pg/mL O Y P A1 7 NEEHE
W% 20 uL Iz 72 O 2R Rk &35,

(AwEstH

RE VA X UT=AWERE 10 g 2 100 mL 120 I IEMEICE Y BLY | 10 pg/mL
OV v r— R Z 20 pL WINL, SREFT C—BERE T 5, TR F=1FY
JL25mL ZA0Z T 3 AT ) A XHhiH#%, 3000 rpm T 10 Z3 iz oHE L T
PRt L RISy BT 5, MHEIRIES 50 U 5%H T b U o LKA 150
mL Z A7 200 mL A A7 7 22283 (FEe6), (ET7), B, FEECTE
=hU25 mL Z A TR UEBEZBDIRL, itHiRE A A7 7 2 aizd bt
Do AARTZAIIANFTH 2 mLEZNz, ~73F v 7 AKX —F—T 30 45l
PR L, BE L E8) . ~F VU BIcmBEid 5, BE, fRElic~F T 2mL
Nz, [ CEEERITV, B~V rEesabes, Z7ov MEFic7n
U 5g KOEEKAREET FY UL 2g e~ Tl T L, HHRE 2 /ER
I5 (GEe6). (7E9). ((E10), (E1D), 7 Fr/~FH 2 (1:4)30mL, ~FH
> 30 mL DJEITHERE 2 3ev L, RO~ U EE ImL 9B L7eb DE &
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Mid D, ~FH 10 mL KT & b/ ~FH 2 (1:99) 15 mL THE. Z OUH
WRITBEHES 5, D%, T b /~FH (1415 mL THEME 2 EHIE D,

Z OEHHRZ 10 mL O BT S RAERBRE 2B L, KL F T 1.0mL £ T
g L. 2.5 pg/mL DY AL 7 NEEAERR 2 20 uL AN R 72 b O 27kl &

50

[ZZRBR DR
UEE R - Ak

KRR EHT 2 LIES S ROBEAZ AV, Ak L7 [BOBORMLE

KORBRIR O] (29> THRIEL ., BN miRE ERlRik & 35,
[HE]
(GCIMS HIESAH)
GCMS ##s : GC : 7890A (Agilent Technologies )

: MS : IMS-Q1050GC (HAEH)

77 A : VF-WAXms (Agilent Technologies ) (30 mX<0.25
mm, 0.25 pm)

TEN HREE : 200°C

BT NESE : 40°C(1 min)—20°C/min—160°C—5°C/min—220°C—
20°C/min—250°C (5 min)

ABHE VA : AU vy LA (=T 1.5 min)

HEA=E : 1.0 uL

Ty v —UA :~U A (1 mL/min (E¥i&))

AV H—T7 = —RRE 1 240°C

A TR . 200°C M Comesn e

A A ACFEIE 1 70 eV Vo

A A AR - El @ zom/g~ e e m/;lllle m/z 97

HEE—F : SIM (2018 )

T=H—AFr (M) 1-RTH ) —)b D11 GER) ., 112 (D)

(HF 12) 1T = 84 (EHE). 111 ()

c1-FFH ) —b-dys  : 126 (GEE). 110 (FeR)
c1-FH ) — -y c 110 (GE&E) . 126 ()
T T TT -dy 164 (B&E). 162 (HEFH)
(MR EHR)
B AAEAERR 1.0 uLAZ GC/MSIZIEA L COMrd 5, iI8mE & o — W
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sur0985
テキストボックス
　2017(H29)調査において、複数モニターイオンで測定しており、妨害ピークによる影響が少ないモニターイオン(定量 m/z 84, 確認 m/z 112)を選択したとの報告があった。これらの選択したモニターイオンではI/Q比が手引きの基準を満たしておらず、複数のモニターイオンにおける相関等の確認を必要とした。その結果、定量 m/z 112と確認 m/z 97をモニターイオンとして用いると、I/Q比は基準(±20％)を満たし、ピーク形状も良好であることから定量 m/z 112と確認 m/z 97の精度管理データを採用とした事例があった。(2018年度精査等検討会コメント)


FHEORELL LG ONTAGWE &Y 7 — FEEEDO B — 7 R b &
R AERT D,

(EE]
AR 1.0 uiL & GC/MS ITHEA L T 2, 56 N7/ WE O v — 7
Eu S — NEEO Y — 7 IO EZRERICIRS L TEET 5,

(BEOE M)
UEEFEBH
JEE R Ot G E IR FEC (ug/g-dry)id, AU LV EHT 5,

C=R-Q/V

R : BB ORERD DRD 7=V 17— N NIEREIC KT 5 R WE D
FE b

Q: MBI LY s — FNEED R (ug)
( =WINL7=% 47— FEEOHEE (10 pg/mL) x WM L7=H o4
— MNIERED B (uL) )

V: BEHR (g-dry)

KOWE W~ To G, LT OBUE AT 5,
Q=020 pg
( =@mizd e — FEEDORRE (10 pg/mL) x WML s
— FMAEEDRE (20 ul) )
V=10 (g-dry)
HIRSN
C =R x0.020 (ng/g-dry)
Th D,

CEMRRH
AR DX I EIIEC (ngfg-wet) 13, YRIC X Y ST 5,

C=R-Q/V

R : BRI T O R B R DT 1 7 — b IR 5 R O
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R

Q: MBI L= s — FNEED R (ug)
(=¥ L7305 — R EEIEDRE (ug/mL) < IR L 73 5 — b
PIREHE DR (uL) )

V: AEHE (g-wet)

KL > Te . LT OBIEZERT 5,
Q=0.20 pg
( =@mizd e — FEEDORE (10 pg/mL) x WML s
— MO R E (20 ul) )
V=10 (g-wet)
HIRSN
C =R x0.020 (ng/g-wet)
Th D,

CEERMH TRME (IDL)]
KM W TZGC/MSDIDL % 1 L O FE2ICRT (1E13) &

#1 IDLOGHRR (KH)

IDL
B AR IDL et e e
YE 4 AR L E
(g-dry) (mL) (pg)
(ng/g-dry)
I-KFH ) — 10 4.0 1.8 0.00072
-7 ) —)u 10 4.0 1.1 0.00044
#2 IDL OEHER (W)
IDL
REHE  RRIRE IDL et e g
WE 4 AUBHE LA
(g-wet) (mL) (pg)
(ng/g-wet)
-8R0/ —v 10 4.0 1.8 0.00072
-7 ) —)u 10 4.0 1.1 0.00044

(BIEHFEOHRE TIRME (MDL) ROVEETRME (MQL))
ARNE T IEC BT HDMDLE OMQL % #3 VR4l Rd (1E14)
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73 MDLKM OMQLE H DOFE R (JEE)

WA, B R E MDL MQL
H

(g-dry) (mL) (ug/g-dry) (ug/g-dry)

1-RFH 7 —)u 10 4.0 0.0016 0.0042

1-7H ) —)L 10 4.0 0.0022 0.0056

#4 MDLK OMQLE H DOFEE ()

W4 AEE R E MDL MQL

(g-wet) (mL) (ng/g-wet) (ng/g-wet)

1-RTH ) —v 10 4.0 0.0014 0.0037

1-5H ) —)L 10 4.0 0.0022 0.0056

Nay: A

(1)
(12)

(VF3)

(V34)

(15)

(1:6)

FRE T, FEUEONE - YEEEO H O ThHIUREE TR bH 220,
AAT T A, K=~y MIJS R 3505IZFLH D 7 7 AAD D & fE
A5, ~4 70y ) U IIEEEHRRNLEANY T—varankt
DERND Z L aHAREL U, WIERA2% LT D2 2R 1L TEH
SOBEFE LW,

JRERENCIE, FBMERML2ne el — NNEER L TLE D
72, BWTXBERNTH L,

B TE D501, ABHZIADEOKRKZMA TAZ U —RIZLTHrD,
T RoEMATHEESES,

DRSO R A FIFSECLE S &, KENEFE > T LEWV20ME
HOMMHNREL 725720, B EIKDIZRET D,

BET 7 7RO T, AL T MU T AL OGRS U T A
550°CT6 FFEILA BB L, T — 2 NTHRE LTI,

(EDEENART T AADEERZTETHKD K I1T5%MET U T LKEHERD

(73:8)
(139)

BEMHIET 5,

BET T 0 7 BRI ST\, AX—F— T E1T 9,

70 Y DAE130°CTL6 BERIIBEML 21T\, 72— 2 N THA L
bOEMAT 5,

(JE10) HlRO 72 Y A — Y v 0Bk, A7 A8, o925y 78

b OTEIET 7 7 ROWIEDE PR ST L,

(JE1D) EE R OEM OIS & 0 R E O HEIc T s E Ty | X
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(1£12)

GWE L u s — FNIERE L T S BE L 720 3 5 ATREED B
L7, T T 2508 CIR S OMEREIT O 2 &,
F=HA—AF DO =TI EMENERDAEERSH DD, b
RS EL DA F U EREL T, TORNSTEEA A M OHERA 4
ERETDHZENEELY, U-FT B — VKO- 5/ —/b:mlz 83,
84, 97, 111, 112, 125%., 1-RT B ) —b-tps XK DV-T B/ —)b-dy; :
m/z 80, 94, 110, 126%)
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(# 13) IDL 1., bW/ EsREERREEm O Tol &) CE 2843 H) 124t
STHRMH L, REESITRT,

%5 IDL OB HHER

W'E 4 1-KFH ) —v 1-7H ) —)v
AEHE (g-dry) ! 10 10
AEHE (g-wet) 10 10
BRI & (mL) 4.0 4.0
HENHRIRE (ng/mL) 10 5.0
EAE (pg) 10 5.0
HEE AW E (ul) 1.0 1.0
fEF 1(pg) 10.2 4.97
FEE 2 (pg) 10.0 5.31
5 3 (pg) 10.4 5.01

fE A 4 (pg) 10.3 5.19
FEF S (pg) 9.27 5.69
55 6 (pg) 9.29 5.16

fE 3 7 (pg) 9.73 4.86
FEIE (pg) 9.895 5.169
EHERZE (pg) 0.476 0.274
IDL (pg)” 1.8 1.1

IDL #EHAFE (ng/g-dry) ' 0.00072 0.00044
IDL #EHATH (ng/g-wet) ™ 0.00072 0.00044
S/N Lt 8.6 7.8

CV (%) 4.8 5.3

¥ JEE, 24D
*3 : IDL=t(n-1,0.05) X 6.1 X2
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1001+

fon-o0
1 m/z 111
m

1111 [0]4 fion-o
m/z 112
12

iz 4 2003 - 0
m/z 126
#A 4 TR

TEF77v-dy,
N
m/z 164
L164 T T T T T T T T 7 164
RT-—> 0600 08:30 0800 0530 1000 1030 1100 1130 1200

X 1-1

L1000

184 [014

IDL I ERF OFEEY)E (10 ng/mL)YD 7 v~ 7 5 (1-RTH J —)V)

17" 1/=h-d,, e
e

m/z 126

20769 -0 1
TEF77/-d)g
N

m/z 164
4168 T T T T T T T T 7 164

RT--> og00n 08:30 09:00 0%:30 10:00 10E0 1100 11:30 1200

4 1-2 IDL JIERFOIEEME (S ng/mL)D 7 v~ s 7T 5 (1-7 5/ —)L)
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(1£14) MDLK; UMQLIL, MbFWEREERHEFEMOFIIE)  CERR284

3H) b IR L, BREROLDRTIIRT,

726 MDLMKOMQLOHEH (EE (ZE)I) )

WE 4 - N5 9 —/LEE;_; (%§ 179 ) —b %‘fm/; (%E
ARk JEE JEE
B (g-dry) 10 - 10 -
EEVEIRIIE (ng) 0 - 0 -
AEHI IR (ng/g-dry) - - - -
B A& & (mL) 4.0 - 4.0 -
HENEIREE (ng/mL) 13.7 - 14.3 -
EEEAKE (uL) 1.0 - 1.0 -
BAET T 7 ) <0.0016 95.8 <0.0022 86.6
(ng/g-dry) ™
FEFRINEY) (ng/g-dry) 0.00546 83.1 0.00571 77.6
FER 1 (ug/g-dry) 0.00567 82 0.00517 82
fER 2 (ug/g-dry) 0.00617 86 0.00520 75
fER 3 (ug/g-dry) 0.00489 83 0.00634 72
FER 4 (ng/g-dry) 0.00531 80 0.00636 87
fE R 5 (ng/g-dry) 0.00565 79 0.00520 74
fER 6 (ug/g-dry) 0.00542 88 0.00616 77
fER 7 (ug/g-dry) 0.00513 83 0.005562 75
VM (ug/g-dry) 0.005463 83.1 0.005713 77.6
FEVEIR 7S (ng/g-dry) 0.000417 - 0.000556 -
MDL (pg/g-dry) 0.0016 - 0.0022 -
MQL (pg/g-dry) ™ 0.0042 - 0.0056 -
S/N kb 72 - 12 -
CV (%) 7.6 - 9.7 -

*1: B~ R v 7 ZDBPIRUVIRIE T, MR OERAIEZATWVRNE L 72 E

OFEE (n=2)

*2 : MDL S H ARBHIEHEZ RN L TWWRVIREE TE SN IEE (n=7)
*3 : MDL =t (n- 1, 0.05)X 6, X2

*4 : MQL = 6,. X 10

*5 0 R OIREITY v — MfIER OfE
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#7 MDLEOMQLOEH (A# (A XX) )

W4 LR E‘fm’; (%E -7 Ei&; (%§
Rk AR - AR -
ABHR (g-wet) 10 - 10 -
EEMEIRIN S (ng) 0 - 60 -
ARBHEARRE (ug/g-wet) - - 0.0093 -
BRI & (mL) 4.0 - 4.0 -
AR (ng/mL) 9.54 - 23.2 -
HEEEARE (UL) 1.0 - 1.0 -
f:'fgzvz)‘flﬁ P <0.0014 98.7 <0.0022 74.6
RN (ng/g-wet) 0.00381 96.6 0.00272 65.4
FER 1 (ng/g-wet) 0.00333 89 0.00862 78
FER 2 (ng/g-wet) 0.00364 96 0.00865 84
FER 3 (ug/g-wet) 0.00342 98 0.00930 79
FER 4 (ng/g-wet) 0.00388 104 0.00958 88
FER 5 (ng/g-wet) 0.00415 94 0.00907 85
fER 6 (ng/g-wet) 0.00395 105 0.01022 83
FER 7 (ng/g-wet) 0.00432 91 0.00943 83
T (ng/g-wet) 0.003814 96.6 0.009269  82.9
EEHERZE (ug/g-wet) 0.000368 - 0.000559 -
MDL (pg/g-wet) 0.0014 - 0.0022 -
MOQL (pg/g-wet) 0.0037 - 0.0056 -
S/N 6.2 - 14 -
CV (%) 9.6 - 6.0 -
#1: 3R B~ U v 7 ZAOBMPIRVIREE T, IR OBIEZITWEIE L7 E

*)
*3
*4 .
*5 .

DA (n=2)

MDL i HAFRBHIAEREZ RN L TORVIREETE TN LRE n=7)

:MDL=t(n-1,0.05) X o, X 2

MQL =0, X 10
FEROBREIXY v 57— MHIERZ O
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AN AN VR

m/z 111
m/z 112
1B Tty
m/z 126
N m/z 110

X2-1 MDLAER;DZ v~ b7 Z 5 (JBE :1-F7 0/ —V)

frooly f . 14 =113
/\z 17" )W
AN A J \VA m/z 84
o 1l (i s N \\«\/V\N\/\/\/\W,—f‘\'\/\ MM”WW% 8
NN \/\w el
W | /\ P VMNWWWM\EW
/ \\ m/z 110
o e il
/\ LT ) =0-dy,
/ \ I
N m/z 126
126 U i \\\-_‘f\‘ﬁ‘ L B B L L
T o0 o0 800 @10 920 B30 0340 o850

X2-2 MDLUIEHD /7 o~ 775 (BEE :1-7 0/ —)L)
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111 [0

k318

110

fi 164
RT-—>

[0 l/l-l“‘?cj”“ﬂ/ 1000 - 0

/2111
i
1000 -0

m/z 112

112

= 1-7 )= 200-0
WJ\NMMMW4
B

6000 -0

\
_JL\A‘WAW miz 126

-4 120

R B000-0
A7 B)=lv-d,,
J m/z 110

_ 20270 - 0
TEF77/-d)g
m/z 164
T T T T T T T T ‘th
08:00 0830 %00 09:30 1000 1030 11:00 11:30 1200

2-3 MDL @D 7 o~ b7 7 A (W)
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[#rik]

(7r—F ¥ —}]
OIEO 70 —F v — s &2 X 3 KO 4 1277,

§2 fi#

G

JEC Rk T =& O EERLE AN L BE
Ly N , G
«%é)%zluggfif oy - | 7’6]‘1/02/5\mL 1045 1500 rpm 10743
’ 1-]“"}“%/’-}[/-(125 i _______________ ]_:I ____________________________________________________________________
1':7:\‘7J/H/I/-d21
200ng 20
- A X —Z—Hh 4y B HITLT V=0T v EEE
5%NaCl7K 150 mL AXYJE 1.0 mL )y NS g NS T
A¥Yv2 mL X 2[H] a5 yvazy ) 1.0mLE T
304> D TEN AR /(1:4) 30mL
: A%y 30 mL
Be o ¥y 10 mL
TEb AR/ (1:99) 9 mL
B TEh A (1:4) 15 mL
T GC/MS-SIM

YV AN AN
TEr77v-dyg
50 ng

EIl

X3 EEREIOSIED 7 e —F v — b

157




A sl T I REUTA K | mLOEE [ A F— T
BERIO0g N 7Eh=bV 25mL 3000tpm 104y | 5%NaClk 150 mL
Foi = MNA N 3% ; A¥v2 mL X 2[H]
1N tys b S 305
1-71“7J/““}[/-d21 2@ 7
200ng
— yER NI V=0T w7 T T GC/MS-SIM
A S=
~¥VJE 1.0 mL j\/ﬂya:\/;ﬁ Jvisg 11.\32;1@2 YUY AN ATERAN El
L TEh/NER(1:4) 30 mL 7?7;707;(110
LAY 30 mL &

Yevg o ~¥y 10 mL
TEh//A%F/(1:99) 15 mL
WH  TEhv A% (1:4) 15 mL

4 AEPRBOSHIED 7 =T — |
O AR

5.0~1000 ng/mL D S IR ER 2 L, 1.0 uiL &2 GC/MS IZVEA L ToHAr
T 5, fEREXS KUK 8 ITRT,

25 2.5
4
= - }
20 / 5 y 1.028_80 x - 0.0183 A
y =1.1491 x - 0.0225 R2 = 0.9999
- R2=0.9998 s
x| "
" 2
10 -
5 / 0.5 /
0 L o 1 1
0 5 10 15 20 0 0.5 1 1.5 2
i REL \ e
IR (ng/mL) (200 (500) (1000) L (ng/ml)  (20) (50) (100)

X5-1 1-R7 0 — /L DOk
(/£ : 10~1000 ng/mL, 4 : 10~100 ng/mL, 1- K7 7%/ —/L-dys 50 ng/mL)
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36 3.5 ~
» 3 y= 1.62154 x +0.0567
30 y=16411x+0.1355 A R®=0.9998
" R? = 0.9996 2.5
R q 2
=18 = e
2] & 1.5
12 // .
6 0.5 /
~ -~
0 0
0 5 10 15 20 0 0.5 1 15 2
REELL REEL
B (ng/mL)  (200) (500) (1000) W (ng/mL)  (20) (50) (100
X5-2 1-7 4/ — )LDk ERR
(/£ : 5.0~1000 ng/mL, £ : 5.0~100 ng/mL, 1-7 7% / —/\-dy; 50 ng/mL)
#8-1 REMMERAT—%—% (1-FTH/—))
( A
RERA : — .
e HEMER)  Vas— MR Ay AL
TR e NN
-7 7 —v 1- 8771 7 —)-dys (As TAs5)
(Cs) (ng/mL)
(miz 111) (m/z 126)
10 1444 7832 0.188
25 3548 8335 0.426
50 9033 8394 1.076
100 17907 8314 2.154
200 38972 8357 4.663
500 97981 8373 11.702
1000 188139 8237 22.841

k0w g — N NEEYERREE © 50 ng/mL(Cj)
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(

IBRRNL

2112

126

E110 o

# 82 MEHRIERHT—%—% (1-7h/—))
i} R
i AT - — - —— p
A e S XT%EF@E(AQ oy H]‘W*ﬂ?@ (Als) m/§1ﬁtt
PR . .
-7 71/ —I)v -7 75/ — -y (As /Als)
(Cs) (ng/mL)
(m/z 84) (m/z 110)
5.0 1882 8610 0.219
10 3432 9043 0.364
25 6706 9153 0.733
50 15616 9450 1.652
100 29633 8999 3.293
200 63367 9025 7.021
500 155197 9146 16.969
1000 299375 9154 32.704
* o — N NEEYEYE IR 0 50 ng/mL(Cys)
7= 3l /A N
[0~ /l_lxoi‘qﬂ/ﬂjl/ 112860 - 0
. /\ /\ mz 11l
\ ) me12
1-7" 4 )W
v
j\ A m/z 84
18770 =W-dys
N |
| m/z 126
17, 1)t o
m/z 1‘1‘9
7t177-d,
h m/z lgfl

fi164
RT-->

T T T T T T T T
0800 08:30 0800 09:30 1000 10:30 11:00 1130 1200

6 FEYEM'E (1000 ng/mL), Y= 57— kNEEHE(50 ng/mL)
KO P ZNA 7 NEEAE(S0 ng/mL)D 7 v~ k7 T I
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(AR FV]
T AANRY NVEZNENH 7-1~K 7-3 1277,

1001 .
\ 69 1-K7 07—
43 55
83
97
50
111
|
\‘\,“\"m "“'\\, l‘ "‘\' \l . ; ; ; . .
50 100 150 200
1001 .
| 1-7 7 J—)v
4 55
70
501
83
97
| e b T
T P
50 100 150 200

7-1 BREEWE DO~ AANT bV
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1004

504

1004

50+

1=-RTH ) —)b—dy

1004

504

46 62
78
94
110
126 50
1”‘1 LHHM Mm ﬂ‘“' H‘l‘ i A‘d' ol i ‘l i i ” i
50 100 150 200
| =77 ) ——dy
46
62
80
94
110
128
o AH‘X th‘" IXHH‘ %1“}1' H‘l“ . A‘l L . . ‘Q . . . .
50 100 150 200
72 Husr— NEEO~Y A AT FL
7T TT-d,
164
80
66
I I | e
50 100 150 200 250

73 2V VARSI RIEREO Y AZAT )L
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(BET T v 7 #BR)
BET7 o 07070~ 7T L%K 81 O 82 IR T, -4/ —/b, 1-
RTFH )= EBIZhT NI —7 B Sz, MDL K Th > 77,

10014

3631-10
l-u‘%‘b/—w m/z 111
1111 0]+ SHST-HIH

m/z112
o A o mal

e 4 N e
l-j h)=v

m/z 84

8

1= 7 1) =t
N m/z 126

26

126 5313*0‘
-7 ) --d
[ 2 2 m/z 110
10

_ CIEET
Ttr777-d),
\ m/z 164
B 164

T T T T T T T T 7 164
RT-—> 0800 08:30 0400 09:30 10:00 10:30 11:00 11:30 1200

281 BE7 77 (BE) Or/n~x 77 L

[1001 54 -0

R,
I-h 787 miz 111

T o4 e

w4 N P
-7 0 )W

¥ m/z 84

o

S e 7498 - 0
1= 1) =1-d,s

N m/z 126

£126 T 1
17" h1)=h-d,,

P m/z 110

B0 A 10

7t")’7'7"/-\5110 7201 - i
m/z 164
5164 ;164

T T T T T T T T
RT--> og:00 08:30 09:00 09:30 1000 10:30 11:00 1130 1200

364 -

X8-2 HEMETZ 7 (M) Orua~ NI T A
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CNIEIRVE:)

WINEIGRER S IR 2RI, 7 v~ N7 T A&EK9-1~9-4|Z/RT, EEIZIT)I
e CROEIERFSHT) OEEREZ . AMITITERBOAXXZHH L, 1-
RT 71 7 — Vv OEIEEIT115% (EE). 107% (E¥). 1-7 5 /7 — /L ORISR
89% (E'H). 98% (M) & BIFRfERTH-T-,

9 RIS

ks T e . e s—
_ N & U ER .
wEs BB (gdry)T (ng/g-dry) B INGIENES
(g-wet) (ng/g-wet) (%)
10 1 0 0.011 - - 60.4
e JEE
I- N7 B 10 6 200 0.034 115 14 73.8
— L R 10 1 0 0.0048 - - 83.9
AR
10 7 600 0.069 107 3.7 74.1
10 1 0 0.024 - 62.8
. JEH
-7 5/ — 10 6 200 0.042 &9 2.7 66.8
L . 10 1 0 0.0027 - - 654
AR
10 7 600 0.061 98 5.1 61.8
1 JEE, 24P
*3 0 B R K OB R Y v & — M IE% O
| e
_ _ | \_, Mzl
m/z 112
e e
m/z 84
105 1) =h-0 o
N | mz 126
M}mM@_MWMHMM__“MMW_ . e
m/z 119
Y WS | U (WP e

m/z 164

B4 9-1  #omEIEER (EE., AECE R CrlifsisEin FEiT) )

DY/ A=l N/ AN
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PP O L W '~..«..z..-"‘\«m‘, mmmmm S,

BE-68

7 h)-W
m/z111
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oy ' l.‘N

el

m/z 112

m/z 84
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AMENGERER (E8 . RN
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i | — — d—}??‘ i i d25 ‘ - — e
| || \ il
- o 1. m/z 126
R e el
ey, I “
| | I
L A I | mzllo
ao Pt e I A RURY | WO ot
777 dy { e
N
|| mizie4
ITI:\ .:elau |0 (1) f |0I(l: IEI3J I '|I31 “
9-2  WNEIGAER (EE., MRV « )R (EL R ET) )
DY/A= 2=l /AT AN
I‘m ﬂ 1-N 7 0=V #3 -0
A
I l m/z 111
1 o) — S T
m/z 112
e o A - - i
1T h) W
m/z 84
w . — — e,
1- l‘ 7 b/—;v d25
N S P . miz126
b 157 )=hd A [T
P 70 =h-dy, |
W, I L omiz110
1y m— S (N i
R
\
. | miz 164
1 e o @ 0 e 0 1 T

AXX (HRE)) orsua~ 7T A



PARE WAV A M

_m/zllz

I iy e _ Sl

[, N L miz84
1-b" 57 #/)-n-d
\‘. 25

m/z 126

1 m/z110

T e, |

N
m/z 164}

294 JRIENCESR (. MERAEE : 2 X% (HEHE))
DY/A=Ssdl /7N

(RTFPERER)

RAFMERRBRRE R A2 2 10-1 O 10-2 12T, EERE (IR L OZEE))
R OVEREL (AXF) \ZZENENL-RTH ) — VKN 1-T 5 J —/L% 200 ng
W U7, HIHIRIZ A 2 — T —Hii % O~ 3 iR 2 IR ET CERAT L 72,
JEEFEHIB L Tix, 7 A3 b B U R OV A2 RN L 7o 3k & BRI o 30k
DIRFHERBR AT o, kB, 22Tl ue s — bR IR LB E /TN
L7z, 72, EEREORMEX, 7 A2V EUERITEERE 200 g 12X LTS5
g, FERITJEE RN 200 g (2% LC 1.5mL AN L 7=,

JEEIEXT A e iy LEFmERM LU0 E 1| HRRICIIERFAEIMEL
Rolze LLARNL, BROT ZAa/L U BERETAOIINETHY | K
BERBINEALTLE D Z 0 b, AOWETIXIRMMARE S 72 FBRIMN O F51k
EEAT DL LIS L, HEIHIRIZ T A a v e R, SEBRIRINAZ L THERE
X 90%LL ETH -7,

EMIT AN E VBRI AERM L2 TH 7 B £ TREOEITFERIT 80%
UETHY, 14 AL OMMHIEOKFRIL 96% TH > 7,

UEXD . AWk 7 BB E CERERIIBE ThH o720, JEERBHI S
WML 72N ERBWE D 1 BRIZIIRFENMET T 2720, 55000 %IcF
ML TR L, TEX AT LI R RN ER otz

166



% 10-1  JEE Ol GRS 5 BT ) O PRAFMERUBRAE R (USINTR 20 ng/g-dry)

E’% . e e (ng/g-dry) (FEAFR(%)™)
=\

1A 5H 7H 14H

whnre L 10(49) 3.7(19)  — —

e TR UEET 1681)  14(71) — —

- R % X iR 20(101)  19(93) — -
i whnze L — — 20101)  21(105)
i“%%g TZALE T — — 21(103)  21(105)
X — — 22(111)  23(113)

win7e L 6.030) 2.7(13) — —

B TR T 13(67)  16(81) — —

ey XL 19095)  19(96)  — —
v W7z L — - 19(95)  21(103)
i‘&%@ TRAaALe U — — 21(103)  22(108)
X" — — 22(111)  24(119)

*1 2 3B 200 g (ZXF LT 5 g@n, *2 : 5k 200 g (2%F L C 1.5 mL %S0
*3 1 FRAFER(%) ¢ IRELR ISR D IR E OFIE

#1022 W (RAXF) ORAFERBAER RIRE 20 ng/g-wet)
Y e (ng/g-wet) (BRTEER(%)")

e e
1H 7H 14H
. Bk 21(104)  18(89) —
1-K7 0 /) —v -
FELFh — 20(99) 19(96)
. vt 22(112)  17(86) —
-7/ —)v .
FHL R — 22(112) 19(96)

* L BRATR (%)« R D M IR O FIE

(7 V=27 v FEREDOKRET)

FBE O 7 1 ) U ~OREHAR % OBl M OV R 2/ Uiz, PR IR
IZIEANFH K ONT 7 R /~F (199 &2, WHIKRIZIZT ' F o/~
(I:HZEFEH L7, EERER OCEREIO~F V) iR | mL G - &
250 ng, Y — NPEEHE ¢ & 250 ng) EAUSHIIL TR E1T o 7o, JREREHIIX
EEVERE (ENIMFEBHIE N EER AR  IEE (AEeBoirH. b
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ERILINHIFIEN) ) IZRERKE N Z KD EEE 50% & L b DR OEE)DEE
. AEEREHZITER B O A X% 2 iz,

BRI AR, ~F P 10mL 27 L72%. 7& b/ ~FH2(1:99)
TOWHEEZRG Lo, ABHC XD IEH ANZ — TR AE T3, EE TIE9
mL £ T AWM TS mL £ THEWE LY a7 — MNEEIREN Lo o T,
ZDOZEMNBEEIRIL, JKE AT 10mL, 7 Ry ~F T (1:99) 9 mL

W2, EE~FY 2 10mL, 7B /%199 15mL & 952 L Lz,

WIZ, T M /AFHF (L LD E R L, XtmE sy
— MO AN Z — 2K 10 12T, EERE, AR EH 68 15mL
FTCTHEHLTWE, Z0d, T Ro/~FH o 14)DEHEITZ 15SmL & L
Teo 7235, HBUMEZ IR T 2 72 DI HEIHZ A< LTV S 23, 0~5 mL (245
WE R O o — FREERNIRE LW ERERTE IR, 7' Fo/aad
V(1A THEHT DX, 0~5mL #4C, 5~15mL 2 EHR & 35,

PUbEX, EEIZA~FY 2 10mL, 7& b2/ ~FH(1:99) 9 mL ONEIZHHE
%, T bM/~FH(14) 15mL THEE., AE~F P 10mL, 7 o/~
FH2(1:99) 15 mL DNRIZHEFZ. 787 b/ ~F P (1:4) 15mL TR SHED
PR B
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EE(REEH)

ol . E N7 -

2 4 6 8 10 12 14 16 18
T /AXH(1:4)BHE (ML)

KB (ZE)

) [T
0 1 1 L 1

2 4 6 8 10 12 14 16 18
TR /IAZHU(14)BHE (mL)

70
EM(RXF)

60
50

{i 40 B 1-Th =

& 30 E 1-RTH /=
20 Lo h /""/V—dﬂ
10 & 1-K55 ) "_‘/I/-d25

0 N =\ R

2 4 6 8 10 12 14 16 18
TEho/AFTH(1:4)BHE (mL)

10 7 b /~FH (14 TOEH Y —
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(Yo — FEIEEROHER)

AR O EEH L, a7 — N INEEMERINGS 12 R UL BRI BT CHVE
L T BRETLEREAEZAT 5 BN H 508, JEE R TILEfE L TH b AL B
EZAT 9 &hm 7 — FEENMEL 2o 7z, T u b — NNEERINERZ I
HEMEZTT O &Y — MEIERIT 80%LL L& ro7=Z &nh | JEERE T
B L CWARICr 7 — FPNEEED 3 L TV D ATREMEDN B 2 BTz,

ZZ T, EERBHCT ZRa v e Ui, velin— X U UoBEThE
ISt a7 — FNEEEEZ RN L THoIRA L, 12 BEfELL S B AT4°C)
THE L T DRTRELZITV, el — MR 1T 72, £/, Sl
RAF(-20°C) L 723l BHZ DWW T b it 21T o 7o, MR AR 11 ITRT,

HRMOLETIX, al— MEUERIE 1-F 75 —/b-dys T 24~25%, 1-
T ) ==ty T10~15%BH>T=DIZk L, T AL U, vulin—/L ¥
AT B E, 1-RTH ) —b-ths T 74~80%. 1-TH J —/b-dy T 46~56%
FCEH L, VVBERTIZ1-RT B/ —/b-dys T 55%., 1-7 51/ —/b-ty; T 37%
Th I D UK RRole, o, MBIREDOZETE 1- KT ) —/b-ds
T 73%, 1-7 71 7 — /bty T 72% & LLEHI R I T o 7203, RO 73l D3Rk
ENb, EDOXSIC, WEEATICERNTEHE TS & a7 — N NEEER S fE
LTCLEYAREMRHLT-O, TR B, Bala—IL, XBEOWTH
WERIMUTOMREL BN D LB 2 bz, 37205 pH Zi#E 3 2 7,
P LB LRI ZRINT 2 2 & CTHMREiS T ENTEDL B2 D, KotiE

TlE, WP OBEG ThoTXMEIRNT 52 Lic Lz, (BB, Lok
X HTERE B PRI B L7 b D TH D728, MDL RHEFOH v 47— Maju=k
0D UKL 22T D,)

— 05, R CIEa s — NECEE O A EEHIMm BT, MR E L B
Hr s — MalUERIZEAFTH Y |, AiEHc v 7 — N NAEEYE N 12 FF
%HL%F%T%%LTW%%@@@@%ﬁoT%#H# NIGIIYE 7p% |0 N
WO BN T,
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#£ 11 FAEBIIEAI R OB 2 30 L7256 0% o &' — F IR aE RS R
Y 7 — hELER(%)

POE-L7/K= VSN pH
ZEE )R] 1 )T PES
whnze L 7~8 25 24
TAA)LEUEE (1g) 3~4 74 74
1-RFH ) — rEalho—1L (1g) 7~8 79 77
Jb-ds X2 (0.1 mL) 3~4 80 —
U > (0.1 mL) 4~5 56 —
IR IRAT 7~8 73 —
w7z L 7~8 10 15
TAIJLEUEE (1g) 3~4 56 51
1-7h7—)  EBulda—iL (lg) 7~8 49 46
-0y X2 (0.1 mL) 3~4 55 —
U P& (0.1 mL) 4~5 37 —
IR RAT 7~8 72 —

* o FRIN OEAE T RO 10 g-dry (2569 2 B NE:

(BREFELD53HT]

ARHHE X 0K TN TERERE Ot 21T o7z, 7 v~ 7T A% [X9-2,
49-4 K O TR,

JINIEHE R ER FRT) OEERENCIE, 1- KT F /2 —/u230.011 pg/g-dry, 1-
FH 780,024 pgle-dryBRit Stz AEMEREIO X X% (FRE) | =

(BMHERE) TIX. 1- K75/ —/1T0.0048 pg/g-wet, 0.012 pg/g-wet, 1-7 41/
—/LC0.0027 pg/g-wet, 0.012 pg/g-wethi i 7z,

171



-8 770w

m/z 111

m/z 112
. :

m/z 84

m/z 126

T eed, |

R |

m/z 110

T21777-dyg

m/z 164

11 BREGUR (% =2 (LifpdEpe)) o7 v~ b7 7 A

[FF4if ]

KOWIEZR T H1- 87 /7 — )L O FRIEIL0.0016 pg/g-dry (EH) |
0.0014 pg/g-wet (ZE#)) | EE FRAFIX0.0042 pg/g-dry (EEE) . 0.0037 pg/g-wet

(W) TH Y 1-7 FH / — /L OF T BRIZ0.0022 pg/g-dry (JEE) . 0.0022 pg/g-wet

(ZE¥) | & FIRIT0.0056 pg/g-dry (JEEE) . 0.0056 wg-wet (£#) Th o7z,
AROHTECIERE K OVAEREI R O1- KT ) — VKO -T H ) — V%, EROE
& NRE, B TRIECTEEN R TH 5,

ek, EEREHCY v/ — PR IR L —BERE T S L a S —
RS LTCLE S 2D, u s — MRS X B2 IR L o286 <
VDD D,

CEEE R
TS PR )R BB R BR B ST JEATBREE U R 7 F Ak
PTBSEAERT : T210-0821 ARz 1R e 7 ) 1 ey X B HT'3-25-13
N A= b - BREE e o 2 — 30K
TEL : 044-276-8649, FAX : 044-288-3156
HMEL HIRRT
E-mail : 30sokan@city.kawasaki.jp
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1-Dodecanol, 1-Decanol

This method provides procedures for the determination of 1-dodecanol and 1-decanol in
sediment samples and biological samples by gas chromatography/mass spectrometry
(GC/ MYS) in EI positive mode.

In case of sediment samples, 1-dodecanol-d,s and 1-decanol-d,; as surrogates are added
to a sample (10.0 g-dry). The sample is extracted by shaking machine and an ultrasonic
bath with 25 mL of acetone, twice and centrifuged at 1500 rpm for 10 min after each
extraction. The extracts are added to 150 mL of 5% NaCl aqueous solution and 2 mL of
hexane, and extracted with hexane, twice. After taking 1 mL of the hexane, the
concentrate is loaded to a florisil column (florisil 5 g and sodium sulfate 2 g). The
column is washed with 10 mL of hexane and 9 mL of acetone/hexane (1:99) and eluted
with 15 mL of acetone/hexane (1:4). The elute is concentrated under a gentle stream of
nitrogen gas to 1 mL. Finally, acenaphtene-d;o as a syringe spike is added to this
concentrate and 1 pL of the concentrate is injected into GC/MS, 1-dodecanol and
I-decanol are determined. The method detection limit (MDL) of 1-dodecanol and
1-decanol for a sediment sample are 0.0016 pg/g-dry and 0.0022 pg/g-dry, respectively.
The method quantification limit (MQL) for a sediment sample are 0.0042 pg/g-dry and
0.0056 pg/g-dry, respectively. The averages of recoveries (n = 6) were 115%
(1-dodecanol, CV = 1.4%), 89% (1-decanol, CV = 2.7%), respectively.

In case of biological samples, 1-dodecanol-ds and 1-decanol-d,; as surrogates are
added to a sample (10.0 g-wet). The sample is extracted by homogenization with 25 mL
of acetonitrile, twice and centrifuged at 3000 rpm for 10 min after extraction. The
extracts are added to 150 mL of 5% NaCl aqueous solution and 2 mL of hexane, and
extracted with hexane, twice. After taking 1 mL of the hexane, the concentrate is loaded
to a florisil column (florisil 5 g and sodium sulfate 2 g). The column is washed with 10
mL of hexane and 15 mL of acetone/hexane (1:99) and eluted with 15 mL of
acetone/hexane (1:4). The elute is concentrated under a gentle stream of nitrogen gas to
1 mL. Finally, acenaphtene-d; as a syringe spike is added to this concentrate and 1 pL
of the concentrate is injected into GC/MS, 1-dodecanol and 1-decanol are determined.
The method detection limit (MDL) of 1-dodecanol and 1-decanol for a biological
sample are 0.0014 pg/g-wet and 0.0022 pg/g-wet, respectively. The method
quantification limit (MQL) for a biological sample are 0.0037 pg/g-dry and 0.0056
pg/g-wet, respectively. The averages of recoveries (n = 7) were 107% (1-dodecanol, CV
=3.7%), 98% (1-decanol, CV = 5.1%), respectively.
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i | Shakin Ultrasonic . .
Sediment sample | £ . Centrifugation
; extraction extraction
10 g-dry :
Formic acid 0.1 mL  Surrogate acetone 25 mL 10 min 1500 rpm 10 min
1-dodecanol-d,s : 10 min .
1-dodecanol-Gyy b
200ng twice
— Stirring extraction Aliquot Column clean up Concentration [—
5%NaCl solution 150 mL  hexane 1.0 mL Florisil 5 g N, gas
hexane 2 mL Conditioning hexane 1.0 mL
30 min : acetone/hexane (1:4) 30 mL
twice : hexane 30 mL
Wash : hexane 10 mL
acetone/hexane (1:99) 9 mL
Elution : acetone/hexane(1:4) 15 mL
T GC/MS-SIM
Syringe spike EI
acenaphthene-d,
50 ng
. . Homogenization . . : o .
Biological sample s —| Centrifugation Stirring extraction
T extraction :

10 g-wet Surrogate acetnitrile 25 mL 3000 rpm 10 min 5%NaCl solution 150 mL
1-dodecanol-d,; | 3 min i hexane 2 mL
1-dodecanol-d,, T e 30 min

200ng twice
‘— Aliquot Column clean up Concentration T GC/MS-SIM
h 1.0 mL Florisil 5 g N; gas . . El
exane o Conditioning hexane 1.0 mL Syrlnge Splke
acenaphthene-d

: acetone/hexane (1:4) 30 mL
: hexane 30 mL
Wash : hexane 10 mL
acetone/hexane (1:99) 15 mL
Elution : acetone/hexane(1:4) 15 mL

50ng

174



WE 4

STk 7 m—F v — b

EESs

[1] 1-} 7 4w
[2] 17" /)-V

[JEE]
N R
1 W20 g v MR
(HLIE10 ghf 4) b 78 =h-das
2 [£0.1 mL 1-7" ) =l-dy,
200ng
‘— R & 5 i AT ELSYHE
7 b 25mL N :
: L0 m 1053 1500 rpm 1075y
2[=]
Lxé?~*7~%ﬁaﬂj— S T ATAT V=T T
5%NaCl7k 150 mL NefvRg o TRIviasg
~¥F/2 mL X 2[F] 1LomL T AVa=/)
30%) S TEhvAER/(1:4) 30mL
s ¥ty 30 mL
B o ~¥y 20 mL
TEN/AFF/(1:99) 9 mL
W T AR A(14) 15 mL
— IR T GC/MS-SIM
NS g e rum 2
LOmL3: T TEF770-dyg
50 ng
(E=t7/)
AR T e g x ] e |
MEF10g ok - bR 71%:%}}\25 mL 3000 rpm 104y
1070/ =h-dys fod
1-7" 1 )-w-d
200ng B 2151

\—{x&~7#ﬁhﬁj}—{ agisd }—{ﬁ?AﬁU~‘/7~y7°}—

5%NaCl7K 150 mL AHYJB 1.0 mL ey s g
A2 mL X 2[H] av7 yvazy)
304y L TEhAREY/(1:4) 30 mL
:AFY 30 mL

Peig - ¥y 10 mL
TEh//AF/(1:99) 15 mL

W Tt~k /(1:4) 15 mL

GC/MS-SIM

EI

:

V= =
fif;‘ﬁ’; h.( Y0y AN A9HRIN
: TeH77s-dy,

50ng

SIHTIRER
GC/MS-SIM-EI

R FRAE
[EE
(ng/g-dry)
[1]0.0016
[2] 0.0022

[44]
(ng/g-wet)
[1]0.0014
[2] 0.0022

SHTRAE

P

GC : Agilent

7890A

MS : JEOL

IMS-Q1050GC
7T A

VF-WAXms

(30 mX0.25 mm,
0.25 pm)
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