R £ DTS
BV RN

(E)-4-(2,6,6- 5 U A F N7 a~FHP-1-=-1-1 V)
T 3T D-F

(E)-4-(2,6,6-trimethyl-cyclohex-1-en-1-yl)but-3-en-2-one
B& p-a v, pAF

[-ionone

(E)-4-(2,6,6- U XA F)L2-v 7 a~Fk-1-4 L)
3-TT2-F v

(E)-4-(2,6,6-trimethyl-2-cyclohexen-1-yl)-3-buten-2-one
W& ca-2 ) A A v

a-ionone

[ &mE DHEE]

CH,

(E)-4-(2,6,6-trimethyl-cyclohex-1-en-1-yl)but-3-en-2-one (f-ionone)
CAS %7 : 79-77-6, 14091-07-6 431z : C13H00

o)
HyC  CH,

(E)-4-(2,6,6-Trimethyl-2-cyclohexen-1-yl)-3-buten-2-one (a-ionone)
CAS &5 1 127-41-3,6901-97-9 7313 1 Ci3H0
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[ L ERMEK]

PAN E=NR =) y YR AaTT
Jo = A R IR i L
WEA ®TOM ER) (°C) (°C) (mg/L) log Pow
. 192.3 0 126-128 ) 011 gL " N
p-=7 = (192.151) -35 127-1282 w2 4
. 192.3 259-263 1 i 2)
a-3 ./ (192.151) - 123-1242  T®

[EHE, HE%E]

(FHE])

p-=1 /> 7w~ ($10) LDso: 7120 mg/kg ' . 4590 mg/kg
:~ 7 A (JEIE) LDsp : 2277 mg/kg

-3 > i~ A (JEFE) LDs : 2277 mg/kg V2

() Y

B-3 7 v FEE GEAK AbBESL . PEAD

o-3 7 v R (B AbBER. A

Hi gt

1) SIGMA-ALDRICH(JAPAN) MSDS

2) FEHIZK T2 MSDS

3) VR 18 AFEREVERNER [k}
(http://www.jpo.go.jp/shiryou/s_sonota’hyoujun_gijutsu/kouryou/3-1-1.pdf)

§1 oHTE

(1) OHrEORE

KEREZEM AT — Y v lzdK L, i35, Zive 2% 7 —)L/g80K
(1:1, v/v) THEE LT7tk, HoIlczl@E L, 78 FTiEHT 5, IHREZEER
WRCTEML, YU AL 7 NEERE (LU TR EvW)) 2Nz, 7
t U TESRE. GC/MS-SIM THIET 5,

2 RA¥E-HE

[3X3]
p-a 7 VI~ TR v FR CAST79-77-6  96%
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a-3 ) v R bAEEL  CAS 127-41-3  90%

TYFTT-dy DADEHIRE TR BREEAT 98.0%
TN T -dy V=7V RY »FH 98+atom%D
R T = ) -dy A bR BB AT

7+ k5000 BT R R EGARR T

AH ) —)V CBEEfbER LoMS O (E D)

IELYN DB ELEEE (Milli-Q, X U RTH) |

Bilxnzk (F2)
EFAA— R VU v : Waters f! Oasis HLB Plus

AF R A— ) v GL A = A8 InertSep SlimJ PRS 500 mg
AF W — Y »Y GL YA = A8 InertSep SlimJ SAX 500 mg

[E¥ER OFRR]

(=R

p-2 7 v OFEHES A2 EMEIC 10.0mg Y ELY . 7 F> T 100mL & LT, 100
pg/mL OIEERK Z RS 5, a-3 /7 o OFERESZ IEMEIZ 10.0 mg &V D |
T hrT100mL & LT, 100 pg/mL OIEHERK 2 HEL9 5,

(PNERHEIR)

TYFTT dyy OEEER A EMEIZ 100mg VB . 7 b T 100 mL &
LT, 100 pg/mL OWNELERHE 2R3 5, NEEHEREZ 7 & b o CIEMEICA
LT 1.00 pg/mL ONEEHERAZFAR S 5, =HI1Z, 7 b TEMISHRL,
T 7T -dip 10.0 ng/mL OFEHRINA O NEEHER 2 TS 5, s, BRE
KT, FA—OREEEREFFOKMMNHFET D bBIbND D, T
YT dig NV T 2 ) edyg b FRRICTR (5 4 PAETERIR EEIX 0.500
pg/mL & 725 X OITIRE) THELRW,

(#5 Eff AR YRR

B-2 7 UREHERE L N a-2 ) AAREERIK E E A ENT T 100 52 AR
L7, A L TERIMIZT ' F o THR L T 0.500~100 ng/mL DIEE &R
MIEERZ RS 2, FIREOREMRAEERIZITIT BF 7T -dyy 25 10.0
ngmL (7> N T%dyy, XV 7 x /) -diold5.0ng/mL &3 5) OPRREIT/R
2 X O IR EIR 2 TIN5,

[#R]
7T AkkHEAH(GAL00), JEAEH 7 4 V& —73 /L% — (ADVANTEC:

407



KGS-47. NRK: &/ — h_X— 2 55-BS % (HHOEELLE T DHH D),
Sep-Pak = FL—F— W5|~v=h—/L F, FEHREUR (Bf, 7k
o CHEE L. L CHWD)

(3) HiE
[t ORI K MRFE]

BRBEE (bW E R RERE O T X ) CEk 28 43 H) Ik 1T 5 I
BEFOBAK R ORIKOFRELE | 12065, BREHIT & N g LBl 7 A
RRICEBRIT %, #EHEI, Y ABRZMAZ TpHFI 4.0 & L, #EH 200 mL (2o
T RS I TR 0.2 g Z N2 THMEL . WMEFETIZERAT L TEK$E 7 B LN

WKL 3 HEW) (2T 5, BAK% 3 HEANIZOHr TE ZeunigkiE, b A
i N O ERSR( TD) FAKFn X asin&3°, &0k 200 mL iIc>& e in—/102 g
M THfR L. WRFATICRAT L CEARE 7 HUNIZOT 2175 (£ 3),

[FEBL DRI K OFREBRIR O]

AEFE 200 mL % 4 7 AfHEARE (GA100) THEIAET 25 (E4), A%
T h10mL, HEAKI10mL CTHR=2 7T 4 a= 7 LcBEMBEI—NY »
¥ (Oasis HLB) (Z 20 mL/min F2 Cil/K$ 5, #KEZ, A ¥/ —/LREEDKA:L,
v/v) 10 mL THeid9 5, MK EZREL, BT —F) v DICER T A 2@ L
THoowcf (60 pIREE) T 5, Hoftg, EHET— LY v 202, licHEN T
TEhr10mL Caryssva=y 7 LA A — Y v (InertSep
SlimJ PRS (%) | InertSep SlimJ SAX (Fufiff])) Z ¥Rl (EJ5m) (2ERS L
(5. 7 b 10mL THEHET D (E6), IFHIRAERLIR F T 1 mL RE
FCIEME L. PAEYERR (10.0 ng/mL) 1.00 mL Z Nz 7%, S HICERKIT F T 1
mLUTFTETERHL, 7R TImLICERL, RBRIKE T 5,

[ZZRBR DR
AUEPK & R EOREOK 2 Flv, [RUBH O TALEL K OB OFREL] DIHIZHE -
THEAEL., foo/oiliRif 2 22alBiti & 42,

[HIE]

(GC/MS 4]
GC/MS H#s : GC:Agilent £ 6890, MS:JEOL # JMS-AMSUN
VRN : Agilent ! J& W DB-FFAP (30 mx0.32 mm, 0.25 pm)
RS : 50°C (1min) — 15°C/min — 250°C(8.67min)
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2016(H28)

(2017(H29)
AL
HEA DR
Fr U —ATA
HEAE
A B —T = —ARE
A A PR
A F oAbk
A F AL
A I ALEE
HWEE— K
ETE=H—A T

(R E#R)

)

: A7 b LA (X—=BAGAKRER 1.0 min)
: 250°C
: He (1.0 mL/min), EMEET— K
:2ul
: 250°C
: 230°C
|
: 300 pA
: 70 eV
: SIM
p-a v

m/z 177 CGEEM) . m/z178 (a8 H)
co-3

m/z 121 GEEM) . m/z 93 (HEs8H)
e ey B N N m/z 164
VIV N s AV N m/z 188
X T ) -dy m/z 110

1/Q

PR A YENR 2 UL & GC/MS IZIEA L, *I3RE & WIEEWE & ORE L

KOG B NI G E & NIETEYE & ORI D RERR 2 TER T D,

(E&)

ARBRIK 2 uL & GCMS IZHEA L T T2, fBohicWEO Y — 7 imEE N
BEEYEO Y — 7 WREOLERERICED L TEET S,

GREEDHH)

BB C (ng/L) 13RI K W EHT 5,

C =R-QW

R : BREARD O RO 7o ARHEW E IR LS 5 X R E IR E D I

O: REHIZEHI L7=NEEHED & (ng)
(= WINTDNEEHEDIRFE (ng/mL) x W 2 NIEEHED AT (mL))

V. W EbKE (L)
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sur0985
テキストボックス
　2016(H28)調査において、対象物質のピークが測定条件が原因でピーク割れを起こしている可能性が考えられる事例があった。再測定を依頼し、その結果1本のピークとして検出され、ピーク形状・保持時間及びI/Q等定量結果に問題ないことを確認された。分析機器、モニターイオン等を変更する際、十分に測定条件の確認を行っておく必要がある。 (2017(H29)精査等検討会コメント)


KOWE W > Te5E6 . LT OBEEZHE M 5,
0=10.0 (ng)

(= WIMNEEAEDEE (10.0 ng/mL) x RIMNEREDO R E (1.00mL) )
V'=0.200 (L)
ED%\

C=R x50.0 (ng/L)
TH D,

(ZE &R H T BRME(IDL))
KM AW GC/MS O IDL #% 1 12571 (3 7)

1 IDL OB H#EE

WEL, IDL Aok ki s  IDL ARl
B (ng/mL) (L) (mL) (ng/L)

p-= 7 0.082 0.20 1.0 0.41

0-3 ) v 0.10 0.20 1.0 0.52

(HIEFEOKH TIRMEMDL) X NEE TFRMEMQL))
ABNEFETIIT S MDL L TONMQL %3 2 127 (3 8),

#2 MDL K O MQL F H i 5

WA, Faw Sy &R & MDL MQL
B (L) (mL) (ng/L) (ng/L)
p-3 0.20 1.0 2.4 6.3
- ) 0.20 1.0 2.0 5.1
E iz

(FE 1) ZRERIEEEA (5000 %) THEEZRWE bbb,

(£ 2) FEROKD DR S 556 1 3E HIERTIZ LC-Pak & L CTHKT 5,

(£ 3) MEAKITRFIEDNE N0, £K% 3 B LNIZOHT TE R W0EgGEI1E,
pH4.0-FREAEAEE T3 /e e e — LB %, Eriin—
JVEANEEHIRR A & B iE< 220 | M4 U 5 72 DRiLER
RFC A Z T 5, RIFBEPNES D S HE D A T TWRITIUER,
HIBIIARETH 5,

vu i u — 2RI U TR 2 Or Ay L7tk O EBR I, RIS G
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FETDHZ N WEERZHTRND &L O THEARZRIT 7
e+ %,

(FE4) BilEmEEN D7, EEMEOE, BRI — Y v IZHREED L
RTIUE, AEEEITE VT DR,

(7 5) B, U —,3—_ Oasis HLB, InertSep Slim] PRS } X InertSep SlimJ
SAX DNIEZE THHRe LT b D& W5~ =4 —/L RIZ##kid 5, InertSep
SlimJ PRS &% O InertSep Slim] SAX (X7 & b CTar s 4 v a=r 7%,
T hoEREEESTERT D,

WHIRIZE AN, MY RIEICEE L 217 UX, InertSep SlimJ
PRS % O InertSep SlimJ SAX O#zHii% L7a< TEuy,

(£ 6) WHRFOZARBEROMEWIZ, 78 F T L72% (F%&E 1~2mL
RREERE) IV BEOTE Tt L, &b E TRMAERIT 5,

(£ 7) IDL %, MW EREFEEREEMOFo &) CEAL 2843 A) IZE
ST, UTFTOE 3 OEBVEHLE, MEKORKN 27 a~ 7T
L& 1 KO 2 I1ZRT,

%3 IDL OB HFE R

XG4 p-a/ a-3 /v
AEkE (L) 0.200 0.200
BRI (mL) 1.0 1.0
AR (ng/mL) 0.500 0.500
TEEFEAE (L) 2.0 2.0
#5581 (ng/mL) 0.812 0.774
#5952 (ng/mL) 0.776 0.794
FE S 3 (ng/mL) 0.787 0.755
FER 4 (ng/mL) 0.819 0.822
#5595 (ng/mL) 0.821 0.801
fE 5 6 (ng/mL) 0.813 0.757
fE S 7 (ng/mL) 0.838 0.758
SEHME (ng/mL) 0.8094 0.7809
FEAE(R 7% (ng/mL) 0.0211 0.0269
IDL (ng/mL)* 0.082 0.10
IDL #UBHE R AE (ng/L) 0.41 0.52
S/N Lt 23 11
CV (%) 2.6 3.4

* IDL =t (n-1, 0.05) X Gp; X 2
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Vot : @t By 050wt CO-FTAP AHPG
POyM3Al 12712000 - 2000
1360t~
] m/z 177
] p-a /v
ce.u: \
|
|
1
|
[
i
[
|
] [
$0E-08 4 l I
|
|
4 | I;
Ii
— ~ FANG - e o o -
0 1 T T T
RT--> 0240 1800 0en L nw

1 p-= 7 > IDL JI7EHF (0.500 ng/mL) D7 v~ K77 A

ok 2t By OSCugt, CO-FTAD 404G,

BOIMIA 121 12000 - 2000
15600

m/z 121
/ o-3 /v

10Es01

$1e0t
J

20e+01 -
1808

X2 o-= /> IDL HIERE (0.500 ng/mL) O 7 o~ k7 F A
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(¥ 8) MDL M UXMQL 1%, e EeREsEieiit e o 51X (CFAk 28
HF3H) IV, R4DEBVEH L, £7-X 3 XU 4 12 MDL #|
ERFORERN 7 a~ b7 T LAERT,

# 4 MDL KX MQL DOH H#EF

XIRWE 4 p-3 7 -3 ) v
v WK WK
AEHE (L) 0.200 0.200
EARERINE (ng) 2.00 2.00
AREHER IR (ng/L) 10 10
HO& s (mL) 1.0 1.0
R E (ng/mL) 2.0 2.0
HEEEARE (UL) 2.0 2.0
BVET o 7 e (ng/L)*! <4 <2.0
FEVRINEY) (ng/L)* <24 <2.0
FER 1 (ng/L) 9.73 10.2
FER 2 (ng/L) 9.55 11.2
R 3 (ng/l) 9.51 10.4
4 (ng/L) 9.28 11.0
5 (ng/L) 9.85 10.7
fEFR 6 (ng/L) 11.2 10.4
R 7 (ng/L) 9.56 9.66
EEIME (ng/L) 9.809 10.51
PEUEMR 7= (ng/L) 0.627 0.510
MDL (ng/L)*’ 2.4 2.0
MQL (ng/L)** 6.3 5.1
S/N Lt 33 22
CV (%) 6.4 4.9

*1: BB N U 7 ZADOZD2\ RAE CHU RO EAATORIE LTEOWAAE (n=7)
*2: MDL FLHFRREH AEUEZASIN L QL VRU MREE CTE ENDIEDOAE (n=2)

*3: MDL =t (n-1, 0.05) X 6,1 X 2

*4: MQL =0,,.; x 10
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b 2 VGIS KSACLI

m/z 177 ﬂ
ED \ ‘H‘
I
|
|

€004
{ |

10€00

306084

-0 T T T
RT-- i 00 00

3 p-2 /> MDLJIERDZ v~ 7T L

b 2 VOIS KSAOLY
(Eoatrsa 1 et - w0

“ m/z 121

10€08

et | \

A0ee01 T T T
AT 00 00

X4 o-= /2 MDLHIERFDOZ o~ k7T A
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§2 fE

[55#riE]
(Zu—F%—}]
IIED 7 v —F ¥ — M &2 51277,

REHE ESREEsEias,
200 mL Oasis HLB
20 mL/min F2
s an At
L Vet Hz 8 ; D=rry7" (B3R FRZ) i W
MO-VREELR(1:1) N E& | Oasis HLB 0w AN ERE | 78 bo
10 mL 1 hr g Oasis HLB (BB 10 mL
' InertSep PRS  (H1E%)
InertSep SAX ( FE¥)
HT D86 F
L =3 TRitE TERE GC/MS-SIM
N R N PNERMEMEIRIN N & T 7¥h/ 1 mL
#) 1 mL (7t177/-d1p 10.0 ng) 1 mL LA
X LB U E N

M5 SHHEO7a—Fp—k
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(R E#R)

p-3 7 v OMEREX 612, MERIERHAT —F 2K S5ITRT,

0.8

I I ‘
> 07 y =0.7628 x - 0.0394 A
N R® = 0.9859 )y
A os >
I~ /
N 05
S y
M~ 04 S
N /
Q 03 ®
P //
& 02 /
X o1 y
ﬁg 0 !/
pe]
t2 0 0.2 0.4 0.6 0.8 1
RELL
Emg/mL)  (2.0) (4.0) (6.0) (8.0)

(R FEHDH : 0.500~10.0 ng/L () ; 10.0~100 ng/L (45[X))

8

A | |

< 7 y = 0.6789 x - 0.0664

Lo R = 0.9966

A

N

g 5

K]

P~ 4

~

Q3 -

mT

§ '

= I

K &

k2o -
0 2 4 6 8

REL
EE(ng/mL)  (20) (40) (60) (80)

6 -3/ 2 DRI N O a i B RE oD AR B

#5 MEMRIERHAT—% -3 7 )

R YEIRR SO () fE) S

JREELE  (ng/ml) = ) (As)  TEFITV/-di(Als)* (As/Ais)

(Cs) (m/z 177) (m/z 164) I

0.05 0.500 17944.0 789723.7 0.02273
0.1 1.00 41467.7 720878.3 0.05751
0.25 2.50 109434.3 831468.3 0.1316
0.5 5.00 216444.7 749707.0 0.2887
1.0 10.0 548692.0 730073.0 0.7516
2.0 20.0 1050718.3 771632.3 1.362
3.5 35.0 1692429.0 776058.7 2.181
5.0 50.0 2494641.7 789742.7 3.158
7.5 75.0 3894331.0 783184.0 4.973
10 100 5457046.7 795172.3 6.863

* o PNAEYEIREE 10.0 ng/mL
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a-3 ) O EREIK T,

BREMAER T — 2 2 6 (TR T,

035 ‘ ‘ 1

> 03 vy =0.3213 x - 00153 o

L R'= 09870 /

i~ 0.25 7

R /

5 o2 /

=~ P

X015 /

m Pl

oo

S

27 005

o

a0

B 02 04 06 08 1
REL

BEEMg/mL)  (20)  (40)  (6.0)  (8.0)

w

e
3]

y =0.2681 x + 0.0252

N R = 0.9985

Ay

K2

iy

M~ 15 /|

~

3 /o’

Q

rI'r 1

A 05

my

o |

el

& 0 2 4 6 8
=L

B (ng/mL)  (20) 40)  (60)  (80)

7 o-3 ORGSR O i B BRI OO i BEAR

(R FEHDH : 0.500~10.0 ng/L () ; 10.0~100 ng/L (45[X))

#6 MEMERMAT—% (a-= /)
TR BRI JEEE CE4E) JEE
IR b (ng/mL) -3 7 (As)  TYFIF/-dio(Als)* (As/Ais)
(Cs) (m/z 121) (m/z 164) I
0.05 0.500 8020.3 789723.7 0.01017
0.1 1.00 18544.3 720878.3 0.02572
0.25 2.50 46950.7 831468.3 0.05647
0.5 5.00 93007.7 749707.0 0.1241
1.0 10.0 231676.3 730073.0 0.3173
2.0 20.0 459319.3 771632.3 0.5953
3.5 35.0 716980.7 776058.7 0.9239
5.0 50.0 1050164.0 789742.7 1.330
7.5 75.0 1577773.7 783184.0 2.015
10 100 2181799.3 795172.3 2.744
* o PNAEYEIREE 10.0 ng/mL
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CA=Rd AN
p-3 /U kWa-3 ) AMERERD 7 v~ N7 T LEK 8 ITRT,

b B3 1000 DB-FFAP 8HPG

ny54] Vg - H8FHE)

11l fL‘/ ,B' g3/ 15300
- m/z 177
(Ao ” T
] | -0
— O = IYANG “\
i il m/z 121

H01 ) a 5086 - 0 !
_JL m/z 93 0

-0
/ \ m/z 136 .
H L -0
m/z 43

iy 4

R T e T ——e e e AN S y
R 0 ) ) {0 {H0 {2l

8 p-3 /KW a-3 /) AMEEMED 7 v~ 7 F A (10.0ng/mL)

(v AART fV)

0-3 ) DT AANRT MV EK IR T, -3/ ATMEHIMH M L7z CAS %
5 79-77-6 DL, CAS F 5 14091-07-6 DELLE H 5, X 10 (2 CAS F 5 79-77-6
(7 ~<—=TN KU vTFR) O~ AAY hLE X 1112 CAS F 5 14091-07-6
(RFAEREY) O~ AAXT MvZaRd, K10, M1 2 Lo e 2 A, Fr
IEWIR LN -T2, WEEDT T 7T -dyg. 7 v b T8 -dg KO
VST 2 ) edg DY AANRT MV EK 12~14 1TRT,
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121
93

136

192

177

: IL..;K,O.LLI[’Mml’, Al T —

9 -3 / /0)«711&7 %

1 E7A2956) T 177
43
178
91 135 192
h all. VR TR 1 |

X 10 ﬂ SV (CAS79 77-6 ‘/?7721/1\) v F) @vxx«\7 %

WOt -8 10
Cavie] 957 - 1038 6P

177

43

91 135 192
o ,||, ke Ll “1 T | — l

X 11 p-= 7 > (CAS 14901-07- 6%5%52) @vxx/\ﬁ %
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162 164

Y

12 78,77 0-digD~vAANRYT FV

188

e

13 7R TR -dyDYAANT R

110

192

TP Al

14 “\:/\/71/:/-6110@"\722/\07 0%

420




HETT 7]
BET T 0D ra~ 7T A% 15 KO 16 127”77,
15 KO 16 DY, BAET T o 7 THEWED V' — 7 TR TX 2

>72,

m/z 177

Np-asv \

...............................................

X 15 #7727 op-a /oo ra< 7T 5

m/z 121

/ -3 )

,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,

wwwww 0220

16 BAETSo 27 Da-3a /)07~ 7T A

(FINENREEBRO)]
FERLK, K, HEAKR~D g-3 7 RIEGEEBE R AR 712, a-3 7 V0
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e ERER RS B A2 3% 8 1o, WK Gl K711 K ONEAKIZX GA100 (2T
Al (BMEEHIRINZ I A ER) 21T-7-,

7 p-T 7 UINENR B E

o AEtE winE BB RHEE [EIR BENRiK
i G »
ek R (L) (ng) £ (ng/L) (%) (%)

0200 MEFA 2 <4 — —

FEHIK
0.200 20 3 80 80 3.7
W17k 0.200  HEHN 2 <24 — —
G 0.200 20 8 88 88 4.4
PRy UHIES 0.200  #EZM 2 <24 - -
Gor1 0.200 20 2 84 84 1.9
WK 0.200  HEHN 1 <24 — —
&/ Iall) 0.200 20 2 102 102 5.4
W7k 0.200  EEIRM 2 <24 — —
(=) 0.200 20 2 90 90 0.3

K8 a3/ EINEMGRER R

. WEHE AR AR BILRE R BB
PR PR L) g % (ngl) (%) (%)

, 0200 MR 2 <2.0 — —
K
0.200 20 3 08 08 2.0
W7k 0.200  HEEFN 2 <2.0 — —
(FREZ)D 0.200 20 8 92 92 1.7
il 0.200 VRN 2 <2.0 — —
ad ) {ﬁ‘{J [7k {
Cern) 0.200 20 2 94 92 0.8
WK 0.200  HEEHN 1 <2.0 — —
(AN 0.200 20 2 104 104 2.4
Wik 0.200  HEHN 2 <2.0 — —
(=) 0.200 20 2 93 93 1.4
(FINEIGRERD)

AMENGRERORF, FBRIK O —fITEEAICEA L T e, Zoolitis
HANZ R BRI EFE A — B U v 2 Oasis HLB OAH, J7 161 InertSep SlimJ PRS
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F OV SAX &8k L CIRM AT - 72,

A, FAR~NEHALCEmBLZ -3/ L ORBEREE I, a0 /D
AR AR 10 18T, FRBHNIRED NS o Tclz, AimEiToT,
BRSO EIZ L2 2T A ONR 0o T, BT IERE S
(BEffER) L TR REIIE U TERE T 5,

%9 PRS+HSAX fii FaBR RS 5

. HplE  wie R PRS  HRHIIREE  [EIR  EEMREK
o =
e AR (L) (ng) % SAX  (ngl) (%) (%)
A 0.200 20 2 15 102 102 5.4
PN A) 0.200 20 2 ) 107 107 2.1
A 0.200 20 2 15 96 96 1.9
pr ()11 B) 0.200 20 2 A 08 98 2.9
-3 /)
0200 M2 s <24 — —
TKALERA )
0200 MR 2 A .4 — —
\ 0200 N2 i 570 — 10
TIKFEANK? )
0200 EFMD 2 ) 560 — 9.4

*1 KN A ERF) BIZERAKH NS
*2 0 TIAALBRKITIR R REE T N U U LRI DOHFEIL STV R0

7% 10 PRS+SAX fii FH 2B ks 5

o RelE wing Ak PRS WHEE [ENE iR
" s »
(s RS @) (ng B +SAX  (ngL) (%) (%)
A 0.200 20 2 45 104 104 2.4
PN A) 0.200 20 2 £ 102 102 0.03
A 0.200 20 2 4 101 101 0.08
(Z=)11 B) 0.200 20 2 H 98 98 22
a-3 ./
0200 RN 2 i <2.0 — —
TKALERA )
0200 RIS 2 A <2.0 — —
\ 0200 EFEM 2 L T —
TARFEAK )
0200 RIS 2 A 80 — 3.8
*1 o KPJIA EXRF)IBITERAKHENERD
*¥2 0 FKALBK IR BEYEEET N ) U ARIRIINZEOME I I TV RN
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(AT DRRET)

Az FEhE LTS5 . ARROIRIE IS G E D FEAT L T D DR &2 1T o 72,
KISV Z BN LT NKEREED T AR | OBDEGE & [ ARGRIE] OA % )
— U BEIFHIR K A G KIS 2 T2 PRI ORI ERE R 2 2R 11 1R,

AREFRIED A X ) — VPR 2 N Z T2 RSB 0 B I3RS E B S v,
AHIREN R 9 BRI/, ABROHBEZHANTHTEIiTo 22 &L
776
B 500 mL & 4 T AfHE AR GA100 TAHIE L, ARFRIEZ A X ) — /L% 2.5
mLx2 [B] THEi,

F 11 ARRIRE TGS R

) SS PR N Vedrd  WAEGTE BUHIRE EIES
e FR| 3
(mgL) (L) (ng) (mL) (%) (ng/L) (%)
p-a /v
89.2
o 17.8
HiK - 200
p-= ) -3
90.0
WK 50 18.0
B 6 0.5
) a-= /) v p-a/ v
Y
50 TR DRI At
2.5mL 200
+HEHK(0.5L) oD )
x2 [A]
At

(BIMENNERBRREDO 7 v~ R 7T 4]

WMENEE: (HLB D4, PRSHSAX ) O/ v~ s 7T A%&K 17~19 |TR
R

K NE TARLEAKDOEIG 3% < | Tl IEFITHESNRIINTH Y | K17
~KX 19 TIIKRHEM O — 7 L ZHMRH SV TND N F=F — A F I EIT
Rohiehot-, £70, BINENGUEREFZ HLB |2 InertSep SlimJ PRS K TUF SAX
R LI &0 a~ N T L%K 20~22 1277, InertSep SlimJ PRS & TN
SAX ###i T H 2 L1k, W OPDOE—7 « ) A4 RTHELTBY, o-3F
T ]TTT d g DERICENRIZA ST -3/ 1Tk LTl InertSep
SlimJ PRS e O SAX & #&ft 5 Z & THRRICIRITA 6o tz, 7272, HIE
Bgext I DKM OAMITHD L Tnbd b L Ebhs,
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(FERRH) m/z 178

X 17 FNEIHERD Z n~ 75 & (Rl B. 20 ng/mL)

(EEM) m/z 121

|
I
[l
| |\>
| ‘ |||I
‘,‘ | I
r.“‘\ A S ‘ v’

o “ M ! J‘
(R M) m/z 93
| | |
\‘ | ‘ |
A “ ‘N" ,‘ ‘P‘ ‘ “ ‘ | ﬁ“

X 18 RMEIHERD 7 v~ k75 & (Il B, 20 ng/mL)
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-— 7?7_75‘\/'0110

m/z 164
|
N |
.
\ \
‘\ ] “u‘.‘\ f\‘
m/z 188
TY Ty ~
|
[
[
l
| I
| -
—— NI T2 ) v-dy
l
I m/z 110
| |
\ o
i |

219 FINERER OPNEEEWE D 7 n~ b7 Z & (X)) B, 20 ng/mL
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(EEMH) m/z177

(FEFR ) m/z 178

20 FRMENGAERD 7 2~ k75 & (K71 B, PRS*SAX £, 20 ng/mL)

Lad | (ERM) m/z 121
| | ﬁ
|

(s H) m/z 93

21 MEIHERD 7t~ 75 & (#5)1l B. PRS+SAX . 20 ng/mL)
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/ 7‘12—)—77:/-62710 m/Z 164

m/z 188
|

TV NI -d ~

'/ AT ‘/7°71/‘/—d10

H m/z 110

22 WNENMGAERFONIEEEM B O 7 v~ b 7F A
(X7)11 B, PRS+SAX A, 20 ng/mL)
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(GFRER 7 ) — = 7 3RBR)

GIRIEA 7 ) — = TRBROFE R 2R 12 1077, %F%i%@ﬁﬁxmh
AT (RIR) (ZFEHT T AN TRE Lz, mIEETICARAF T pH5.0~9.0
OFEPH TR AT S e o T,

#£12 HfiptER 7 ) —= o 7RG R

MR (ng/L) GRAER(%) )

wE4  pH ﬁﬁ%ﬁffﬁ 1 5 7 A R
(ng/L) el % BT TG
5 100 116(116) 107(107) -
-3 ) 7 100 115(115) 92 (92) 11 (11)
9 100 107(107) 106(106) -
5 100 97 (97) 97 (97) ;
a-3 7 100 99 (99) 94 (94) 77 (77)
9 100 105(105) 101(101) ;

*1 : pH PREFIZLL T OFEEIRIZ TIT > 72,
pHS (HEEEFEMEK) : 0.1 mol/L FEEEVAIK & 0.1 mol/L FEEE T kU 7 A% pH A
— X —"C pHS5.00 (272 DERITIRA
pH7 (Y ABEREER) : 0.1 mol/L ¥ AME " /KHET U U LK E 0.1 mol/L U A
fig/kE —F b U U LEIEZE pH A —H — T pH7.00 (272 DERICIRA
pHY (I 9 FEFEE ) : 0.1 mol/L 1% 5 BAYAWKIZ pH A — % — T pH9.00 (272 HAKIZ
0.05 mol/L 7Kgk I U 7 APEIE 2 iR,
*2 : FRHELREE ISR DR E OB S

(RTFPERER)

KB B ORFEHED]

KEHE T T AN AT, ﬁﬁ?Cf%ﬁLflE%k7E%@%E%
RE L, p-= / VORERER 131, @-3 ) Y ORERER 14 1T, RAEHE
ARIBLTHBEPTRAT LT E . 7T BRROIRIFEN 10%LL N Eleololow, 4
@@%ﬁ@@%&ﬂbto

AR THIVUE 3 FEORIFALE S 1ET 7 Bk OFRATER 710%LL L& ek T 7=
N, HEKD -3 7 DI T o — LR T LVEIER 70%LL & Tl T
X o Tz,

LML Teeda— Al 217> - EtomEiR GRBRiR) 133Ew 1250
LTEBY., ME~DIERENRaSHhTZ,
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2016(H28) 7
118
6 (
(2017(H29) )

£13 o3 o AR MBS

WES R REANE Gpame e RURECED UREE 007

(ng/L) 1 HIH 7 HIH
4 100 94 (94) 28 (28)
. pH4/F 54 100 — 82 (82)
K AT 5°C 20%A% /=L 100 — 86 (86)

CEAI . ’
rrda—1L 100 — 79 (79)
0.1%Ftsik 100 — 58 (58)
gl 100 87 (87) 26 (26)
pH4/fii 4 100 - 50 (50)

-3 ) WK
p (e 1) BEAT 5°C 20%A % ) —)V 100 — 55 (55)
=2 [
v n— 100 — 77 (77)
0.1% Ak 100 - 43 (43)
4 100 97 (97) 11 (11)
TALE A - pH4/ffi 24 100 - 54 (54)
. TEEseC

(2%5) 20%A% )= 100 — 46 (46)
v n— 100 — 63 (63)

*1 o PRAFALBRIZ DN T
pHA/ERSER « 0 AFEEINZ pH 4.0 & L. 30K 200 mL (22 X FRERSR( ) FLAFI 0.2 ¢
TN RS-, W CRAT, JISK 0102 7 = / —/VEHORFHIEE
[T,
20%A % /=)t B 200 mL (2 A Z / —/V 40 mL TN L7, SHIEET CIR1E, 722 B[E
I A & 7 — ViR 280 L CalEF 200 mL 43 (B8N &UEHES 240 mL)
179,
vodu—L o 3200 mL IZ B u A e — L 02g A CIAfR LR AT ISR,
0.1%fHE « 5UEH 200 mL (ZFEEE 0.2 mL MZ (pH 132 & 72 D), WREATICERAT, 72 [H
FRARH TP R & PR O F F FE i,
*2 o B |k D i R B DS
#3 0 BB KR IR B SRR T N U O ARSI OTE I S Tnany,
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sur0985
テキストボックス
　2016(H28)調査において、白本では試料抽出液の保存性情報の掲載がなく、採水後7 日以内に分析することとしているが、試料抽出液を118日間保存した後、測定した事例があった。当該物質の試料抽出液の保存性は6ヶ月間(冷蔵・暗所)で安定であったことが確認できるデータを他機関から入手したため、欠測とせず、調査結果は採用とした。 (2017(H29)精査等検討会コメント)


K 14 o3/ RKERURHMRFVERBR R

With  REAL REAE  mepasn  RRE RIRECD GRG0

(ng/L) 1 HfH 7 HIH
iz 100 90 (90) 35 (35)
‘ pH4/it 4 100 — 79 (79)
K EFT 5°C 20%A % =L 100 74 (74)
k) F o ()0 _/ J—
TR o
rofo—L 100 — 79 (79)
0.1%H ik 100 — 83 (83)
i 100 90 (90) 48 (48)
H4/fifi 141 100 — 84 (84
a2 T 5°C 20/;;/ L 100 71 E71;
k} F o 00 _/ _—
() "’ o
vedie—/L 100 — 73 (73)
0.1%F 1 100 — 69 (69)
i 100 77 (77) 26 (26)
TR LB - pHA/Ri 4R 100 — 84 (84)
. BT 5°C
(z#) 7 20%4 4 ) =)L 100 — 70 (70)
vedie—/L 100 — 90 (90)
*1 o RFALERITER 13 258
*2 : FHELR R D IR E 0BG
*3 0 BRI O AL A IR B SREE T R U O AEIRININE O IT I TWHR0,

[KEFHEBORFHD (FEK) ]

HEAKEEHZ DWW T, TpHA/RREEFIALER | TN 120% A &% / — VLR ) %#1T- 7
RIFEDRE B IRIFR BT, B2 T AV AL, BEFT 5°C TRIEL C
REZHE Lz, p-3 7/ »OfEREF 15 177, 3 HUWIZOHr 34X, [pH4/
EESRALER | <> [20% A % 7 — /VALER | T8 70%LL EDOFRAFHEN B - T,

3HUWIZOHT TE72WEKIZOWTIR R 13D LB T a— LALEE
L. 7THURNIZOHZIT O,

p-3 7 AZHOWTIE [pHA/BREEHLEE | & 120% A &/ — VAL | CERAFEME
WIZREREITROGNZR DT (10%LNDZE), a-3 /7 ATHOWTIEE 14 12
T ERY ., WA FAKAFRK T TpHA/FERSAALEE | DOFRIFRD 10%LL R H»
ST2Z LD, RN [pHA/RIERERLER ] & L7z,

431



K15 p-3 7 HEAKRURHR AR 2R

Fi AR B (ng/L)
SH ] v
WE4 R4 e ﬁﬁf FtEE (%))
F e 1 HM 2HM 3HM 4HRE 7HRM
85 7.3 0.0 0.0 0.0 0.0
Fli 100
(85) (7.3) (0.0) (0.0) (0.0) (0.0)
MK — 92 82 71 62 54
p-3 7 L pH4/TiEAE 100
CEFFHTHE) 92) (82) (71) (62) (54)

- 96 93 70 54 49

20%4%/-v 100
(96) 93) (70) (54) (49)

R A R R

[AZHERE DR ]
REAHEERORGMED -3 7 OFERER 16 12, a-F ) U OFEREFR
1712779, 1 7 HE TORGFTIIFRICRIEIZ R ) o T2,

F16 p-3 ) EIER ORAENE
SRR MR (/L) FEFEER(%)*)

WE 4 RIFERMT RAFA SR

(ug/L) 7 HIH 17 HHH

EAT 5°C AL TV 10.3 (103) 11.2 (112)

p-a /v =EHFT BTV 10 10.9 (109) 11.2 (112)
FRAFT BT 10.8 (108) 10.6 (106)

o ;AR B R I DS

F17 a3 AEUER O
SRR ET R IR (ug/L) (FERATSR(%)*)

WE 4 RIFERM RAF A s

(ug/L) 7 HfH 1 7 HH

WP 5°C @A 7V 9.9 (99) 10.2(102)

-3 7 v =RHET BT 10 9.6 (96) 9.9 (99)
FIRHFT BTV 9.6 (96) 9.7 (97)

* PRI DRI OIS
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(B — R Y v PORKE)

PEYENR 2 B RUK TR LT KIRIE (40 pg/l) 22T 4 a=v 7 LIz 5H
FDOEFME S — F U v ¥ (Sep-Pak Plus C18, PS2, Oasis Plus HLB, InertSep Slim]
PH, CH) {Z5mL iR L, BEkiEEE T A T 1 RE g% . W 5 mL #1205
M7 R A2 R 18-1~19-5 [T/R" 7, 3K 18-1 L UF 19-1 L Y, Sep-Pak Plus PS2
%OV Qasis Plus HLB ToHALX, FEAHA— R Y v % A X —)LRERUK(1:1,v/v)
10 mL THiFTE 5,

CO2FHEOEMI— Y v VERAWESEEA, Y un XX TORILERR
— BB TIEb o=, a2 OFRAEZRETA7-0, IHEEIT T &
[N Y

WHIEEEZ 7' b b LI2gA. £ 184 LUK 194 S -3 /v o-F )
> & 12 Oasis Plus HLB D [A[IZE A3 Sep-Pak Plus PS2 K VW BAF CTH 72720,
[EFH 77— K U > 213 Oasis Plus HLB & L 7=,

F18-1 p-3 /7 VEET— RV v PEIED

e [ (%)
N Yﬁuujg . .
NI Sep-Pak Plus Oasis InertSep SlimJ
(mL) C18 PS2 HLB PH CH
0-5 0.0 0.0 0.0 0.0 0.0
5-10 0.0 0.0 0.0 1.4 0.0
50%FF )W
10-15 1.1 0.0 0.0 14.1 0.0
15-20 4.0 0.0 0.0 16.8 0.9
a5 5.1 0.0 0.0 323 0.9
#1822 p-a / VEMI—FY v VEIED
. B (%)
. wH R - :
NI Sep-Pak Plus Oasis InertSep SlimJ
(mL) C18 PS2 HLB PH CH
0-5 74.5 85.4 65.1 50.8 48.1
5-10 0.0 0.8 2.4 0.0 0.0
AKX ) —)
10-15 0.0 0.4 0.8 0.0 0.0
15-20 0.0 0.0 0.2 0.0 0.0
a5 74.5 85.4 68.5 50.8 48.1
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183 -3/ VEMI— RV v VEIER

e IR (Y0)
. wH R - :
Y Sep-Pak Plus Oasis InertSep SlimJ
(mL) C18 PS2 HLB PH CH
0-5 50.9 86.7 92.7 61.2 66.2
, 5-10 0.0 0.6 0.8 0.0 0.9
vyaaiyy
10-15 0.0 0.0 0.6 0.0 0.0
15-20 0.0 0.0 0.0 0.0 0.0
&t 50.9 87.3 94.1 61.2 67.1
#18-4 p-3 /7 VEMI— RV v VEIED
e IR (%)
N Y@ng . .
Y Sep-Pak Plus Oasis InertSep SlimJ
(mL) C18 PS2 HLB PH CH
0-5 44.1 78.7 88.3 57.8 55.1
5-10 0.9 0.0 25 0.4 0.6
T
10-15 0.0 0.0 0.8 0.0 0.0
15-20 0.0 0.0 0.0 0.0 0.0
&t 45.0 78.7 91.6 58.2 55.7
#18-5 -3/ VEMI— RV v VEIED
o FUER (%)
. wH = - :
Y Sep-Pak Plus Oasis InertSep SlimJ
(mL) C18 PS2 HLB PH CH
0-5 0.2 82.3 83.4 0.0 0.0
5-10 10.2 0.3 3.1 0.0 0.0
L
10-15 16.5 0.0 0.0 0.0 0.0
15-20 4.4 0.0 0.0 0.0 0.0
aEt 31.3 82.6 86.5 0.0 0.0
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#19-1 -3 7 VEMED—FY v PREINED

. [EILE (%)
N Yﬁuujg . .
Y Sep-Pak Plus Oasis InertSep SlimJ
(mL) C18 PS2 HLB PH CH
0-5 0.0 0.0 0.0 0.0 0.0
5-10 0.0 0.0 0.0 4.5 0.0
50%FF )W
10-15 22 0.0 0.0 29.7 0.0
15-20 8.0 0.0 0.0 31.1 24
&t 10.2 0.0 0.0 65.3 2.4
#1922 -3/ VEMAI— R v PEINEER
. [EILE (%)
N Yﬁuujg . .
Y Sep-Pak Plus Oasis InertSep SlimJ
(mL) C18 PS2 HLB PH CH
0-5 98.8 94.8 69.6 75.3 85.8
5-10 0.0 0.0 1.9 0.0 0.0
AKX ) —)
10-15 0.0 0.0 0.0 0.0 0.0
15-20 0.0 0.0 0.0 0.0 0.0
&t 98.8 94.8 71.5 75.3 85.8
#19-3 -3/ VEMAI— R v PERINEEG
s B (%)
. wH = - :
Y Sep-Pak Plus Oasis InertSep SlimJ
(mL) C18 PS2 HLB PH CH
0-5 85.8 91.0 96.8 82.4 88.2
‘ 5-10 1.0 0.6 0.7 0.0 0.8
vVinnisy
10-15 0.0 0.0 0.8 0.0 0.0
15-20 0.0 0.0 0.0 0.0 0.0
&t 86.8 91.6 98.3 82.4 89.0
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#19-4 -3 7 VEMED— R v PREINED

e B (%)
. W= - :
Y Sep-Pak Plus Oasis InertSep SlimJ
(mL) C18 PS2 HLB PH CH
0-5 81.0 81.7 91.3 86.1 75.7
5-10 1.2 0.2 2.1 0.7 0.5
TN
10-15 0.0 0.0 0.2 0.0 0.0
15-20 0.0 0.0 0.0 0.0 0.0
a3 82.2 81.9 93.6 86.8 76.2
#19-5 a-3 /7 CEMEI— Y v VREIRG
L FIER (%)
. W= - :
Y Sep-Pak Plus Oasis InertSep SlimJ
(mL) Cl18 PS2 HLB PH CH
0-5 43 78.7 88.6 0.0 0.0
5-10 347 0.0 26 0.0 0.0
~F Y
10-15 24.6 0.0 0.6 0.0 0.0
15-20 5.6 0.0 0.2 0.0 0.0
B 69.2 78.7 92.0 0.0 0.0
(B v 5 D R [ )

PEWREG Z -3 ) vy 0-T ) K20 pg/lL Ll b L olcaAd Yy, TRy
BV r7nmna AL THR L, 2O 5mL 2450 AR E O CTHoE S 7214,
PEEHER 2 N2 1 mL & U CHIE LR %2R 20 IR,

PERER E o-T ) >, p-T ) K20 pg/lL LD L olcA~dYr, TRy
BV 7o AL THR L, 205 mL 2EEN A ZWRE AT CEMHEL (G
[ SH7220) , PEEAERZ 1 mL A 721, I ImL AR ETRM L, 1 mL (2
ART 7T UTefER AR 21 1T W[l S 725513 O S EIEEAMK T L
TRV, LESEDZ LTS TIERY, OO HERITIE S 700k
L7z,

436



3 20 PFMEIFIC IR 2 Ho[E S 726 o Rl R

e R RAEE . L AR
R wEs T . &fE REBEE
(ng/L) (f) (%)
a-3 ) 2.0 5 57, ] 2 35.8
~FH
p-= ) v 2.0 5 57, [ 2 39.3
-3/ ) A .
Y a-3 ) 2.0 5 57, [ 2 33.0
p-= 7 v 2.0 5 57, [ 2 39.8
. a-3 ) 2.0 5 57, [ 2 61.6
vinuirgy
p-a 7 2.0 5 7[5 2 66.8
21 IRMARF IR I REE S B 72200 To A O REIGE
- R RAEEE . L Al ER
AR wEL = - St ABREK
(ug/L) (%) (%)
a-3 ) v 2.0 5 FERZ[H 2 93.8
~FH
p-= 7 v 2.0 5 FE o [ 2 88.7
-3/ ) A .
i a-3 ) 2.0 5 FERZ[H] 2 91.3
p-2 7 2.0 5 FERZ[H] 2 99.1
. a-3 ) 2.0 5 FERZ[H] 2 99.1
vynuirgy
p-a 2.0 5 FEHz [ 2 98.4
(R T RIRE 22 E )

RIS 2 RS LI BAER (Y A R v e v Aay pAwRay,
p-FTAALRRGFwRAY) DAY 8T T HER BT, Y AANT P
X 32~37 |23~ T,
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(B oEER)
7313 0 CisHpO DMK Z X 23~30 12737,

HyC  CH, \\\\//ji\\ HyC  CH, \\\\//ji\\
X CH, CHy,
CH, CH,
23 o-3 /v K24 p-=
(CAS 127-41-3) (CAS 79-77-6, 14901-07-6)
H,C  CH, 0
CH, CH, CH,
\VJ\CHS W
HyC o
\CHZ
25 yp-= 72 (CGRAF) X126 7V A K3 v
(CAS 79-76-5) (CAS 141-10-6)

/»\m3
CH,
(K27 a-F~vA=ar (428 p-HA~A=a»
(CAS 24720-09-0, 43052-87-5) (CAS 23726-91-2)

H,C CH, ©

4¢\m3
CH,
29 p-H~A=z B30 §-HF~vA=ar
(CAS 35087-49-1) (CAS 57378-68-4)

438



(Za< T L)

p-3 ) VR OBRMEARERER D Y v~ h 7T A EX 31T (XA O R

A — )V EEDbETERLEL D),

Tk T a+B3 100l [E-FFAP 839G

Pavhy'3A - 40:8800

A. I / ﬁ- 5 / / 155600
|
N R el
- O a4/
I ‘ m/z 121
R Y- O O-HA<ATL Mses-u
m/z 69 .
18 0] 9i0-0
W — f-H~ A
\ m/z 177 .
I k -0
'ﬁr
”» / ‘\| ‘J
AW&\W&_J L JU “____H_m S \ \ﬂ/fml_zéwwq 2
Hu -l
TEeFr7Tv-dy ~
Ny m/z 164
[r08; \ 29850 - 0
| FIA RO
o\ S N a
TVAR D~ w
18 ,\'\‘". | \ m/Z 69
L o m/z 81
. _ ' _ ' _ . _ 4 N _ m/z 109 _ A

%] 31
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p-3 7 v ERWER L OWED 7 v~ k75 L (DB-FFAP)




(v RAZRRT kL)
TIARI ) AR PHEIAAL AT AA L RNG-H T AT
VDV AANRYT NV EIK 32~37 1T T,

m" 109
69

124

‘. kL. .[‘ | ‘I| ".I.;. . l ‘ wadilyesdlte

32 7Y A K= U DO(CAS 141-10-6) D~ A AT kb

69
!
" 09

124

33 YA K= 7 U @(CAS141-10-6)D~ A AT k)L

|41 192

177

X34 og-HF~A2ALDTAANRYT KL
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177

41

69

192

123

II‘ ‘.,Il”.l.u AiA ..All‘l L. ..LLL.A,‘.LLL.A ..x.h’[ L A...IJ.II. i el M

X35 p-A~AILDVAANRY kL

41

192
177
sresat Ll ,-,“[‘l“ ; .Ahll I .Al.l.“,, L. ,...lll. l[l‘ el .!:. P R —

36 p-HATAALDTAANRYT ML

41
81 123 192

‘ 177
sseeae ll{ ",,n[.[.l.“.hllln SN A,l.l‘l..",n A.Llll.“ el e S B

X 37 0-HA~vAALDVAANRT KL
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(LC/MS/MS-APCI(+H)DRIESRM L RERK N7 v~ 7T 4]
LC/MS/MS-APCI(+) % Fi = i it 5 & DL ISR,

[LC &ft]

LC #fE . Agilent 1200

77 I : GL 4 =& Inertsil ODS-3(20 mmx4.0 mm, 3 pm) +
RESTEK Ultra Il Biphenyl (10 mmx4.0 mm , 5 um) +
RESTEK Ultra Il Biphenyl (150 mmx»4.6 mm , 5 um)

T EhH CARRUK B AKX —L
0— 1 min A:B = 90:10
1— 5.4 min A :90—35 B: 10— 65 linear gradient
54— 354min A :35— 15 B: 65— 85 linear gradient
354—37min  A:B = 15:85
37— 39 min A:15-90 B:85— 10 linear gradient
39— 47 min A:B = 90:10

717 AjigE 0.8 mL/mim

N7 LIRE 0 40°C

AUBHE AR ;100 uL

[MS Z&fF]

AR . Agilent 6410

WL T A P : 300°C

N—IRT A : 400°C

T A B : 4 L/min

XT T AP — : 60 psi

¥y v 7 U —®EE : 4000 V

o S : 4 pA

A A Ak : APCI(+)

HEE— R : SRM

442



[(FE=H—A A ]
T H—A T ERPESRMEFR 22 ITRT,

22 F=H—A F 2 (mz) & BESAE

Tuh=t=A{tv  TadiMEy 7300 /h-8E a)VavEE  DelaEMV

WE 4
. (m/2) (m/2) V) @) (V)
(EEH) 193.6 109.4 80 15 400
p-a ./~ -
(MeRe ) 193.6 95.3 80 15 400
(E&MH) 193.6 95.3 80 15 400
a-3 J B
(MeRe ) 193.6 109.4 80 15 400
Rra=s

f-2 7 . a-F 7 %4 0.200~5.00 pg/L DR R A X 38 KON 39 (2R,

12000 T 3000

=2,062.4944 x + 465.7615
10000 [— R=0 ;741 — 2500 |y = 484.5921 x + 12.9961
" ' R*=0.9953 /

2 o A
N 8000 2000
26000 S 1500
- Y @
K1 4000 / g 1000
2000 500
A&
o L@ 0
0 2 4 6 0 2 4 6
EE(ue/L) ERE(ue/L)
X 38 B-T ) DR 39 a-3 /  OERR
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[~ 7T 4]
0-3 /> B3 70200 pg/L D7 v~ k7T LR 40 O 41 1R,

MO T |G A b+ MRM(193.6000-> 1094000) -

756+
() RT (54 |iE% [ BRAY  B¥C-DH 547 ] SNR
b AR E] 429 100] 3] 70[ I M[T0783] 202)

//3-5/‘/

m/z 196.3>109.4

17 18 15 20 21 2% 23 24 25 25 27 28 25 30
Ak vs SBIEEFR (mind

K140 p-3 /> (0200 pg/l) D7 a~ k7T n

w01 | i /a€~2+ MRM(193.6000-> 953000) x

5411 p-p RT i & & BAY  Rir-) 547 SNR
a4l | 1] 2353 103] 100] 3| 54 | M] 0692] 44)

i

®1 o-3 /)

5] m/z 196.3>95.3

17 18 15 20 21 2% 23 24 25 25 27 28 29 30
Hozsk vs BEBSRS (mind

K41 o-3 /> (0200 ug/l) D7 a~ k75N
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p- v 0-T ) a AR AT fET R p A A K N-A
2aryprax 77 LEKA2ITRT,

X102 +APCI MRM Freg=2800V CID®1 50 (1 93 6000 => 63 3000) 253 -D~dsmascone =1 Ougl=MS0-GRAI 1 b=(0ODS3+8iFPh)-08 4
28
274
264
254
244

224
21 4

134
184
174
1564
154
144
134
124
114

0384
o84
074
05
054

15 195 20 205 21 215 22 225 23 235 24 245 25 255 26 265 27 275
DOk vs BEBSE (min)

X 42 3 ) N ONE~vRaroprsa~w 7T A
(0=, -, 0-F < A m/z 196.3>69.3, -2~ A mlz196.3>137.5)

L bED LB, LC/MS/MS-APCI(HICTHIET A Z L b affe s b b,

[FF4if ]

AVETHWZ GCMS Tik, p-= 7 D MDL % 2.4 ng/L. MQL % 6.3 ng/L.
a-= /> D MDL 1% 2.0 ng/L, MQL X 5.1 ng/L T -o7=, MEMRIT -2/ . a-
=/ 312 0.500~100 ng/mL DOFEFEEFIFA TEARME (R*> 0.98) MR ST,
K K ONEZK 200 mL A2 XS E % Z 240 20 ng W0 L7 RO EIERIZ, -
g 2 THJIIK 84~107%., #E7K 90%, a-3 /7 TH[JII7K 92~104%. #F7K 93%
Thoto, RIEZKVALETHAOWRIIAKEZRELEZ A, -3/ KV a-3
Jved MDL Kiti Ch o7z, LLEDFERND, AIETREAKTICEEND,
10ng/lLA—X—Dp-a />, a-3/ OERICHEATE D s,

(84 & @& 5]
@it FLWR AR T
FrRSEAERT 0 T003-8505 ALIRTTHAXA/K 951 TH 5—22
TEL : 011-841-9596  FAX : 011-841-7073

Y FEA TR B
E-mail : tomoaki.orihara@city.sapporo.jp
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(E)-4-(2,6,6-trimethyl-cyclohex-1-en-1-yl)but-3-en-2-one (f-ionone)
(E)-4-(2,6,6-trimethyl-2-cyclohexen-1-yl)-3-buten-2-one (a¢-ionone)

This method provides a procedure for the determination of (£)-4-(2,6,6-trimethyl-cyc-

lohex-1-en-1-yl)but-3-en-2-one (f-ionone) and (E£)-4-(2,6,6-trimethyl-2-cyclohexen-1-

yl)-3-buten-2-one (a-ionone) in water samples by gas chromatography/mass
spectrometry with selected ion monitoring (GC/MS-SIM). A water sample (200 mL) is
filtered with a glass fiber filter (GA100: 1 um effective pore size) (filtration can be
skipped, if a water sample contains a small amount of suspended solids). The filtrate is
passed through a preconditioned solid-phase extraction cartridge (Oasis HLB Plus) at a
flow rate of 20 mL/min. After the cartridge is washed with 10 mL of methanol/purified
water (1:1), the cartridge is dried with nitrogen gas for 1 hr. The cartridge is
subsequently connected to preconditioned two ion-exchange cartridges (InertSep SlimJ
PRS and InertSep SlimJ SAX) (connection of two ion-exchange cartridges is
unnecessary, if an eluate has no color). The set of cartridges is eluted with 10 mL of
acetone. The eluate is concentrated to about 1 mL under a nitrogen gas stream, and
then added to 1 mL of acetone containing 10.0 ng/mL of acenaphthene-d,o. Thereafter,
the eluate is concentrated to 1 mL under a nitrogen gas stream. The analytes are
determined by GC/MS-SIM. The method detection limits (MDL) of S-ionone and
a-ionone are 2.4 ng/L and 2.0 ng/L, respectively. The recoveries of f-ionone from
water samples (river water and seawater) were 84-107% and 90%, respectively. The
recoveries of a-ionone from water samples (river water and seawater) were 92-104%
and 93%, respectively. As a result of analysis of river water in Sapporo area by this

method, f-ionone and a-ionone were not detected.
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Water sample

Filtration

Filtrate

Solid-phase

i ' extraction
200 mL i : Oasis HLB
; (throw away) | 20 mL/min
L Wash Drying : fon exchange : Elution
; column clean up '
methle:)nolf)ure water(1:1) IIIzh gas : connocted . acleotoni
m r i InertSep SlimJ PRS (middle) : m
! InertSep SlimJ SAX (bottom) i
i to down streamside of Oasis HLB (top) :
L Concentration Concentration — Make up volume — GC/MS-SIM
N, gas syringe spike N, gas acetone
to l mL  (acenaphthene-d|(10.0 ng)  under 1 mL I mL
| if necessary
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WE 4 SHETZ7 e —F v — k I =z
[KE]
[1] (E)-4-(2,6,6- SNTIRER
FU XF L CTTTTTTT GC/MS-SIM
7 oae~F o] KB R
Tl A N T 200 mL B T RRAE -
K 3.x 0 [KE] (ng/L)
v [1]2.4
[2]2.0

| : B- M S o
WA s L B R Ve wig |

Oasis HLB A -MEEIK (1:1) N, 5 ZRIES

20 mL/min 10 mL 1 hr e as
[2] (E)-4-(2,6,6- L_ ----------------------------------------- GC : Agilent 6890
U RFa |H BTV —r )y WWH 7 | MS : JEOL
v a~k%t : Oasis HLB @(ﬁﬂj{ﬁﬂéli@fﬁ% TE M IMS-AMSUN

Oasis HLB (LB 10 mL
V1-A L) InertSep SlimJ PRS (H'E%)
) InertSep SlimJ SAX ( FE%) _
I R e VIR N
d L i X Wi | PBTTAP
N, &t T R LRI N, & 30 m x 0.32 mm,
B4 0T ) ¥lmL (7®F 7T -dy 10.0ng) I mL 2L 0.25 um
I— ER GC/MS-SIM
VA %
1 mL
% GBS LT
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