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X/ Vv

Quinoline

(B4 23-_X2 ) PV)

[xt&9E Kk OE =]
N
~
N
CAS %75 :91-22-5
ﬁj\%ft . C9H7N
[#1E])
WE 4 g | W (C) RETE TRV EE (g/L) log Pow

XU 129.16 | 2377 100 Pa (20 °C) 60 (25°C) | 2.03 (SCikfE) Y

1)7AR— 22— http://www.nihs.go.jp/ICSClicssj-c/icss0071c.html  ([EH B L F=WE
HAH— R)

[FE, H&E]

AN 7 > MR LDs : 331 mglkg 7 VR M LDsg : 540 mg/kg

M Gekh, BEEGER BIR & T A D

(7" — 2 ~X—7 : http//www.chemlaw.co.jp/Result_Eng_QR/Quinoline {b5=#'& & 15
Hifil L v)

S 1otk
(1) DIriEBEE

AUBHR IURF IS ER G 12 L 0 BE e Lo EERRHZ Y v 7 — M EZ IR L.
T b THIH L, MK Z 5% AT B U U AERIRICINA S, BR - TV Y Sy
g, YrmunuAZr2MgReE ST L. 5% @KV T L L7) =0Ty
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7' D% GCIMS TEET D,

(2) AEK - H=E

XU Bk 95% L E
% /U -d; : CDN #t

-« S 7 XL -dg: CIL#E

c AFY U TR, Voo R E o FREEEGERT (5000 fFEME, SUX
Z DIRZE5)

- HEER « BRERRR

- BRERHR(T) HARFNY) « IR

- WRERERVAIL (40 g/L) : FEEASR( ) TR Fni 4 g (2% L CARRE /K 100 mL DEIA T
ENLTZHD

VN2 A al NURVINER-w- s 4

- 5mol/L KEE{tF ~ U T AEHE - KT Y 7 L 20 g 24 50 mL D7EE K
WA LB B LTctk, Z-KEMZT100mL &35,

- HOKEREET R U U A R RSB - PCB i H

- b U DA R RSB - PCB M
E— A —IINEEL ST 7 an A% & L, 10 2 BSR4
Lo AL THEEEOKRE 2R ErE, BT 70 CORMEEME TRz S & Th
ST 5, OB, RSN N OZFOFNICY 7 aa X 2 U RRNREET
HDT, PERL OB ATV RN DR ST D,

- ZREK TR DZEREE K

« BW%EARIVIZ IV FIEHEE D 21— 4L C-200 (F7-1XF DFE ) % 130 °C
T 15 BEIMBNEMAL LTete T > —# — i ClmET 5, mAISNTZ U D
Tt 95 g & 300 mL BHEAR =4 7 7 A TR U AV EBE L
M5 5mL OFR—LERy FEANWTEKSE, B L TFIRET D,
B2, IRE DT 30w E 5 Ltk 7 v —Z—HIiT 15 K LL EERAF
L7eaEERT 5,

[FRAEDOLEM: - Fik]

AEEDBESNDTD, FEINRNE D MY PDITEET D, Eompk,
587 VI U O OBRIZIE, FEHOEN K S EET D,
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[#55]

-+ 100 mL fAei OUREAE - IRE OB - BE UL, - 43w — (1000
mL) - AZ7A#o—hk -300 KON100mL FRTR T T 22 - 10 mL
By cm— XY — NRL—F— - HTFA7uv MEWEL10mme T3
gOEKRY BFLNRALESOLD) «10mL Ay VHEERE « 2 22
U H—

(3) s
[FBOBEEUR OMRTF]

BREEE b EBREREICR T 23R RICH T > TOREEFH] IS,
AUEHMRTEAZH 21X 200 ML BREE DA A H 7 A E FAV., & 55 U D IEREREIK
Z20mL AN TEL, EEREEZBIED I~8 mHEEFE CANEZHSZEZ LT
FEMEERIET 2D (RIRE O R AL T8, FUEHRBUE % ICHiER 8 4 I 2
% (FED,

[EB O rTLEE & OFEHER DR ]

(EH)

MEYERERY 20 g (FZJE#A%R L C 10 g #H2Y) % 100 mL &= .LE 2 &0 F
/U »-d7 Lng/ul % 50 WL IIN9 %, BAEHZ 7' 40 mL 200 %, 10 43fi o
&, BT 10 syl o LB IV il 21T, 2000 rpm T LA 1TV T
YhUE %, 5% R T AR 500 mL &2 A7z 1 L Aok —MNIEI 42, F
FE7 & b2 40 mL 200 2[R OBEEE M0 i3, 7'M ARHIRZ R L= 5%
LT NI DRI GRS & N A C pHL LA FEL (FE 2) . ¥7urm A% 50 mL 20
.\ 20 oy R ESFHHAAT VN §HE ., %S 7 unAZ g aFET D, Kt VT 5% L
FRUT LEEIHRIZ 5 mol/L ZKEE LT ND ANk 2 N2 T pH10 LA L7 /v U E5%
(£ 2), ¥7muA& 50 mL 2z T 10 3 FHRESFH ATV, FRE., frBEfR Y 7m
TAX @A AN S5, FEoT- /KB IZ7aa AR 50 mLZ NN . Bk DAL A 0K
T, /b ran AL AR E S TEKREE TN AR VTR K, o
— R —TNRL—H— ZEER FT2~3mL FTEMEL, ~F¥> 50 mL 2Nz
(E I HEr—F)—x /R —&—  ERXPE N TR 1 mL TR LB R LB
RET 5,

5% KV 3 g A ATEELIZAT A (T 4) [T RTALBIR A A fmr L KT

T LRy RET T TS, DEOAT T TEBHHTLEIR D A>TV Ree%
BEVVATe, P rmnmRZ L ~F Y (1+1) 2 80 mL FELE#ID 50 mL & FEIE% . 100
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mL F AR 7T 20y MUY O 30 mL CIRHSE B W EZ LTS, K
I —F)—x /R —&—  ERKIE T T 1 mL LN ETRMET 2, ZORMIKIC
WIEHER)E LT, 77 XL ~dg Ing/ul % 50 pL iRAIL, 1 mL IZEARL Clehk e
ERAN

[ =3Bk DL
FREE 7K 10 mL IZRRERERRIE 1 mL 200z T [FAB o BT i OSEHK D8 ]
DIEI > THEAEL . B o n-3pHE 2 223 Bk & 5 %,

(R OS]
[ YRR

X/ U100 mg ZFEFEL, RET 7 AaZHWTT & b CTEMIZ 100mL
& L. 100 ng/uL OFEAEFHE 2 Fi -4 5,
[V 7 — N K]

o — MEREDE L L CTHERT 5% U -d10.0mg ZFEFEL, 2ET T A
2 % FAV TS Y R L C 100 ng/ul OFEYE R 2 iS4 5,

[P HER) B R

NEEYEE L U457 % L o-dglo.0mg ZH5FE L, 27 7 A 3% [
W TAF I SRR L C 100 ng/ul OFEHEFE &2 95,

[ B Rl AR K]

FEITVER LTS R L 0 . AR— ey h2AWTImL 2ol L., 287
T A& HANTAFH 2 T100 mL & L., 1 ng/ul Ok ERRVER FHEENERR 2 579K
T 5,

[ EARMERR A, OSBRI v 7 — N BRI

BAHERR L= e 7 — MEFRIR L D . A= Xy FZHWT 1mL 45 E
L. @877 AaZ W7 hT100 mL & L, 1 ng/ul oY 17— NE
Wk ZFR 5, (£5)

[ B AR E R PR HEM) B VAR

FEAVERR LTS R R L 0 . m—L Xy R & HWT 1 mL 2458 L.
R T T AaZHNTAAFY L T100 mL & L., 1 ng/ul O NEEHERIK 2 /ERK T
%o
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[HIE]
(GCIMS 5:1F)
GC/MS #+= : GC ; HP6890, MS ; HP5973MSD
GC 71 7 A : (14%-Cyanopropylphenyl)-Methylpolysiloxane
(J&W # DB-1701) 30 mx0.25 mmid. fEE 0.25um
IS 50 C(2 min)—10 “C/min—200 C—30 C/min—265 “C(5 min)
HEAE 27Uy b2 (OS— B 1.5 min)
HEADRE @ 250 C
¥ U¥—HA:He (Jif 1 mL/min)
AR :1lul
A B —T = — AR : 250 °C
A A PIREE 230 °C
A A AL : 300 pA
BHE— R : SIM

T — AT
E AN c EE 129 R A 102
XU -dy c EEH 136 mER A 108
F 7 XL dg 136
CissY

(=R D FR R DB TIERL L T2 S E AR B A BE BRI S B L |~
% FVNT 0 KON 3~500 ng/mL OFEPHIZE.S 5 FE DL IR FE Dk B VE R AR
RINEFARET D, W7 T2 7 (JRIE 0) %5 D THRIRIRIZ IR B ER A e —h
W R F K O B AR E R NS YE BRI A . E B 50 pg/L E7ebIHICHsn
T5, ZNODOEYERTERS] 1 uL 2 GCIMS [ZE A L THIET %, AR 24 OHlE
THOND K7 a~ M7 T ARV, EEREOY— 7 BHiZ a7y — )
Bov—7EHHETEH> THLNDEHE L, REROHEIE 55, oL
R EERIR IS EN A EEDE ORE 2V 07— MEOREE TE - T
BoONDEFEL, REROMEIE T2, R/ REICEIY —KROBRERE
fER L, BIRAKOFLER (12) 23tHE T 5, H#HERP 095U ETHLZ &%
BT 5,

(E&

ABHE 1 pL % GCIMS IZIFEA L, MgMEO Y — 7 mfda e 7 — O e —
JHERECE ST, BREHEZ I L T E R > a A — N
TEl-72 R) 2BHT5, F7 XL r-dg i3V 0 F— b OEICRE I AW

30



50

(RE DR )
B OREE C(ug/kg-dry) Xk L W HHT 5,

C =(R.—Ry) - QV

Ra: BB 53R 72 U T O BT S A9 11 & — BT Gl > 72 bt

Ry Bl &R 127 5 o 2 SRR O BRI B EE % v ' — NS Tl > 7

Q: WEHRICUI LY 07— h R  (SHIIT 59 15— MEROEE (ng/ul)
X WINT 5% v s — MRERORE (L) AETIE @=1ng/uL X 50uL,=50ng=0.05ug
L b,)

Vi RUBHE(L %7213 kg-dry)

EERR TR (IDL) )
KM GCIMS @ IDL #% 1 1271, (J£6)

1 AEEMBHTIRE (EE)
g IDL(pg) AUBHE  BoRRRIEE(mML)  IDL BUBMEARE
x /v 0.3 10 g-dry 1 0.03 pg/kg-dry

CRE 7L O/ TRR(MDL), & & FER(MQL))
AREFIEC BT 28 T R(MDL) X OVE & FIR(MQL)Z % 2 (TRd, (HE7)

%2 WEFEORKRE TIRME (MDL), &E& FRE (MQL) (E'H)
g BRI E(mL) B T RR(E E TR E
/U 10 g-dry 1 0.10 pg/kg-dry  0.26 pg/kg-dry
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TEfR

(FE D) §2 WEaeIC X 2 0fRmsilh R omEE) S

(£2) pHABK CHIED pH T2 > TV DN ERERT 5,

(FE3) BT 7a~ T T 7 40— DT2DIIAFTH U NHRET 5, T/NKR
L— & —TEMLIEEENP AT 8T I 23z, ~FH 22 TH
RAET D,

(£ 4) 5% KV BTIN 3 g MR FREL , HKIERE TN L% 1 om FREFES
5, AN 2 — > ORERZETT,

(1 5) ZoHal — MR, FHaToRINCbAE H 32,

(£ 6) @ERH TR (IDL) 1. MbFWEREEFEEREDO TG &) (B 17
FEI3H) IHE-T, £ 3OEBYVEMHLE

(7)) WEHFEOKH TERMDL) & OVE & FRMQL)IE [k -4/E BRbi I hE
BEOFLIE] CEE 17443 A) ITiEnWR 4 om0 EH L7z, 2k, HBix
AEHCMRERSA IR 2 I L Te ., BUEICHE > Tt 21T o 72,

3 EEBRH T IREJADL) O & H

g4 * /U
JUEEN JEE
REE 10 g-dry
kiR i (mL) 1
N B (ng/mL) 3
SEEEARE(LL) 1
A1 2.77
FES 2 271
FE A3 2.76
FEER 4 ng/mL 271
FEA S 2.74
FEA 6 271
A7 2.82
SR fE 2.749
R A 0.041
CV(%) 1.5
S/N ke 15.4
t(n-1,0.05)X0, X2 024 0.16
IDL(ng/mL) 83 0.2 2010/12/10{&1F
IDL 3 BHIE (1 g/kg-dry ) 063 0.02
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0.16

0.2

0.02

2010/12/10修正

}


# 4 REHFEORKHE TRIEMDL) & OVE & T IRE(MQL) D & H

WE4 X/ U VEH
B 10 g-dry
FEUER) B RN 2 (ng) 5
Bk R 0.5 u glkg-dry
Bl R (mL) 1
IR 5 ng/mL
HE R R (ul) 1
BET T o 7 SRR 0.057
PUBHIE RN -3 ¥ (ng/L, ug/kg-dry) 0.197
A 1 0.573
5 2 0.581
FEE 3 0.533
AT 4 JEE :ug/kg-dry 0.535
FERS 0.540
A% 6 0.570
fES 7 0.596
S E 0.5611
YR A 0.025
CV(%) 45
SIN ke 19.5
MDL (ug/kg-dry ) 0.0971
MQL(ng/kg-dry ) 0.250
MDL= t(n-1,0.05)X0;,., X2 0.10
MQL=g,.,x10 0.26
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St

§2 &

U

[5#TiE]
(Z7ae—F v — K]
I O7 v —F v — b EHIIRT,
[EE]
WIERUEH 10 g-dry [— A M [ L BWHUET B U T AT | —
T ~JE
7t~ 50mL 2000 rpm 10 %3
ReH - BEWK
2 [l ) & L
L_@@Tf TAH YT T \ e mee L
Dy AL SV Y% T Bk -~ s - IRA
W< pHL LR 5 mol/LL NaOH T pH10 [/ |-

REH200 vruprAXUfEEEE RED 104 X2
O/ A=0=8 & g =1\

L %E A7 m Y VL (3g) T Do
. L e - AR E SN _
B Ao NF5T 4 — i GC/MS-SIM
vrnan AR f~FY s (141) 80 mL EFRHARS 1 ml
W 50 mL FEZE, 7%V 30 mL [H]IY T —d
wshn

X1 7ae—Fr—hk

(i8R, ~AAXT AT e~ N7 T 4)

-0.05 0.5 1 1.5 2 -
W b
0-50 pg/L r*=0.9998

e b

0-500 pg/L r*=0.9997

2 X/ VU OMERG 2 — NEE 50 ng/mL)
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129
A ‘

T U U i i T i i T i T T T T T T T T T i T
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207

T
80

m/z——>

TN =

=oco
soco
aoco
zoo

3 &/

T T
20 100 140 150

T T T
190 200 210

Uo(EB)EF /U i FE)D~ AANT bL

THA > 129 00 c1=28. 70 —

XU

1Z2Ze.7Ood>: STDi1o=2.>

11 z20

11 . a0 11 60 11 =0 1= oo 1=z 20

A 1TO0OZ.00 C101.70 — 10=.70>:

1=z so

1o=.1>

1= s0

1 =o

91 a0 71 o 41 =0 1= oo A= =0

THA I 136.00 C135. 70 —

x /U r-d;

= a0

136.70>: STD 102>

A= =0

11 ao 1 1=z loo 1220

= 10800 10770 —

1= eo

1Tos. 70>: S NXD 102>

1= so

Tirme =
FRNT s =
T — >

41 =Zo

91 a0 11 leo 11 l=o 1= oo A= =zo

4%V >nru< 755 (5ug/ll)

35

= a0

1= eo

T ==0



(b A DO R
TR ORGSR 2 3% 5 1R T, BB, BRUKICHS2WE 2R L,
WAL T N LBz %, Yraa Xy ~FTUORRETIRE 5

L7,

vrnan AR eHEEE S L25E TR 1 BIOBET 90% 1T EIL R
B2 enb, Pr7uaa A &0 2 [ TBET 5 B E 2 IZIEHH
AIRE &P L7z,

#5 FhHEEEEORG A E A AR BE ¢ 200 pg/L
URE WA
Y/ a=0=0 8 189 pg/L
~FH 112 pg/L
[EHREY (PrmrrAH ) 95
[BIHRY (~FH ) 56

(7 V=27 v 7T ORKEH
(1) 5% &KV B 7 OkEt
5%E kU B 7L (3g) DIEH/SNZ — 2 BREELT-, T DOfE R A2 6.1577,

FK65%E /K AL (3g) DIEH A Z—

AR 20%DCM/Hex 50%DCM/Hex otal
i & (mL) | 0-20 |20-30|30-40|40-50| 0-10 |10-20|20-30|30-40|40-50|50-60|60-70|70-80|80-90|90-100
AIR%) | 0 0 0 0 0 0 0 0 0 [827]13 | 0 0 0 | 840

S OB~ MU v 7 ZAZ A TR TR LI RA R 7177, 723 20%
Drma AR NFY LTI T LD ARME ORI E o 72 < R o

ST 0%y 7 ma A2 T BB LT,

FT5%E /KUY 7 (3g) OEHA"Z—2 FEb~< U v 7 RiAF)

EIAESR DCM/Hex(1+1) otal
#e R (mL) | 0-30 | 30-35 | 35-40 | 40-45 | 45-50 | 50-55 | 55-60 | 60-65 | 65-70 | 70-75 | 75-80 |80-100
ER%) | 0 0 0 0 0 0 0 274 | 488 | 6.2 0 0 | 824

KTBIR8OREREMNS, U7 anm A X U [~FH (1+1) 80 mL % W TIEH
ATV, IO 50mL ZBEE L TERV O 30mML #EIINTHZ & & LT,
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(2) Bt - 74k U HIZ O W T OGS

XV NIEEEME A LMEERA LTI U — 7 v IR RREIMRE L
7o TOFER pHL LA T OMERMET Tl 2 U i o< End, pH7 LA
25 100% SIS L DI o7c, EZTImol/lL i CTpHLI UL R & LTY
ran AR AKXV EEE L%, Smol/L Kb N U U AR T pH 10 BLE &
L., YZuaxZ ko BwE st s 2L & Lz,

(e T T o 7 flead il Br)
HEREBH TFTREL T THOINEBIET 7 7 3k Sz (0.15~0.20
ug/kg-dry) HERH Y FHTLIRIEICONTT 7 7 R-EREIT- T2,

(1) BEEHEHT '

1) 7 b (R 300 f5IR#E) 2 10 mL 4B L N A /3—T1lmL
\ZER

i) 7' bk GREEISGAERM 300 f5RME) 4 80 mL L rm—% U —x /3K
L —Z—FKON, T ANR—=TImLICER

i) 7 by GREEIGAERA 5000 5IRME) ZHWTi) &Rk LER
UED 3 7 —AZoWTT T 7 DL LTe, ZO/RITE 80L& B
nEipoia,

#£8. 7 bHhT T EEE

= Sy R (10 g-dry sUBHBLE ng/kg-dry)
r—Z i 0.017
r— A i 0.075
Ar— A il 0.019

7 b (FREEESEER A 5000 f5EME) 2RI EICLD T TRk
EINDZ NG oT,

(2) - Y 7o 2 %

iv) Y7 mua A X (BRI A 5000 f5EME) 2 10 mL 43 EL L Ny A R—
TI1ImLICER

v) VU mnm A X (PR EEGER ] 5000 [ EAE) 2 100 ML L —4 ) —x
NN —=H =K WNy T A= TImLIZER

Vi) Y anm A& (R SR ER A 5000 f51EHE) 2 100 mL 4y L. KR
MU D L30g 2 HWTHKEBIEZAT o7 v) & RIERD LR

LED 3 r—RAZoWT T 77 DfEZR IR LT28, v~viDr—ATiIWg
NHLE—7I IR 6N hot-, YrZmau XX CEKEEET U U A ITIEYR S
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NTWRNEEZBINLD,

(3) HifbT b U U AR
WAL T U U AOFRSHE B2 X TUL T DO — AT HOWTHRGE L7z,

vii) A5HU7K 500 mL+E kT R U U A 25 g DL T FU D ARIREY 7 an A X
> 100 mL TR & O i, Mok FY v A 30g THiAKL, m—& U —
TINRRL—F =K ORN, A= TImMLIZER

vii) FEHLK 100 mL+EL T F U o A 59 OHEALT R U U ABERIZOW T — Avi
& [rlR D LER

ix) milli-Q 7k 500 mL+#{k7 ~ U 7 A 25 g D LT b U 7 AEEHRIZOW T —
Avii & [FlER D LEE

x) TAROZERE K 500 mL+HE kT ~ VU 7 A 25 g DI LT N U T AEEIKIZOWT
r— Avil & [FlRR O AL

xi) THRODOZABEAKB00 mL+> 7 mu A X g aiTo b N 7 A 25 gD
HALT B U U AEHRIZ DUV T — Avii & (AR O LR

PLEDS r—RZOWTT TZ v VxR LT, ZTOREEZR IITRT,

£9. LT b U LEKT T T 7 I

= Sy R (10 g-dry sUBHBLE ng/kg-dry)
A — AVii 0.131
47— Aviil 0.031
r— A ix 0.130
r—2Ax 0.112
r—2Ax i 0.012

r—2Zvi, xKOx D7 T 7RIS S L, FHT2EKROBEREE
THEICRERETIR N o7 GREANERS 7 7 v ZEMEW),

Flo. F—AViDORERTIEL, W, WEPDP R D2 LIk T TR
fEGT L 7~Xxi?i\ﬁk%FJWA@ﬁﬁ%%@ﬁfﬁyﬁﬁﬁﬁKﬁ
NTHDHZENThoT,

INHDOFRERNS

O EEA R ORI 2 SO 7 & AT

@ AT U U DR ERRE DU A 2K R KIZ A

@ kT R TaEY s AL PR LT BERT 5,
NP D e
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EH%R7T 773l (n=5) Z{T-o7lz, TOMRER 1LITTT,

#11 T BBORER

WE4 X ) VEE
Bl R (mL) 1
HE AR (ul) 1
FEA 1 0.063
A 2 SopHR 10 g-dry o 0.053
AER 3 BRI B 0.050
FER 4 ug/kg-dry 0.063
FER S 0.075
SEEE 0.061
R 2 0.0099
CV(%) 16.2

KOHr CIHRIET 7 7 B SN D %, ITRNCHEET 7 7 3B 21T,
2R 20END D,

(A ANTE] R EAER )
EEREE (FEEMEE) ~ORMBEIGRROM IR 2K 12 179, X, A5k
DI~ hTT AEH5~8ITRT,
12 FNENEER Ok R

g g
ML 0.54 (90.8)
TERN 2 ng/ke-dry 0.68 (77.6)

ST 2.89 (81.0)
w2 3.37 (73.0)
w3 2.85 (85.9)
VRN 4 ng/kg-dry 3.00 (80.5)
i 5 3.05 (71.2)
w6 3.11 (79.4)
e (g-dry) 10
AN (ng) 30
IR (ug/kg-dry) 0.610
N (pg/kg-dry) 3.062
I NEUEHEE e R 72 3.0
CV(%) 6.0
EIESCD) 81.7

0 P 5 — b (7 U ody) DEIE
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TN s =
AA > 129.00 (128.70 — 129.70>: STD104.D

2333 /C‘ X/ U

1o/l6oc 10/80 1100 11/Zo 1140 1160 1180 120 1z/Zzo 1zldo0 1z3/6ec 1z=zs0

74> 102.00 C101.70 — 102.70>: STD104.D>

1000 \
soo |

1060 10/80 1100 1120 1140 11.60 11.80 1200 12,20 1240 1260 1z2.80

Time >
TN s R

¥ XV -dy
\ /

2z 6o 1zs0

1180 1z 00

— 108.70>: STD104a4.D>

1060 10/80 11,00 1120 11,40 11.60 11.80 1200 12.20 1240 12.60 1z .80

5 MEUERE (20ug/lL) »r v~ N7 T A

TN

A 120.00 (12670 — 12670 Sames
=sa
232
TSS
122
S bl N i e e e e P e
S —
e Ea
e 10200 C101.70 - 1OZ. 7O A
\
zso
232 / Fat
150 \ ~ WAAV A WA A A
sl N e e
TS S Y SE s N S T S T e T ES NSNS 55 vs s vees v=Ee
S —

136.00 C135.70 — 136.70> =SAMI1Aa. D
zoooco
zoo000

10000

=z'ec 1z=!s0c

A 108 00 C107.70 — 108.70>: SAMI1Aa.
acoo
=ooo
zooo
1000
1060 1080 1100 11 .20 11,40 1160 1180 1200 1220 1240 1=2 60 1= 80
Tirme =

6 BIF7I oD u~ NTT A

FoNT s =

A 129 .00 C128.70 — 129 .70>: SAMID. D

1060 1080 11,00 11,20 11.40 11.60 11 80 12 00 12 20 12 40 hz 60 1= .80

A 10Z.00 C101.70 — 102.70>: SAMI19.D

AN

11 720 11.40 11.60 11 .80 1200 12 .20 12 40 12 .60 12 80

136 .00 C135.70 — 136.70>: SAMIS.>

1260 1z'so0

TO 60 1080 11,00 11.20 11.40 11.60 11.80 12,00 12.20 12.40 1=2.60 12.80

7 BRNIGEO 7 v~ N 7T 4

40



A 120.00 C128.70 — 125.70> SAMZ1.0
sococo
scoo
acoo
zooo
565 o080 S =5 =S =rey SG 560 1220 1550 Jo o 15 S0
[
FTEET=
A o= o — 2. 70> sAamz1.0
"
2000 f
soo [\
coo |
soo /
N\ P _ J \
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Quinoline

An analytical method was developed for determination of quinoline in bottom sediment
by gas-chromatography mass spectrometry (GC/MS). Ten grams of bottom sediment
sample (in dry weight) spiked with quinoline-d; (50 ng) is extracted successively by
solid-liquid (10 minutes) and ultrasonic (10 minutes) extraction, using 40 mL of acetone,
then centrifuged. This process is repeated twice. The acetone extract is added to 500 mL
of 5% sodium chloride solution. The solute is controlled to pH<1 by hydrochloric acid
and extracted with 50 mL of dichloromethane for ten-minutes. This dichloromethane
extract is disposed. The solute is controlled to pH>10 by 5 M NaOH solution and is
extracted by 50 mL dichloromethane twice. This dichloromethane extract is dehydrated,
is transferred to n-hexane, and concentrated to 1 mL. This concentrated solution is
cleaned up by 5% hydrous-silica gel column (3 g) chromatography: 5% hydrous-silica
gel column loaded with the concentrate is washed with 50 mL of 50%
dichloromethane/n-hexane and is eluted with 30 mL of 50% dichloromethane/n-hexane.
This elute is concentrated to 1 mL, is spiked with internal standard (naphthalene-dg 50
ng), and is measured by GC/MS-SIM. The quantification limit of standard for bottom
sediment was 0.26 microg/kg-dry. The addition recovery of quinoline in bottom
sediment was 81.7% and the relative standard deviation was 6.0%.
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Bottom sediment sample

Sample, 10 g

(dry weight)
Add Quipline-d;, 50 ng

Solid-liquid extraction (10 min)
Ultrasonic extraction (10 min)

Acetone 40 mL X twice

pH control

Extract by dichloromethane

| pH control

—— Dispose extract .
P Extract by dichloromethane

pH<1 by hydrochloric acid

Dichloromethane, 50 mL (20 min)

pH>10 by 5 M NaOH
Dichloromethane, 50 mL (10 min, twice)

Dehydrated
Transfer to hexane

5 % hydrous-silica gel column (3 g)

Concentration (1 mL) Clean up
Wash : 50% dichloromethane/n-hexane (50 mL)
Elute: 50% dichloromethane/n-hexane (30 mL)
Concentration (1 mL) GC/MSSIM

Spike internal standard

naphthalene-ds, 50 ng

46




W'E 4 SATE7 v —F v — | ks

/U0 uEE 7 b
SR (LI 10 g) i msHE [ | (4%¥ T/ TR
A — R RN 7 > 50 mL 2000 rpm 10 %> BT =)L) R
T %2;32 FNARY ux
i 2 [ Ve
| 30 mx0.25 mm i.d
7k EREY pH T & 0.25 um
5%Hifk T b U U LRI~ OHL LI T (HEREHER)
TR HH T BRAE
- — /U
50mL 20 4% pH10 LI E
TruaniH U fEREE (5 mol/L, NaOH ¥A &/ /)
Crumnm X &R MK « JEHE « ~F Y HRR
50mL 104 21 ImLE<C
[
(N A a
ka7 V=TT
Fr.1: 509DCM/Hex.50 mL— Fg %
Fr.2: 50%DCM/Hex.30 mL— [=]I¥
WIEAEM B TRIN « ER GC/MSD-SIM
J 7 % L -dg 50 ng
1mLER

47




	キノリン
	§1 分析法
	（１）分析法概要
	（３）分析法
	〔GC/MS 条件〕
	〔装置検出下限（IDL）〕
	〔測定方法の検出下限(MDL)、定量下限(MQL)〕

	註解

	表3　IDLの算出

	表4 測定方法の検出下限値(MDL)及び定量下限値(MQL)の算出

	§２ 解説
	【分析法】
	〔フローチャート〕
	〔検量線、マススペクトル及びクロマトグラム〕
	〔抽出溶媒の検討〕
	〔クリーンアップの検討〕
	〔操作ブランク確認試験〕
	〔添加回収試験〕
	〔キノリン回収率改善の検討〕
	(1) 抽出方法の検討
	(2) 底質中での分解性
	(3)硫酸銅による分解抑制効果の検討


	【評価】
	分析法フローチャート




