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R@

R=C10~Ci4

1. IZC®HIT

BT X NARB U RVR T N DA, 4 FEEEIC KBS S SimiE
FOPTlEA A RIBL, FHINTWD 100 FEEULEOFmEERI O R T
b, HFAALROR)AFLF LT Lo—T)L (AE) L WOAEFEED
ZWRENFEHE CH D, EEESCEREFEEOSDL, AE & & 112 PRTR &
i E T EICEES N TV,

FENTIE, #EOMMEDODIESE T LT L_PB o AR VEEF U 7 A (ABS)
WY, 1970 R E Y FREHGARGEAIR LEMBERR O FRIy & LTEZH S
T &E T, 1990 FFRIZH LV, KR EE A &R o A pE - B LTI,
LAS O, AE OEINE S 5 AR AHID, 2004 28T D ENEFEET
107,000t (FILF AT UNLZLT 4% —hELT) THDH,

X, EEHOT VX VIO RFZEN 10~14 (C1o)LAS~C14LAS) @ 5
FHEORBEEREZSZATEY, TNENORERIY, 7 ==LV ALKR U BENT
WX NHED 2 MLETITFNLY SNBSS T2 7 = = A LE REROIREY
Thb,

MBS L OH®RZ LT IRT,



(B 2RO 3 O]

3 Al °C Log Pow  /KIEfiFE mg/L  1L.Dsy mg/kg
EHT LF P ClolAS: 3204 300°C < 0.45 2.0¢10° 1,260
AV NIT N C1LAS: 3344 (Ci2LAS) (C12LAS) (C12LAS) (Fvh, #%0)
Ci2LAS: 348.5 (C12LAS)

CH3(CH2)nCsH4SO3Na ~ Ci3LAS: 362.5
i g in=9~13 C14LAS: 376.5

CAS-No M & <Dt
EFHT LB 2211-98-5 FBE B A, PRTRIEH —HlAR AL B
ARG NI 2 (C12LAS) TEMVEAA, B 51024
FALFI DLy

CH3(CH2)nCsHaSO3Na
Ersl s n=9~13

2. o7 M &

(1) ZdriE OBz

UKE R

KEFEHIH LTH— MU v P h T A TERAREZITV, A X — /L TRH
L T LC/MS/MS-SIM &A1 4> E&— R TERT 5, MS/MS /o#r O lF ek % &
LT, #BHE 100mL TY 7 ppb L~UL D LAS ZE&BT 5,

U R

JEEFREHIRT L TAZ 2 — VI 21TV, A H ) — V&R HE LT ks Kz
BAL, ZORITIKEREOSITEZEAT 5, T70bb, A% 7 — VRS
WAKEZD—FY T ATREMBEMHMEHL, A%/ =L THEHLT
LC/MS/MS-SIM &A1 4> E— R CERET S, MS/MS O ERERZ A L
T, EEJ O ng/g-dry LD LAS ZERT 5,

(2) RIE-HmE

(R

cHIH KT VR B U RVE VRS U DA R E ABS HIE A
c RFUARB U AR R (V7 M) B AR

< AL —)b o RO RL PR ERSE - PCB R

< FEET B U T A FDGHEREL ARk

- JRIERE - FOCHIEERL Reik

cOKERALT R U A FIYRRISER R



- Sep-Pak Plus tC18 : Waters 8 [EfHI— Y v 0T A

Er=N
- Concentrator : 7 — ~ VU v H T A2 X ABEMEHICHWNS,
A veias - BT C A &2 ) — VARV D,

(3) ik
GBI OB R X OBREGRUENO R 17 ]

K&

REFRL 2 FERUOK CUEd Lo T 7 ZABICEIT 5, T iZaUEHR I 00>
ICHERTHZ & LTD0, RE 2R WEAIIRBRRGET D, O, 1L
(X LIRIERE 1mL OFS THIN L CTEEMEIRERIZ LU, LAS DA fRIZ %3 2 ]
WRE DD,

U 0k

EE 2R, B THLE 2mm DA T L A Cio - 2tk & L,
FRK, A X 7 — /TP LICH 7 ZHRICERICT %, i aUEHR B d <00
IZET D& TR, RUE I BRWGAITHEEGTT 5,

[FE O RTLEL R L OSBRI O ]

UKE R

FAMEIRRE CIRAE L7235 A i3k ER (b b U o 2K TR (F 1) L72%,
A Lum OHF T AFEHEARTHS A (FE2) L, £ 100mL (&FH &3
WMEDLAIT 1IL) % ODS 22X 0h— U v ¥h T4 (£ 3) CTHEAMEHMHE (&
AGEFE : 15mL/min) 9%, kK 10mL T4, EHEE2 VTR TR
KERRELAZ 7 —/L 8mL THWIHT 5, ERT ALV ZAFREE (FE4) SF
T-1%, BT r VT A X 7 — L ImL ICHEM - & L, Bk & 5,
Z 0BG &2 LC/MS/MS-SIM & A 4> & — FCTERT 5,

URE R

MJE 10g & A &/ —/)L 20mL THilE (JR& 5 10 40fH], #EEH 5 0H) L, =
OD5EE (2500rpm X5 43[) 5, ZOFEEZ 2 BV IKL, £D-A K ) —
NV 40mL IZA AT v 795, £® 10mL ##) 1mL F TNk, Bk T
100mL (2725 KO ICRMT 5, Zna O0ODS72eEDh—R) v BT A (1 3)
CTHEMAML GEAGEE : 15mL/min) 7%, FEUK 10mL THHF%, R 7R
72 ECHIBRAKEZERE L A X /) —/b 8mL TIRHT %, N A2 X 0 ZARFEHEE (7
4) W= %, BEWRESRSE AT A X 7 —v ImL ICHEMR LRENK &5 5,
Z Ok &2 LC/MS/MS-SIM & A 4> & — FCTERT 5,



[ 23 Bk DOFHE ]

KEFREH

FERUK 10mL %2 [FREOFTLEE X ORERR O] 1I2it-> TULE L, 2R
BRik 95 (H£5),

Uk

ATLELE W=D L [EEO A % 7 —/L ImL Z k58K T 100mL (2725 K 91
BT %, [FEIORTER L OGEHR OFHEE] (206> TUER L, FIAMR L 7= A
B ) — IR 7RI L T D,

[ e D]

U ZRIEE S P TR B U 2R Ve U A (DBS: CisLAS &
Fl—) M5 (1% 6), DBS 100mg % EMEICFER L, A&/ —/L 100mL 12V
fifg L C 1,000mg/L OFEAEFIR & ER T 2 BEHERK &2 A % /) — /L CIRRAR L,
5~100 u g/l DHPH CTEEER DR RINZAERT 5,

[FRHE R L OB ORAT - LiEME]

RAER D IRAT)

EE L TmBRF T I RBEZETH 5,

GO LRAF)

AKEREE - HERRBRIEIC L TR EIGERETIUE, 1 - ARERLZETH D,
JEERE MmO RBIFZETH 5,

[#E]
(LC/MS/MS 73 #15:4:)
HPLC s #r &4
+ 717 I : Cadenza CD-C18 (1 > # 7 ~fh), 3um, 4.6X250mm, BRFHEEL
50,000
- BEIFE © 0.1mM XS R U A/ AKX ) —)v (20 :80) (FET)
- JiiE : 0.5mL/min
- 7 MREE - 40C
cVHFEAE 20 L

MS/MS 5341 54

- ##E : Thermoquest #£8! LCQ (A 4> b7 v 77 MS)

- A A UPR Ak

(A7 L—8JE : 4.0kV, ¥¥ 7 VU —8EE 4.0V, ¥ 7Y —iE : 2600C)



- P E : 100mL/min

*ET— Rz L7 bur AT b—A A AkiE (ESD —@RA A kttiik (SIM),
BA F U HE

«IE®A A (m/z) : IM—Nal™ (Parent Mass) # 7L —H%—A1 4 &L,
T —AF L Tm/z184 #HWSD (E8),
£ R D Parent Mass XA FO#EY
Ci10LAS :297, CuLAS :311, C12LAS :325, Ci1sLAS :339, C14LLAS :
353

BERE L OER
PEAEA 20 u L %2 LC/MS/MS (27 EA L, AR (ng) 7213 ARE (1 g/l)
E— 7 L O TRERZ BT 2, [AERIC, 308N 20 1 L %2 LC/MS/MS
IZHEAL, ol —2mEromEREHWTERET S, CioLAS 6
CiuLAS £ TOETOREKEZ, EH L Lz DBS OREMTERL, TDOEG
% DBS #AA LASEE L4 5 (7£6),
KEFREHEE (ug/l) =& (ng) X3EHE (mL)
EEREHEE (ng/g-dry) =fii&E (ng) X4/ #HkE (g-dry)
KRR DR E X, C12LAS (ZOWTIIHERED DBS Z AV, LSO [FRIE
RIZOWTIE, FREERESY (HBGREL RTUL_UEB 2Lk Ufg (V
7 M) REABEEY) DA X ) — VR E WD, FEEA LAS RE AR O
A B ) — VK ZE WD Z E L ARETH b,

R T OMmERZ X 11277,

8000000 b Y =4074156 x + 37640 >
R? =0.9996

6000000 p

4000000 f

Peak area

2000000 p

0 0.5 1 15 2 ng
50 100 uglL

Injection, Concentration

1 MS/MS Z3#TiZ & 2 ik B T o B



CHEE AR H T IR
FEmt TR (IDL) ZLL MRy (E9).

ARk B iR B # R (IDL) B L
100mL ImL 0.77pg/pL 0.0077ug/L
(et FRRES & OVE & T IR)

AKEREHZEET 2 TR (MDL) 8 X OVEE FIR MQL) % LA FioRd (G
10),

AlHE AR B B T IR ER TR

100mL ImL 0.049ug/L 0.15pg/L

JEEEFREHC B4 2 TR (MDL) B X OVEE TR MQL) #LL Fiornd (1
11),

UEHE e AR e EVLS B R IR EH IR
8.2g-dry ImL CiLAS 1.0ng/g-dry 3.0ng/g-dry
C,LAS 0.90ng/g-dry 2.Tng/g-dry
C3LAS 1.0ng/g-dry 2.9ng/g-dry
(4) 1

1) FRDOMLEMEIZOWTIE 13, gl TR LT,

2) SS ko DL I VB DG AL AR AE A X ) —/L 5mL TWAEIVEF L, AHRIZ
HOETEMBIMEZIT . Z2VREEOSGEIIA S 7 —/L 10mL TEFE AL
L, HiHEE ARG 5,

3) 7 10mL, A% /—/L 10mL, F#K 10mL Carv s sy a=r7%
179, 72721, 3. fiEdi) CTRLUEBEHICKY, avF 40y a =T ORI
=tV T HTEIAE ) — 1mL #@E L, LAS DXy 7 757 K%
F v TD, N7 7T RREWE T DTHWRN TR L,

4) BRI ADREAT 2R LRWIRY, @5 TlEK B 230,

5) ZZBR T LAS i SN2 ERBERNIEAE S — U v PH T L0b O



THDHN, FBRAKND LIED LAS PR EN25E608H 50T, 2Rk T
AW Rk EEZ DR E LTz,

6) HEUEIZEIT HMEHI W TIX 3. fi#gfil TR L7,

7) 0.1mM X hU v AFZ u~ FE—IBIROLEDOTZDIZH W, B—
7 R BIFOEAE TR GERIK) TH RV,

8) MS/MS Z3#rdD~ A ALY hJLIZOWTIX 3. fifwh) TRLT,

9) IDL 1%, BREDTER BREEFEICR T 2B FIREDEHIZoWT) (1999)
IZHWE-T, UTO@YIZEH Lz, MEROREN R/ e~ N7 T 0%8bb
BCRT,

# 1 HFHEDBSIZ XL 23eE M E TR (IDL)

LC/MS/MS
OB (mL) 100
A& ml) 1
NI (pg/ul) 4
FEAEE ul) 20
EANE (pg) 80
A (10=]) 66
A (207]) 88
FES(3MRD 84
it A (4la1) 7
it 5 (5[A]) 86
it 5 (6[a) 80
A (7R 82
¥ (pg) 79.7
YR Z (pg) 7.952
CV% 10.0
IDL(pg/uL) ' 0.77
PUBHIL R R (ug/L) 0.0077
S/N 7

S/NJi & O

“IIDL=t(n-1,0.05)x {2 {34



LC/MS/MS (DBS 4 1 g/L)

0.00-8.00 SM 7G

NL:
240E4
miz=
1830-
1850 MS
40306DBS
M2-0.004-5

6.44 681
502 526 ;o 585 629

X 2 IDL JERFOREN R n~ 7T A

10) M FERI L OVER FIRIE, IDL D56 &R CBRETERHTIE > THEK
~OIEERINER 21TV, DIT oMY IZHH L,

*2 HFEDBSHINC L2 TR (MDL) BXOERE TR (MQL)

LC/MS/MS
B (mL) 100
A& mb) 1
WINYEE (ug/L) 0.05
HEARE ub) 20
FES (1R 0.048

it 5 (20A]) 0.036

it 5 (3[A]) 0.051

A5 (40R) 0.032

it 5 (50A]) 0.040
AT (6lm) 0.044

A5 3 (7RD) 0.035
FE (ng/L) 0.0409
FEVEMR 72 (ng/L) 0.00708
CV% 17.3
770 ¥ (pe/L) 0.036
B TR (ng/L) ™! 0.049
ERETR (/) 0.15

R T IR T 2 Py ttn-1, 0.05) i 54
"2 B R IR IR



11) LAS & ENRUVIIEEREI 252 Z S 13 LW &n, B TNRE
FOVERE TR, IDL 054 &R UREEITERHIIEY Y, LAS JREAME I E
Bk 2 D CRUBH O R RIK Z FEYERS I CHIE L, LLFo@ v IcHEH LT,

Z OB CIE CluLAS TR TH o 72, C1oLAS IZOW T, IRIBE D= 9O1Z

7TEIO#EY IR L OIS E4, BERENZE L THOLNRN>T2DOT,
TR Z R Lo T,

# 3 EmHmyincomt TR (MDL) BXOVEE TR (MQL)
LC/MS/MS
FEHE (g-dry) 8.2
B & (mL) 1
TE AR & (ul) 20
B C;,LAS C,,LAS C,;;LAS
FEH(11=D) 1.87 4.01 2.76
AEH(21R]) 2.42 4.47 3.31
AR (31ED) 2.68 5.16 2.03
g (41=]) 2.67 5.17 2.83
g (50ED) 3.01 478 3.13
AR (61m]) 2.66 5.14 3.20
ik R (718]) 3.53 4.35 3.56
¥ (ng/g) 2.69 4.73 2.97
VR ZE (ng/g) 0.509 0.462 0.498
CV% 18.9 9.8 16.8
BRI (ng/g) ™! 1.0 0.9 1.0
R FIR (ng/g) 3.0 2.7 2.9

R FIR=t(n-1, 0.05)x 1% Y (R 5L
2 R TIR=3x4 H TR



3. f# W

itfe « HLIE

N, & H

[5HriE]
(e —Fv—Fh]
OKEFE)
KB R EFAHE A (15mL/min) AR ) — )L
100mL Sep-Pak Plus tC18* 8mL
A B ) —)VEEfE (FBE T 30sec) LC/MS/MS
ImL SIM
U EREH
JEERE (RIE) A B ) — VR D
10g (FEL 5 10min, HEFIE Smin) (2500rpm X 5min)
20mL
2 [m]
A Y ) —VERDOERARAT v 7 A E ) — )Ly EL
40mL 10mL
AR ) — VR R ~IR AN EFEFhHE (15mL/min)
~1mL 100mL Sep-Pak Plus tC18*

A B ) —VIRH

e« Wl

8mL

LC/MS/MS
SIM

F =Ny VDRy s T YL RBEICOWT, arT v a =y IR A S/ —)L ImL Z@iRT 5
LIV TF =y L, Ny 7T RRENRO I — Y v PERVRNE ST D ((SHHEORE)

N, &

A B ) —)VTREMR (S 30sec)

ImL

WBR), avF1va=r7i, 72 10mL, A%/ —/L10mL, K 10mL ONETIT 5,



ATiE D RRET)

(1) [EAEFhH R O #E M

KEREHZE L, REOT-DICEER: 1mL TN (pH £ 3) ICL/-IRRET
EFEREH GRBR#E : DBS 10 g/l 1L) L7241, M3 iort ko, B
BRI — RN AT LM LESEEEESORIGENMET Lz, £2
T, BRAELZIT oo 2 A, BRIEFREELZHFLZ N TE L, LrL, F
FEIEEIT ST, ATH, BEAT7 2/ —)L A 72 & L ORI ST %2 5 8 LEFR—
F N B HWTZSAI0E, BUENME T Lz, L7 -> T, BEMERRE TR
F LGB IR E AT, FIEEHZIIA 2 ) — v 2D 2 8 & LT,

100

80

60 P

B & (%)

40 p

20

tC18 I PS-2
BFEETF /L

tC18 I PS-2
A5 /— )L

tC18 I PS-2
A% /— )L
Bt

0

3 #HhHISIEIC I T BRI RO g

(2) EEI—F Y v B TLDaArTF4am TBINT T
BEOaALT 4va=r T TRTE b EREKOAOFEH TV, L,
AT 4 a = THIOEMBI— ) v U T B EAK ) — R LT & 2 A,
WED LAS (C1o~C1LAS) RS, TN T7 7 7EAZBEINSE 5 K&

RERNZ > TWND Z ERNbnoTz,

=NV NTLEDON T TT0 RELNITHE0IL, arys v
=V THNCAS /= Iml @K LT, A ¥/ — 1 F O LASIEE ZHIE Lz,
PLAMED BV Sep-Pak Plus tC18 38 XN PS-2 DLE D4 20 EICR T 5/ v 7
770y NEEOEE S (Ci2LAS DA% ERR) %, 4 |2,



B tC18 B pS2

—
[\

—_
(e
L)
|

No. of cartridge
N

2 L
0 |_|I|_|IHII_|I IHI Il Il
5 b 5D

IR I S SR
S S AN AR A G

CI2LAS in ImL of methanol (ug/L)

B4 BEMEA—FY v P07 50D LAS (Ci2LAS) Ny 7 7 J 7 RiRE

DX IIZLAS OIEH &I 7 LOFM L > TR, tC18 & PS-2 & %tk
W L7285 A, BB TS OB+ ELL EL o 72, 512, [Al U Sep-Pak Plus tC18
ThH, By MREOMDIBWIC L > TIHEMENENT 25508267, Z0
I—hr)wUHOLASIEZT B b kb arTssrva=r 7Tt olkRESN
AN

ZIZTC, A= VTP HTALELTIEHtCISEAHY, avTsva=r7ICH
LTIEAZ ) — iR aE AL, 7k 10mL, A%/ —/L 10mL, 5
K10mL DIETITH) Z L & Lz, £/, tC18 TH R 7 7T v REENE W
BEAENHLZ END, arT 4y a =V EICAZ J—/L ImL W Ty 7
TT7 9 ROF =7 2TV, mWniga (A% 7 —/L 1mL 0 CoLAS B 20
pwg/L LEaEBZE L) QIZFDOI— ) v T 2ERHNRNI &L LT,
51T, REH O LAS BENMENZ ERTFREINIGEIIE, BRI —F
Vo ZticarsayamlH%o7 T 7z Rd, BREHIEMm» AL
CIAY N

(3) tEHEDZER

5 FEED RO T, CrLAS IZHOWTIIHE o DBS 23 FGlidk X v i
IR TEY, BELLTHWSZENTES, TOMDFEEIK (Co, Cun,
Ci3, C14LAS) (2> TiE, HPLC o#r D& L, HAbakf LAS [RIRAR
) GRIEL RTIVNRUB U ANVR U (V7 M) WD HEN TEH
THEHRE~==2 7V OKE, EE, KEAY) ) Bk 12 4 12 A &BET



KERERAKEEHRR) IORINTWD, Thbh, FREEOT VX LVHED
RIRXMEMITEVNDEH->TH, NUEBVEAOEFHGHENE L E/E
TefREITE LW EGE L, HPLC—# i tHAR 12 X 2 IE TRk ed H 7z LAS [A]
ERREM P OKFRFREO Y — 7 mfg L, BEFEE O DBS (C12LAS) HEAERSIK
OE—ZHEELY, & ElEZ AW TRBREESF OEFRIEORE 2RO
(I FREE), ZRIC L0 FRBEROBRERZERT 5 LS Tns,
ZDHEE MS e MS/MS SATiCE@M 4 5 7-0121%, KRR A+
BN FENFE LW EERETHILENH D, LrL, ZOREDE LN
& D3 MS/MS Z3 i R & 0 Bl 5 272 o 72, MS/MS 4347 Cli, tik4% K 912,
WTILDRIRIED G b, i bAERTTREORNT 7 7 A M A& LT m/z 184
DA FonEontz, LENR-T, ZOAF v HHEA A ETH52ET, %
FRARICBORBRAIER CE 5 (H—REHRIE) Z RS, L
L, K5DXoIZ, FBEEREAEET O, AFEFREO MS B—7 ififf & MS/MS
(MS2) v — 7 [fHfd & DIIFARIEART—E TlE7e <, CuLAS #TA Sz LD
WE—= % Ulc, 2, A A ACIRPEFRIFRIE TRV, MS/MS 47347 T
ITZ DEWDHENCEND O EHEE I,

03

02

g

C10LAS C11LAS C12LAS C13LAS C14LAS

MS2/MSE— - E st

X 5 &R MS2/MS v'— 7 migkt

FEE, A CRIBREIES IR E W sEE6Th, MS B — 2 mfgas Hnwi-o &
Wik e, MS/MS B —7 ez FV c —BEiE & T, B ON7AREED
BEN—ELRhoT,

—J7, P> 51X, LAS Standard Solution (UL T, 33K LAS Sol. & I597)
&5 OREL T, 5 MEORBREKDOIREREM A % ) — /VIREHK (4% 100mg/L)
BIGESN TS, ZDOHFD CeLAS I22oWT, v AAXT LB~ A
n~ h77 LAER CFAEHEE DBS oz Lt L& 25, 3 DBS T
e IR DR\ T T 7 A A F 2 1E mlz 184 Th o727, 3K LAS Sol.
DBEAIIEm/z 1TI B ELN, =27 DT rva A4 650 EL kol

% 2T, il LAS RE A D Ci2LAS % m/z 184 B LN 171 TENE



NWMS/MS Z5#r L= & 2 A, m/z 184 12T m/z 171 DA O ' — 7 [Hf&IXIE
WIS Do, T, 33K LAS Sol. 1 C2LAS L33 DBS & Tix, FL
FIRIACH BIEEROEFEIENER Y, HIRARESF D Ci2LAS O RyERE
BEGNRIEDBS ICHLT D L 2R LTS, LN -> T, GaEHIH kK
® LAS 3% < &£ N D BREREORIEIZIE, 33K LAS Sol. X v 33K DBS %
fEAL LM Th D Ll S,

PLEDSG, 3K DBS #fE#dE L L CTHY, KFRIRIROIEE % DBS #i5H T
Kbz Ll Uiz (DBS #i5E), bieAic, LilRIERIESVERIR D4 R AR
%, DBS ikl RIEE T L2 L 25, CiLAS (233 % & IRl
KOGV EOFEWVNPERERKTH 10%RETHDLZ AL T, KE7oMiETE
CphoTz,

(4) ~AAXT kv
B FRFERD MS A7 ML %K 6 1277,

C11LAS
C12LAS

T O A P P - P
s

C13LAS

C10LAS ...

s C14LAS

1.5 3535 3791 393.1
3652 3675 3814

ST sl T S T

pputnd 8,888, 8. 5.5.8.8

6  Cio~C14LAS [FIfRIRD MS A~ kv



C12LAS (DBS) Zfil& L7z MS/MS A7 hV& T2, FLh—H—
A A 1% m/z325 (Parent Mass) ToH 5,

DBSM2#1 RT:000 A/:1 NL:3.18E6
Ti-c Ful ms.2325.00@60.00 [ 100.00-40 0.00]

222222
1703 94 2116 2402
| I I 24l 272812 2087 3%62
e B L o B

7  Ci12LAS @ MS/MS A~7 kv

I b FAXIRE DFRWNT T A A A& LT m/z184 (Product Mass) 72345
L= EnD, K 8ITAREND X912, CHs(CHYy D7 /L LEHILREIZ X 5
TITA T = a PR ENTE, ZOT7 T TR M GO RER T
HHEICERD B, TS OFER NS, MS/MS 74T ORNE A A 121F m/z 184
ZHWHZEE LT,

H,C—(CH,)s 1~ (CH2)24©7803

(8 CoLASOT7Z 7 A T—ar

MS/MS SHricBi A2 ) ¥ a VT gf X —{ZOWTIX, LTO#EY Th
BHe AFL Ty TRIEENSHEFH T, T v TEOHANMEEDOANY 7 LAH A
MBANZI, ~U T AT RGFDOERIT K > THRG A A Ol 22 i

(CID : Collision-Induced Dissociation) 723E U %725, Z ORFOMEHET R®/L X
—I%, %%&HALE T 55 EZE T %X — (RCE : Relative Collision Energy)
TEDOENS, RCE OffIL, eV #HANL & T R~ r L — (2t d 5 &
SN TWD, Ci2LAS 22T RCE L & 0Bt (K9) L0, RCE50%
W=7 RROONT=Z b, a2l Ya =X —L LT 50%%H0
7oo MDA TS FEEOREENE BT,



10 p
S P

-

o

S 6}

X

SN

S 4F

$—

<
2 Pk
0 a2 a2 a2 a2 a2 a2 a2 I']

40 45 50 55 60 65 70 75 80

Relative Collision Energy (%)

X9  C12LAS @ MS/MS #1288 1) D FA%HEi 22 = p L& — L & o BEfR

(5) ~A7u~ 7T A
WRALRR B FEIRIKIR B D A Z ) — VIRE LT, 5 FEEOREERD
MS/MS 7~ b7 7 A%&[X 10 IZ/RT,

D:\dataltest40419Tokyo-0.1M2-C10 04/19/04 11:24:14
403 N
004 3454
E| miz=
1 10 Rsawsous
3 40415Tlyo-
] 0.m2-C10
] 035 087 122137150 14 224 244 263 351 442 466 508 525 542 571 608 625 652 695 725 78 774
LB LA B o o B B L B e o o LA s o e
00 05 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80
Time (min)
418 NL:
004 186€s
i C11LAS
] 183.0-185.0 MS.
- 40419Tokyo-
] oM2CH
J 021034 061071 18 137148 150 185 2.6 235 266 302320 344 357 374 449 470 505 558 551 571590 6.9 636 651677 686 7.07 736 756 780
LB B L L Ly ey By e B ) B B By
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Sodium /inear -Alkylbenzenesulfonates

Flow Chart

Water sample

Water sample SPE (15mL/min) Elution with 8mL Dryness
100mL Sep-Pak Plus tC18 of methanol in N, flush
Re-dissolution with ImL LC/MS/MS
of methanol SIM
Sediment sample
Wet sediment Extraction with 20mL of methanol Centrifugation
sample (Shaking for 10min, (2500rpm X 5Smin)
10g Ultrasonication for Smin)
Two times
Adjustment to 40mL with methanol Separation of 10mL
from 40mL of methanol
Concentration of Mixing to 100mL SPE (15mL/min)
methanol to ca. ImL of distilled water Sep-Pak Plus tC18
Elution with 8mL Dryness Re-dissolution with 1mL
of methanol in N, flush of methanol
LC/MS/MS
SIM




Summary

A high-sensitive analysis for sodium linear-alkylbenzenesulfonates (LAS) in river water
and sediment was developed by using a simple pretreatment and LC/MS/MS method.

A 100mL of water sample was filtered through glass fiber filter of 1um pore size,
followed by the solid phase extraction (SPE) using ODS type cartridge column.

A 10g of wet sediment sample was extracted with 20mL of methanol for two times and
methanol used for extraction was adjusted to 40mL. A 10mL separated from 40mL of
methanol was concentrated to ca. ImL and mixed to 100mL of distilled water, followed
by the solid phase extraction (SPE) using ODS type cartridge column.

Trapped LAS were selectively eluted from the cartridge with 8mL of methanol and
dried. Sample extract re-dissolved in ImL of methanol was subjected to
LC/MS/MS-SIM analysis with ESI probe in the negative ion mode.

Precursor ions [M-Na] for five kinds of LAS homologues (Co-C14LAS) and monitor
ion m/z 184 common to the homologues were used. Linear-dodecylbenzenesulfonate
(DBS, C,LAS) was used as standard and the concentration of detected LAS was
expressed in DBS base.

Minimum limits of detection and quantitation were 0.049ug/L and 0.15 pg/L,
respectively, in the case of 100mL water sample, and were 0.90-1.0ng/g-dry and
2.7-3.0ng/g-dry for three major homologues, respectively, in the case of 10g sediment

sample.



