LR IRBREEI IE v 7 —
[RIRBEA - KE ]

5-Zmanu-2-24-Yrunryx)FV)-Tx /) —)b
5-Chloro-2-(2', 4'-dichlorophenoxy) -phenol

B4 . b U 7 mH . Triclosan

[ &8 DHEE])
Cl OH
(0]
C Cl
CAS #F= : 3380-34-5
42 CoH,Cl30,
[ B L RO PEIR ]
& CEEg1&)] 289.54
& (BR)74)M v H) ] 287.9511626
K=y 370°C?¥
[rss] 54 - 57.3 °CY
[FE&UE] 0.000004 mmHg (20°C) P  (5.33x10™ Pa)
[va it ] 7K : 10 mg/L (25 °C) ?
[1og Pow] 4.76 (ERIE) ?
[pKal] 799

[#tE, A&] ¥
(EBRENIC K 2 BRI R

BEIH ARILE ; 72 BERE] ECso 2.8 ug/L
Sikze WEPK B ; 48 KEfE] ECso 270 pg/L
U 48 ] LCso 270 pg/L
Z DA AERHE ;7 HIE ECso >62.5 ng/L
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ArEEMEEIC LS5 < PNEC & 0.028 pg/L

(i) 9

FemAl, BHEASINA, ERES IR R EHERAD)

HH it

1) Budavari, S.,(Ed), The Merck Index Ver.12:2

2) Philip H. Howard, William M. Meylan, Handbook of Physical Properties of Organic
Chemicals

3) O'Neil, M.J. ed. (2006): The Merck Index - An Encyclopedia of Chemicals, Drugs,
and Biologicals. 14th Edition, Whitehouse Station, Merck and Co., Inc. (CD-ROM).

4) U.S. Environmental Protection Agency, MPBPWIN™ v.1.42

5) NITE, (LW E RO T MRS 27 4, http://www.safe.nite.go.jp/japan/db.html

§1 o M1 &
(1) SPrEOBE
KERB 2R L-BEnolic e/ — FNEREZRINL, KEEH U ©
LEEMRSE, BKFREZRINL CT v FAHERMEEITH, BEI— Y v
ITEAK L THIH L, i@ Doy 25 L TR L7tk ~F 90 THIT 5,
W, U VA 7 NEEHEZIRINL, GCIMS THIEZAT 5.

2) BAE-&HE

(FREK)
U 27 ¥ (TCS) D FOYEHiSREL (HPLC ). Bask
(DES #, 99.5%)
BCu- F U 7 14 (BCy,-TCS) - Wellington %! (50 pg/mL. 10% kL
T ) FUERIR)

RU ZmH AF(TCSMe) (XiZA  : DES #4(99.5%)
FhYTaHy)

BCip- bV 7 ¥ AF L : Wellington % (50 pg/mL. 10% kL
(PC1-TCSMe) (UL BCip-AF Vb =) F U VRIR)
Uy ruaty)

4-7 v Y 7 aH i (4-TCS) (i : Wellington # (50 pg/mL, 10% kv
5-7un hY 7 aty) T F IR

4-7uua hU 7ot XAF)L : Wellington % (50 pg/mL, 10% kv
(4-TCSMe) (Xix5-Z7uwm rhYZrua =)/ F 1K)
AT )
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6-7vunw kU7 et (6-TCS) (Xix
3-7mu b ruar)

6-7muwu hYruat s AFL
(6-TCSMe) (X% 3-7mu hU s nm
)

46- 7w KU 7 a2 (46-TCS)
(Xix35-v7mnm b raHy)

46->7uvunv U s uat AT
(46-TCSMe) (XX 35- 27 num LV
ruatATFI)

AN¥ron &Y/ 2
IRAVRIR

p-5 — 7 = =)b-dys

: Wellington % (50 pg/mL, 10% h /L

x>/ )T UEIR)

: Wellington % (50 pg/mL, 10% h /L

x>/ )T UEIR)

: Wellington % (50 pg/mL, 10% kv

x>,/ )T UUHR)

: Wellington % (50 pg/mL, 10% kv

x>,/ )T UUHR)

: Accu ¢ (100 pg/mL, 7 h=1FV

JVIRIR)

: CIL 44(98%)

~F B LR (XA A o)
Tk B LR (A A o)
TIFIIT—F )L D FOEHiSEERY (7%= - PCB #R )
2= B LR (A A o)
REETT VU T L AR (Feik)

bl D FOEAIEERL (k)

FEEdK L A A ATk

EFRD=1) vy (2)=0T97" F) : HF Bond Elut C18 Agilent %
EAEA=M Y™ (V=797 H) : Sep-Pak Plus Florisil Waters i

FRLAAREE E LT ds (R B AFTE 208, RN W T — 7 B4 5%

AR H D Z L b, BCp # AFLTHEM Lz, AFUbEDf, AFrIkE
IR BMARIZ O T B AR T 21T 5 (1 2),
(FRE8H)
AR A DAL B H T A BB AR U O (Schott fY)
20 mL & T AR R : Supelco
6mL AN T AT 2 —7 : Supelco i

s, ~ 7% T 4 v I AKX —F— 500mL AL —h—
(RIEDFAH)

(7T bRk (3:7) )

7 h 300 mL EREEK 700 ML 2IRET D,

(P F Nz —F~FHP > (15:85) )
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JxF ) —F )L 150mL & ~FH 850 mL ZIRAET S,
(rmurZoi~FH (1:3) ]
ruaua RAZ L 250mL E~FY 750 mL AIRES TS,

(¥R O]
(R
U7 et O 100mg 2 I0MLAA AT T AZ&EYED, Lz

T10mL & LT 1000 pg/mL OFEMERK 2T 5, Znzaz T 2 THML T
50.0 ug/mL &35, FIERIC B U 7 ¥ X F /L 50.0 ug/mL FEHAER % %55,
Z U5 50.0 pg/mL BEYERR & AR AT U UERR (45 50 pg/mL &K : 4-27 a1
Ny Z7wa¥r 4-7uou ) rathAF) 6-7ru M)ty 6-7rE
cNUyZwad o AF 46-7uva M zatry kN46-7um fU 7o
VAT, Z L0 pg/MLIEHK : ~FHraue Ty Yran 7 URAER)
A L, 4 5.00 pg/mL ORAEER 2S5, a7 '8 o THIRL T
1.00, 0.100, 0.0100. 0.00100 pg/mL DIEAFEUERR & FHHL4 %,

(Ve 57— NIZHER)

TR DY 1 7 — FPIEHER IR (BC- NV 7 B U OV BC- Y Z o A F
Jb. 450 pg/mL, 10% kv /) F U Tk b CHAIEA L. 0.250
ug/mL O v — MNEAPERER & T 5,

(VU P RNA T NEERER)

p-¥—7 = =/l-dyy OFEAESL 100mg 2 I0ML BEA A T7 7 A 3Z&VERY, b
LT 10 mL & LT 1000 pug/mL OEHEFIEZRR ST 5, ZnE~XHh T
0.500 pg/mL IZFIR L., 2 U v 281 7 NEEHER &L 95,

(e B AR YRR

0.00100, 0. 0100, 0. 100, 1.00pg/mL DIEAEHERR, KN BClp- U 7 oo
BC- b ) 7 ¥ AF A O ul— MNEAPEEEL BRSO RRUK 1 LIy
LT [EEORTAE R CRBIROFAR] (20> THRERIL AT 2%, U v
DANRA J NIEHERR p-F — T = =)b-dy ZWINL T, SEWEH 0.0002 i
0.0004~0.040 pg/L (FcA&¥AEHE L L C 0.001 813 0.002~0.200 pg/mL) i & A
PEAEG &+ %, BB EERRICIZ BChu-F Y 7 at o BCp- R U 7 m ¥R
F, KO p-Z—7 = =/l-dyy % 0.010 ng/L(10 ng. AAKIENR L L T4 40.050
ng/mL) 12725 X HZiimL7= (£3),
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(3) H3triE
[FE OB ORTF]

BREEE MLFEWEBREFEREREEmO TS X CF%2l 43 H) 19, T
¥ 1000 ML IZ T A > & AN 1000 mL OB TE D07 AREEIC, KE
1000 ML Z28REXT D (FE4), SR LZREHI2EZ oMW S 720, &
BIREHIFRNCT & b THE L T O RBHRBUC WD, sEHET = 7 VI
HOERTE D800 7 ARERITEIL, @t - (RET 5,

[ ORI K URBRIK D]

#1000 mL OKERE 2 BRI L I8 a0 7 AU T2 A L TR L7Z2
N HH 1A — MEAPEERERE (250 ng/mL, 7 & h IR A 40 pL iS5,
ZHUCIEREE ST U U A5 g Z Ul L TR S8 IRICHEKEERE 10 mL Z 0 LT
PRAafeid 5 (E5), 30 U REFE L, S8R, 2T a=v7L
72EtH 75— K U 2(HF Bond Elut C18) (7% 6) (Z 20 mL/min Ti#/K$ %, #KE
T BEFEOZEITERK 30 mL, 7 b o EHRIK(3:7) 50 mL DJIEICHES L,
BEFET— U v i@k T D (FE 7)), BAKLEZEEMHEL—RY v 0, @00
B (1500 rpm, 157%3) THK L72%., ~FH¥ 30 mL Z#HWCHEHT 5, B
WL, BT ~ U O A THK#E, 40°C EHRSIE F TR 1 mLIZRMEL, =
VT4 va=r T LzEfR S — b U > Y (Sep-Pak Plus Florisil) (7£8) ([ZAf L.
2mL O~FH o THVIATe (Z ORFOFEHIKITEET 5,), mAIT~F ¥ 12
mL T %17 9 (Frl), WwICY=F Lo —TF L/~F Y (15:85) 12 mL TiEH %
ITO(Fr2) &y 7 mu A X o f~FH 2 (1:3) 12 mL TEH 17 9 (Fr.3) £9) .,
ZEINA0°CERZXTIL FTO.2mLIZiEME L,V P A3 7 NIEHERK 20.0 uL
ZFri~3\ZZNZENHRM LI035,

[Z2ABRIE DR
AURPK & ABEOREKZ v, [RUBH O RTLEL K. OB OFRIL] DIHIZHE -
THEAEL, oo /oiliRif 2 22alBiiti & 42,

[HIE]
(GCIMS %8 %f4)
il PR it : GC: Agilent ! GC6890
MS: HAE 1% JIMS-Q100GC
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R 7 L : SLB-5ms 30 m x 0.25 mm x 0.25 um

RS : 50°C (1 min) — 30°C/min — 200°C (0 min) —
5°C/min — 300°C (5 min) ({E 10)

A DR : 250°C

ABRE A 1A : AUy LR (=T BAAARER] 1.5 min)

FRBHEA & : 2 ul

Xx U —HXA : 1.0 mL/min (&3 &)

A B —T7x—RARE  :250°C

A A PR : 250°C

AT MLEE (A3 70V (eV)

b= —)

BRHE— R : SIM

T=H—A A (mlz)

WE 4 ' fifese
Ny Zuady (TEFIVE) 288.0 290.0
NN i” 302.0 252.0
4-7vmv Y rzuatrr (7EIFIK) 323.9 321.9
6-7unr fUZuatr (7EF LK) 3239 321.9
4-zmn b rzadr AFL 337.9 285.9
6-7 v hY 7uath o AF)L 337.9 285.9
46-v7uan N Zatr (7'F VK 357.9 359.9
46-v7un by Zathr AF L 371.9 321.9
vsannZxzy (7TFIVIK) 268.0 270.0
~FH oy (TEFIVIER) 405.8 407.8
Fuals—F
BCp-h Y 7 a¥y (TEF LK) 300.0 230.0
BCp-F U 7 a¥ o xF L 314.0 264.0
NIEYE
p-#—7 = =/l-dyy 244 (245.0)
(BRE#R)

PR SN 2 uL &2 GC/IMS [ZIEA L TOTT 5, IRWEORE Lo
F— FNNIEHEOREL, KOELNEEYEO Y — 7 g s a7 — N
WO — 7O DR EREZIERT 5,
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(EE)
BRI 2 uL Z GCIMS ([ZIEA LT %, 50N RZWE O v — 7 i
EYmr— FNAREEO E— 7 MO ZRERICES L TERT D,

(BEDHEH)
AR R EE C (ng/L) 1INk W EHT 5,
C =R:QNV
R: RREMNDROI-T v r— NI DR R ERE O
Q: BT L= v — FNEHEDE (ng)
(= WINT 2 NEEYEDIRIE (ng/ul) x WINT 5 NIEHED R & (ul))
Vo BREKE (L)
AOHEIZ W T256. L TOEEEERT %,
Q =10.0 (ng)
(= #n¥ a7 — FNEEHEDOREE (025 ng/ul) x TNV 17— N NEEYE
DI E: (40.0 pL))
V =1.000 (L)
RSN
C=Rx 10 (ng/L)
Th b,

EEMRHTRIE (IDL))
KO W GC/IMS © IDL 2% 1 1277 (7 11),
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751 IDL O HHE R

¥ IDL #Bk

A, (n;?;u ﬁft(ﬁi R S

(mL) (ng/L)

U Zady (THME) 0.12 1.00 0.2 0.025
NN i” 0.088  1.00 0.2 0.018
6-7 1w kU7 at s (Trvk) 0.16 1.00 0.2 0.031
4-7anv Y 7 ety (THFnE) 0.086 1.00 0.2 0.017
Cruan 7z (TrRVE) 0.31 1.00 0.2 0.063
4-7mnv R 7at s AF)v 0.13 1.00 0.2 0.026
-7 kU 7P AFIL 0.18 1.00 0.2 0.036
46-v7uan N ey (TtvE) 012 1.00 0.2 0.024
46-v7uan bt AFL 0.23 1.00 0.2 0.046
~FXH 7 au 7 (TrvE) 0.20 1.00 0.2 0.041

(Bl EORH TRME (MDL)ECER TFRE (MQL))
AWETEICEBIT A MDL LOYMQL #% 2 (271 (7 12),

#2-1 MDL KO MQL OF R (k)

AEtE &K MDL MQL

R (L) HmL)  (g)  (nglL)
Y7 adr (TEvE) 1.00 0.2 0.24 0.64
NV A=8 A 2% 1.00 0.2 0.14 0.37
6-7 v b 7ot (TtFnk) 1.00 0.2 0.30 0.78
4-7 v ~Y 7 uaH s (TrFmK) 1.00 0.2 0.17 0.46
Cruan 7z (THFMER) 1.00 0.2 0.75 2.0
4-7mava Rz AFL 1.00 0.2 0.27 0.72
6-7vun b Zatr AT 1.00 0.2 0.36 0.94
46-v7onv MY Zuatr (TtFPrME)  1.00 0.2 0.81 2.1
46-v7un by Zat AF)L 1.00 0.2 1.2 3.1
~XHroa 7z (THE) 1.00 0.2 1.1 3.0
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#2-2  MDL KO MQL OB HFERE GalJiK)
AR I MDL MQL

HIRAE (L)  HEmL) (ng/L)  (ng/L)
U Zady (THME) 1.00 0.2 0.19 0.51
NV A=A 2% 1.00 0.2 0.22 0.57
6-7 1w kU7 at s (TrvK) 1.00 0.2 0.23 0.60
4-7anv Y 7 vt (THFnE) 1.00 0.2 0.19 0.50
Yruan 7z (THER) 1.00 0.2 0.71 1.9
4-7mnvo R 7at s AF )L 1.00 0.2 0.12 0.31
6-7un b Zatr AT 1.00 0.2 0.17 0.44
46-v7nunm Y 7ot Tk 1.00 0.2 0.20 0.52
46-v7uan N 7t AFL 1.00 0.2 0.25 0.67
~FXH 7 aa 7z (TrvE) 1.00 0.2 1.2 3.2

T
(1) MU 7 aYroORBERICIE, 457 0E 2 e 5 HBEE LS, &
NEN B D AT AR, 3 6 FEFOFEUERZE)S Wellington Lab. Inc. 725
AFTED, B4 THEN L0, RIEFH R OIREL A BT 5720,
Wellington Lab. Inc. |25 STV D48 (FRio —H M) 284
T5HZ L& L, TREICKBILIRZ R LTS, ATFIUBIR LRI TH 5,
4,5-dichloro-2-(2,4-dichlorophenoxy)phenol
B4 :4-27vv b yat 5-7uranm kY Zat 2-hydroxy-2,4,4,
5’-tetrachlorodiphenylether)

2,3-dichloro-6-(2,4-dichlorophenoxy)phenol
(5114 : 5,6-dichloro-2-(2,4-dichlorophenoxy)phenol, 6-7 2w U 7 ot 3-
oo Y 7uat 2-hydroxy-2,3’,4,4’-tetrachlorodiphenylether)
2,3,4-trichloro-6-(2,4-dichlorophenoxy)phenol
(514 : 4,5,6-trichloro-2-(2,4-dichlorophenoxy)phenol, 4,6-> 7 v a r U 7 a2 |
35-v7mnu U 7 ut 2'-hydroxy-2,3,4,4’,5’ - pentachlorodiphenylether)
(FE2) MUV Zudro, NV rZuat-AFv 4-7vav N 7t (45-di-
chloro-2-(2,4-dichlorophenoxy)phenol) , 4-7 v u FU 7 aH-AF )L 6-
7 waw kY 7 et (2,3-dichloro-6-(2,4-dichlorophenoxy)phenol) ., 6-7 =
g hY7uatr-AF 46-7anm Y 7 at (2,34-trichloro-6-
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(2,4-dichlorophenoxy)phenol[[14,6-0 U0 00O DO OOO-000O0O0O00O0
gboooobobobooboobobuoobbooobobobobobooo
00000000000000000-0000 ®"c,00OoOooooo
oooooboobooooobo

Cl OH

Q
o

al al
oooooo
000 28954
CH,
cl o/
/\/L 0
al al
000000-000
000 303.57
cl OH
o) al
CI/ cl
6-000000000
C12H5C1402
000 323.99
al OH
o) al
cl a
46-00000000000
C12H5C1502 a
000 35843

Cl OH
o]
Cl Cl

Bc,-000000
3C,H,C1;0,
000 30145

CH,
al o
‘o
Cl Cl

13¢,,-00000-0000
13C,,12C HyCL0,

00O 31548
cl OH
o)
CI/ al
4-000000000
C12H5C1402 a
0O 323.99
CH,
cl o
(0] cl
a i 6-000000000-000 i a
C13HsCLO,
000 33801
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CH,
cl

o) a
o) o) cl
a a al — a
4-000000000-000 46-00000000000-000

CH,

—

(0]

C13H7C1502 cl C13H7C1502 a
000 33801 000 37246
OH OH OH OH
H, H,
a c /CI c
d ¢
000000000 0000000o
d C13HCli0, a cl CsHiChOs a
000 4069 000 269.13
oo nooooooogn
0 0
e, P

000000-0000

al 0 al 0
/\/L 0 ‘ /\/L 0
a :: o a a
4-000000000-0000

C1sHyClL;305
OO0 331.58

(0]
C

al o

(o] \ i: Cl
CI/ cl Cl

6-000000000-0000
C14HzCLO;
oood 366.03

C14H3C1403 Cl
ooo  366.03
(0]
C—CH,
e o
0 ~ a
g
46-000000000000000
C4H;C150; al
ooo0 40047



0 0 (6] (0]

C—— CH, C—— CH,
o o o/ o
HZ HZ
Cl c Cl c \
\
a i
al al al al
000000000000000 000000000000000
Cy7H;0Cl6O4 Ci7H14CL04

oo0 490.98 oo0o0  353.20
(o]

——CH,

C
cl o
o]
13¢C,,-0000000000
/ \.\ ; 12]2
cl cl 3C1,"2C,HCL1 05

oon0 34347

gg sgpgeoms gogoooooouougooooboboouooooon
gooood

go40bpgoooobobbbgooooobobbuooooboobbbn
gdobuoooogobboobboogbobbbouoooooboobo
gooobobobodd

gostbogooobboooodooob legbgoooooobd
goooboobodg segbdgooobbbboooooonbboon
gdn

gdeClsuubgooouobibboooobbbn 10mL
guobobbodgooooobooboooooooooobbbbbd
gogsoomLO0OD0OO0O0O0O0O0O0O0O0OOODODOOO0O

o7t uoogoobobouooooon 00 s0uuoooog
godoboboobboooooobboob1mbboooooooobooon
gogobobbobbodoodgoooooooobobboooooboobo
goobobbobbuoooogobbbbbodooooooooooaobo
ook oooooooon
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100

80
70
60
50
40
30
20
3 10 I
< 0
B
4-« 4-.
%ﬁ < &c%’ &s:,*’ &cff z»‘“ < &g v»”‘ﬂ}
& , , % % "
&\/ ] ™ QCJ QQ b& QC)
B '] o

m BotleWash_50%Act/H20 m BotleWash_40%Act/H20
m BotleWash 30%Act/H20 m BotleWash 20%Act/H20
H BotleWash_10%Act/H20 m BotleWash_H20

X1 A b AVERS EIEERIR O BEt
(10 ~ 50%7 & b agaKEKIZOWTHBREZIToT-,)

(k8 7 V=27 yTHO7aY VAT aE, EHNIC V= F Lz —T 1
~FH2-(15:85) 10 mL, ~FH > 20 mL THEHT 5, REHAREX
Sep-Pak 71— h U v IZ6mMLAEN T AR ) DR L, 72D <
KU 2 PEFRT D 72D, WEVIARZ GO TR O~F Y2 3 mL 1 LE
#45, (BHEK ImL SEVIABO 2mL Z28bET3mL &2 5, )
Fri~3 OEHIFIZIZ, 7 28 U4 LT 20 mL B4 7 A%E
SR & B L7z,

(9 Fr.LITIZEIC A F IR (X R 1K) (Fr2 12X 7 B F R BT 5,
L2rL, MUz Y-AF)u 4-7uva Ny 7at - AF g 6-7
nu fY 7Y r-AFUE, FrIiEET52 56850, BIRED
N7 T varyCTERTD, FIBIINR v I T v 7T 5,

(F 10) HArua~ T 70ars v a All->TE, BE—7 ORiDOHN

oo —FT 4 L ITBRBRAOND I RS D, ZNERBET D720
2, =T OFBERME T T LA EE TRROBRICEET L L B,
B7MEEE : 75°C (2 min)—25°C/min—200°C(0 min)—5°C/min—300°C(5 min)
¥)v=h" 2 : 1.2 mL/min (EVi &)

(& 11) IDL 1%, bR FEEFREFEDO Tl &) (Fak 21 £ 3 A) I
LT, LTOERI OLBVEH L, £72, X2 (2 IDLHEERFD 7
n~ N7 AhERLT,
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% 3-1 IDL OB HiHE 5

KRB, AP Ll S
(TEFAE) FIAA) (TEFVAK)
AEHE (L) 1.00 1.00 1.00 1.00 1.00
AR (mL) 0.2 0.2 0.2 0.2 0.2
N FE (ng/mL) 1.00 1.00 1.00 1.00 2.00
HEFEANE (UL) 2 2 2 2 2
FEF 1 (ng/mL) 1.14 1.08 0.519 1.89 2.11
fES 2 (ng/mL) 1.12 1.06 0.515 1.849 2.28
fEE 3 (ng/mL) 1.17 1.01 0.484 1.86 2.19
FEF 4 (ng/mL) 1.18 1.06 0.439 1.87 2.15
#5235 (ng/mL) 1.14 1.06 0.531 1.88 2.11
A3 6 (ng/mL) 1.08 1.06 0.551 1.83 2.05
FESR 7 (ng/mL) 1.14 1.06 0.460 1.85 2.06
WM (ng/mL) 1.141 1.055 0.4999 1.863 2.136
FEERZE (ng/mL) 0.0319 0.0225 0.0402 0.0222 0.0809
IDL (ng/mL) * 0.12 0.088 0.16 0.086 0.31
IDL X K} #2 & 5 0.025 0.018 0.031 0.017 0.063
(ng/L) 59 73 27 28 12
SIN £t 2.8 2.1 8.0 12 3.8

CV (%)

* IDL =t (n-1, 0.05) X Gpq X 2
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% 3-2  IDL D& HiHE R

4-ynuh) ey 6-yrnh)) 4,6-7 Junh) ) 4,6-Y Jnnl)

KT EE 4 S VAEVEY
251l AT wty (TEFMEK)  IndvAF
B (L) 1.00 1.00 1.00 1.00 1.00
AR (mL) 0.2 0.2 0.2 0.2 0.2
G FE (ng/mL) 1.00 1.00 1.00 1.00 2.00
HEEEARE (UL) 2 2 2 2 2
fEH 1 (ng/mL) 1.28 0.692 1.52 1.08 1.55
#EF 2 (ng/mL) 1.30 0.627 1.58 1.08 1.60
fEF 3 (ng/mL) 1.29 0.666 1.55 1.07 1.47
FEER 4 (ng/mL) 1.22 0.650 1.55 1.09 1.52
FEE 5 (ng/mL) 1.32 0.568 1.61 1.02 1.49
#E 3 6 (ng/mL) 1.25 0.570 1.52 0.979 1.47
fEF 7 (ng/mL) 1.25 0.639 1.57 0.939 1.45
SEEIME (ng/mL) 1.271 0.6303 1.559 1.036 1.509
HEAEfR = (ng/mL) 0.0336 0.0467 0.0304 0.0589 0.0524
IDL (ng/mL) * 0.13 0.18 0.12 0.23 0.20
IDLFEHASE (ng/L)  0.026 0.036 0.024 0.046 0.041
SIN k. 50 32 25 28 25
CV (%) 2.64 7.4 2.0 5.7 35

* IDL =t (n-1, 0.05) X Gpq X 2
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IDL1_fr2 Triclosan, *3C,-TCS, p-Terphenyl-d,, IDL1_fr2  Triclosan-methyl, 3C,,-TCS-methyl, p-Terphenyl-d,,

L g =1 -
/ .ICZ' miz 288 o il | miz 302
SH e & i i £ £ e s o gL = -
m/z 290 (= m/z 304
F @
m/z 218 = miz 252
fj SCy miz 300 e 5C,, miz 314
(<o, miz 302 & e miz 316
# - fo o -
|| Gcy, miz 230 fi- ™ miz 264
p-terphenyl-d,, = | miz 244 p-terphenyl-d14> miz 244
Y EREE sy W e g Y TR J . IETNRRRSL Ut/ o, (SRR e
: 13:00 ' : 14:00 13:00 ' 14:00
IDL1_fr2  4&6-Triclosan, 4&6-TCS-methyl, p-Terphenyl-d;, IDL1_fr2  46-Triclosan, 46-TCS-methyl
methyl = o &
a6 4s || s miz 338  S46-methyl iz
miz 336 - L ¢ b iz a7
L] <6 4 . S by _l i <::46-methy| (A . I.__m/z_ 374._
miz 286 S i i v
=6 4= Acetyl
. m/z 322
- o <=46-methyl
4 <6 miz 324 = 1 ;
S G | =d6- m/z 358
IR & | | _.c:-46 acetyl
miz 322 Pt :
4[| 16 Mz 252 : T miz 360
P g s 0 o b g Wl ST s - & . : - 3 ) i e
|| <Sp-terphenyl-d14 miz 244 | :
i Wi e W e Y, - i : :
14:00 - 15:00 16:00 : 17:00
IDL1_fr2  Dichlorophene, p-Terphenyl-d14 IDL1_fr2  Hexachlorophene
o i
i f
i I || m/z 406
| = m/z 268
| i
ol
= - H i
III
= miz 270 . R . . T
m/z 408
=
<Fp-terphenyl-d14 miz 244
T PP O 1 v v v =¥ P v
o 14:00 15700 16:00 17°00 21:00 2300 24100
IDL1_frl Triclosan-methyl, *3C,,-TCS-methyl, p-Terphenyl-d;, IDLL_frl 46-Triclosan, 46-TCS-methyl
, ; ‘miz 302 ! ea46-methyl
gl o ik T U f1 miz 372
b e R i ¢ Ko ‘ ;
<=46-methyl miz 874
g miz 252 ' !
m/z 322
jit= c,, miz 314 " <46-methyl
SO ;::13 = /1 m/z 358
Ci, miz 316 L / «46-acetyl
=Fto) o & .
™ miz 264 s e s F R Cf_4-:§. N izeg0
p-terphenyl-d14=>! | miz 244 ; | le46tagetyl |
' 13700 ' 1400 o 17:00 ' h 18:00

2 IDLAERFD 7 v~ K27 F (1 ng/mL)
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(# 12) MDL KO MQL 1%, BRES ML FEWEREFEERAI Mo Tl (OF
2143 A)Ickh ., £4 oLtBVEHLE, £72. K3 (Z MDL #l]
ERfO 7o~ 7T hER LTz,

# 4-1 MDL KO MQL OB HFER (WEK)

KA TRy 87PN AT e
(TEFVAE) (TFVAK) (TEFVA)
Aok K HEK HEK MK MK
AR (L) 1.00 1.00 1.00 1.00 1.00
FEHERINE (ng) 0.400 0.400 0.400 0.400 0.400
AUBHELRLIR . (ng/L) 0.400 0.400 0.400 0.400 0.400
ot B (mL) 0.2 0.2 0.2 0.2 0.2
TN BE (ng/mL) 2.00 2.00 2.00 2.00 2.00
HEEFEANE (UL) 2 2 2 2 2
BAET T > 7 ) (ng/L)*1 N.D. N.D. N.D. N.D. N.D.
RN (ng/L)*2 0.228 - - - -
FEH 1 (ng/L) 2.01 0.373 0.583 0.379 5.27
& 2 (ng/L) 2.03 0.379 0.639 0.312 5.23
FE4E 3 (ng/L) 2.05 0.432 0.627 0.344 5.05
FEHE 4 (ng/L) 2.02 0.464 0.732 0.452 5.48
it 3 5 (ng/L) 1.99 0.444 0.779 0.359 5.15
i F 6 (ng/L) 1.86 0.446 0.670 0.325 5.09
FERE 7 (ng/L) 1.92 0.396 0.785 0.314 5.01
i34 8 (ng/L) 1.99 0.376 0.604 0.351 4.82
F-HIE (ng/L) 1.983 0.4137 0.6773 0.3543 5.138
TEHE(F 2 (ng/L) 0.0635 0.0368 0.0785 0.0457 0.199
MDL (ng/L)" 0.24 0.14 0.30 0.17 0.75
MQL (ng/L)"™ 0.64 0.37 0.78 0.46 2.0
SIN k. 250 51 42 25 320
CV (%) 3.2 8.9 12 13 3.9

*1 B~ R U 7 ZAD BB IR REE TR OBEEITOIIE L7 O FAME (n=3)
*2: MDL % HHREHIIEHEZ TN L TR WIREE TE N D IREDOFHIE (n=2)

*3: MDL =t (n-1, 0.05) % 6,4 X 2

*4: MQL = 6.1 x 10

*5 M U T ER-BC, (e A — ) OEILE (%) : 50 ~ 62

94



7 4-2 MDL KON MQL O HIFESR (A )

4-Junhy 6-7rmh) 4,67 Jmruhl) 4,6-77 Jru bl

MBI P D T DI R T DTt
vt MK MK MK HEK HEK
AEHE (L) 1.00 1.00 1.00 1.00 1.00
TEHETRINE (ng) 0.400 0.400 0.400 0.400 0.400
AREHETLRE (ng/L) 0.400 0.400 0.400 0.400 0.400
A& (mL) 0.2 0.2 0.2 0.2 0.2
IR FE (ng/mL) 2.00 2.00 2.00 2.00 2.00
HEFE AR (uL) 2 2 2 2 2
BETZ v 7 ¥ (ng/L)™ ND ND ND ND ND
TN (ng/L)™ 0.228 - - - -
fiE 5 1 (ng/L) 0.414 0.462 0.575 0.559 3.46
FEE 2 (ng/L) 0.422 0.502 0.605 0.528 3.30
fiti 4 3 (ng/L) 0.461 0.514 0.671 0.652 3.41
R 4 (ng/L) 0.565 0.608 0.800 0.839 4.15
fi& 2 5 (ng/L) 0.440 0.535 0.737 0.600 3.55
fi# 5 6 (ng/L) 0.579 0.748 1.08 1.30 3.33
FEE 7 (ng/L) 0.569 0.643 1.08 1.17 3.87
F55- 8 (ng/L) 0.438 0.520 0.552 0.475 3.74
FHIE (ng/L) 0.4859 0.5666 0.7626 0.7652 3.601
YRR ZE (ng/L) 0.0720 0.0939 0.213 0.311 0.297
MDL (ng/L)"® 0.27 0.36 0.81 1.2 1.1
MQL (ng/L)™ 0.72 0.94 2.1 3.1 3.0
SIN k. 140 140 87 190 490
CV (%) 15 17 28 41 8.2

*1:
*2.
*3:
*4;

Bt~ b U 7 2D HH 2y IREE THURFERR OB EZATWRIE LZEO A (n=23)

MDL i HHFEHTAEREZ I L TR VIRIE CTE N DB E DM (n=2)
MDL =t (n-1, 0.05) X Gp.1 X 2

MQL = opq % 10
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7 4-3 MDL KON MQL O HFESR QAR BE A

SHE A IR a8 AT
(TEFVE) (Vg (TEFK)
Akt FINAK WA K 17K 17K
AEkE (L) 1.00 1.00 1.00 1.00 1.00
FEAERIN &L (ng) 0.400 0.400 0.400 0.400 0.400
AUBHELELIR S (ng/L) 0.400 0.400 0.400 0.400 0.400
ot g (mL) 0.2 0.2 0.2 0.2 0.2
TN B2 (ng/mL) 2.00 2.00 2.00 2.00 2.00
PEEEAE (UL) 2 2 2 2 2
BIET T v 7 FH¥ng/L)™"  ND ND ND ND ND
SR (ng/L)™ 0.179 - - - -
FER 1 (ng/L) 253 0.616 0.746 0.451 5.12
fE S 2 (ng/L) 2.49 0.491 0.681 0.351 5.41
FEH 3 (ng/L) 250 0.494 0.710 0.397 5.59
FEH 4 (ng/L) 2.41 0.485 0.655 0.367 5.58
FER 5 (ng/L) 2.56 0.513 0.817 0.456 5.12
it 4 6 (ng/L) 2.45 0.601 0.747 0.475 5.23
HE 5L 7 (ng/L) 2.43 0.550 0.725 0.423 5.23
it 8 (ng/L) 2.45 0.610 0.827 0.485 5.27
FHIME (ng/L) 2.478 0.5450 0.7385 0.4263 5.317
R 7= (ng/L) 0.0509 0.0569 0.0602 0.0501 0.188
MDL (ng/L)™ 0.19 0.22 0.23 0.19 0.71
MQL (ng/L)"™ 0.51 0.5690 0.60 0.50 1.9
SIN k. 160 60 75 51 220
CV (%) 2.1 10 8.2 12 35

*1: ik~ N U 7 2D BT VREE THUL RSO BAEZ 1T OIIE L 7B O F-EME (n=3)
*2: MDL i FHREHTHEHEZ IR L TR UVIRIE CTE N DB E DM (n=2)

*3: MDL = t (n-1, 0.05) X 6.4 X 2

*4: MQL = 0,1 x 10

*5: M) ot TEFME-2Cr, (Fu A — 1) DEILE (%) : 65 ~ 76
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*1:
*2.
*3:
*4:

7 4-4 MDL KON MQL O HFESR GRrJHZKRBE A

4-7muh)  6-JmreN)  4,6-Y Jenb)) 4,6-Y Jenh)

KB pepts ek ok GeRdR) seramn
v 17K {17k )R {17k {117k
AEkE (L) 1.00 1.00 1.00 1.00 1.00
FEAERINE: (ng) 0.400 0.400 0.400 0.400 0.400
AUBHELELIR S (ng/L) 0.400 0.400 0.400 0.400 0.400
&R (mL) 0.2 0.2 0.2 0.2 0.2
BRI FE (ng/mL) 2.00 2.00 2.00 2.00 2.00
HEEFEANE (UL) 2 2 2 2 2
BiE7 7 v 7 F¥(ng/L) ND ND ND ND ND
Y (ng/L)™ 0.179 - - - -
FESR 1 (ng/L) 0.413 0.423 0.529 0.424 3.48
FEH 2 (ng/L) 0.355 0.397 0.537 0.571 3.32
5 3 (ng/L) 0.364 0.412 0.500 0.388 3.60
FEH 4 (ng/L) 0.328 0.387 0.419 0.357 3.62
FEHL 5 (ng/L) 0.413 0.521 0.581 0.496 4.18
#5256 (ng/L) 0.393 0.443 0.507 0.415 3.85
FESE 7 (ng/L) 0.395 0.434 0.524 0.460 3.98
#E5- 8 (ng/L) 0.407 0.472 0.585 0.417 3.24
YEIfE (ng/L) 0.3835 0.4362 0.5226 0.4412 3.657
AR 7= (ng/L) 0.0312 0.0436 0.0521 0.0673 0.324
MDL (ng/L)" 0.12 0.17 0.20 0.25 1.2
MQL (ng/L)"™ 0.31 0.44 0.52 0.67 3.2
SIN k. 08 90 47 55 310
CV (%) 8.1 10 10 15 8.9

Bt~ B Y 7 2ADBDTRIREE THRUZFER O BAEZATWRIE L 72O EE (n=23)
MDL FHHFEHIEREZ RN L CTORVREETE ENDIREDOFEEIE (n=2)
MDL =t (n-1, 0.05) X Gpy X 2

MQL = o, x 10
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JA%h : MDL_Sea 2ppb_1

[avbra] vl : tEXHE®

o nn]—E 441605472 - 0
. 11145 1T ez 2212 41111019 33131 355 1443 1151523 1542 160616161642 1705 1737 181151883 181902 1922 1947
171s [ T etletes i e -0
1303
2300 | 1219 [} el R
N Joty iy 1303
m/z 310 2212%? 1304
- 127 J 1511 S
1226 15
BNWAL VS
e }% C,-M7ehvifh miz 314 »
; - 1 : 566 - 0
1304} g 7EFV miz 288
5288 AR \ T
1303
1219 —13Cyo-}) Iut/ 7 miz 300
£:300 - L
1542 16- l4-ynob) ity F miz 338
7333 A JL A U Mm“ . T FERET TR PP - o
i
4-,6- Junh)yeu7efv 1l miz 324
B:324 324
w1
—4,6-v" Jun b sty iFy mfz 372
: i 372
9372 686 - 0
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- A S
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1120 1226 /L 1355
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RT-—> 1100 1200 1300 1400 1500 1600 1700 1300 1200 2000
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Dbzl vl - fErHE®

rooly 440547104 - 0
1T [LEA1AE TIATIH 2092121 29T AN A SA31865 142614449 1151523 111G 6AENGA 1642 11708 1738 181118518180 902 1922 19852 0
: N . =
1303 23817 -0
2:300 H 19510 300
: \ | R
SAS V25 1303
mz 3021, l\ 161242
2302 i Sans -0 -
1226 15
1o Jk C M3 miz 314
4314 - S5 4
PN Jugv eV miz 288
cogp D4 1126 1M20171213 12322681 3113261 051350 41421 14515031521 LS,
i 1 . 1 32817 -0
12:03 .
<13C -1 7/ 7RV miz 300
£:300 1980 200
i 2073 - 0
16- L4-ynoh))udvif miz 338 1308
. YN UYL [T DPPPTOPI 1.
y " - [XURHPR TR RRLY TN T
7338 2136 - 0
4-,6- Junh)yeu7efh Ll miz 324 eferge
’ 1495 161512 e -
8324 2168 - 0
1 4,6-v" yanb)yotsiFhv - miz 372
y A . L
9372 i TagE - 0o
1 4,6-v" Jmo b))ty 7eFy miz 358
11:20 1250 16:33
10:358 +— e 8 353
1250 146321 -0
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_
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Bk o)
R R I D He R ORI P 2 52 510 MR 2R 5 IR LTk,
# 5-1 AR RE DR K O A
. A (AJA)
AR £k
T TCs- 4-TCS- 6-TCS-
(Cy (ng/mL) TCS-Me Acetyl 6-TCS-Me  4-TCS-Me Acetyl Acetyl
1 0.02 0 0.00990 0.00026 0.00734 0.0331 0.00336
25 0.05 0.0406 0.0571 0.00071  0.0426 0.0580 0.0378
5 0.1 0.103 0.116 0.00946 0.108 0.0922 0.0834
7.5 0.15 0.1349 0.144 0.0136 0.140 0.111 0.110
10 0.2 0.185 0.223 0.0166 0.191 0.214 0.229
50 1 0.947 1.08 0.0949 0.970 0.907 1.09
100 2 2.07 241 0.174 2.14 2.02 2.62
150 3 2.56 2.96 0.256 2.79 2.63 3.31
200 4 3.94 4548 0.453 4.16 3.69 5.34

*1 0 AJAKTRIBDSENE (A) 1 Y 77— N NG fE (A

* Yo — NNEERE 50 ng/mL, 6-}% TN 46-TCS-Me DA T Z 7 g v LIIEH L7=D T, W
FEAE p-& — 7 = = )l-dy, TER LT,

# 5-2 FREAEIEORR LI K O E AL

A (AJA)

P,

(Cs) (ng/mL) IRCLE 46-TCS-Me 42;(5' Dichlorophene Hexaz:leorOP 13(25:-81-58- p-Ter(?Senyl-

1 0.02 0.00062 0.00523 0.0292 0.00328 15473024 80401189

2.5 0.05 0.00454  0.0310 0.04449  0.0199 14363156 77031439

5 0.1 0.00898 0.0725 0.0732 0.04545 12790326 73354830

7.5 0.15 0.0126 0.0952 0.0952 0.0611 16044220 79387202

10 0.2 0.0173 0.149 0.121 0.0959 11628050 80105947

50 1 0.0995 0.736 0.469 0.433 14743880 83227741
100 2 0.188 1.67 1.07 0.851 11081138 68826182
150 3 0.253 2.246 1.80 1.545 16332799 86357968
200 4 0.384 3.40 2.37 2.04 10649430 70809788

*1 0 AJAT GBS EAE (A 1 B 77— b PRS2 (As)

*2 Yo A— FNEERE 50 ng/mL, 6-}2 TN 46-TCS-Me DA T Z 7 g v LIIEH L7=D T, W
’t%@ p'&‘_‘7:1:;/1/-d14 TE% L/7L:O
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Area/Area
N
n

Area/Area

4.5

35

2.5

Area/Area

15

0.5

25

Area/Area

15

0.5

0.5
0.45
0.4
0.35
0.3
0.25
0.2
0.15
0.1
0.05

Area/Area

X 5

1 2 2 a
[ ]
[ ]
L)
[+
1 2 3 4
o]
/
o,
1 2 3 4

1 2 3
Conc./Conc.
.
0 1 2 3
Conc./Conc.

50 100 150 200

R 18 (10-200 ng/mL), A1) @ (K £ I(1.0-10 ng/mL))

Mk (ZEX

o

TCS—-Acetyl
y=1.0964x+0.0074
R*=0.984

ATCS-Me
y=0.9488x+0.0028
R?=0.9842

@6-TCS- Acetyl
y=1.2974x+0.1274
R?=0.98

Q4-TCS-Acetyl
y=0.9023x+0.0505
?=0.9937

O4-TCS-Me
y=1.0115x+0.0218
R?=0.9907

46-TCS-Acety
y=0.836x+0.0639
R?=0.9905

ODichlorophene—
Acety

y=0.6085x+0.0753

R*=0.9952

A Hexachlorophene
—Acety

y=0.5221x+0.0722

R?=0.9913

©®6-TCS- Mel

y=0.1079x+0.0213

R’=0.958

0Q46-TCS-Me

y=0.0924x+0.00004

’=0.9892

250 (ng/mL)

Area/Area

Area/Area

AreafArea

Area/Area

0.25

0.2

0.15

0.1

0.05

0.25

0.2

0.15

0.1

0.05

0.25

0.2

0.15

0.1

0.05

0.14

0.12

0.1

0.08

0.06

0.04

0.02

0.03 0.1 013 02
/
/

0.05 0.1 0.15 0.2

Conc./Conc.

/

L]

°

0.05 0.1 0.15 0.2

Conc./Conc.
25 5 75 10

TCS-Acetyl
y=1.1075x+0.0054
?=0.9797

ATCS-Me
y=0.9317x+0.0004
R’=0.9849

0.25

O6-TCS- Acetyl
y=1.1427x+0.0262
R?=0.9307

@4-TCS-Acetyl
y=0.9073x+0.0073
R?=0.9078

0.25

O4-TCS-Me
y=1.0062x+0.0069
R’=0.9882

46-TCS-Acety
y=0.763x+0.0088
R?=0.9869

ODichlorophene—
Acety

y=0.5097x+0.0196

R’=0.9984

A Hexachlorophene
—Acety

y=0.4915x+0.006

R’=0.9876

©®6-TCS- Mel
y=0.085x+0.0004
R*=0.974

0O46-TCS-Me
y=0.0896x+0.0005
R’=0.9933

(ng/mL)

(K TFTBEOHRT7T 7 g 1T, N p-Z—7 = =/l-dy TER)
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(e~ b7 TA)

st2.5_fr2  Triclosan, 13Cy,-TCS. p-Terphenyl-d,,

st2.5_fr2

Triclosan-methyl, 3C,,-TCS-methyl, p-Terphenyl-d,,

i< . omiz 288 R T‘I miz 302
i m/z 290 « miz 304
" =
m/z 218 = m/z 252
aang, o : G, miz 314
' @anc, miz 302 & ey miz 316
I e
[1¢arc, miz 230 N miz 264
p-terphenyl—d14E>.'-.' miz 244 p-terphenyl-d14=> miz 244
" v I S YL e s wy SN
13700 14100 13:60 ) 14:00
st2.5_fr2  4&6-Triclosan, 4&6-TCS-methyl, p-Terphenyl-d,, st2.5_fr2  46-Triclosan, 46-TCS-methyl
.. methyl ., i <46-methyl
(a6 4o || m/z 338 g
<6 4> miz 336 <<46-methyl R JTiZe3T4
miz 286 ks
<6 4=
Acetyl /z 322
4 g <46-methyl me
4! g miz 324 - . / ;
. ; = ' <46-acetyl Mz 358
4 | =6 |
m/z 322 "
) S «46-acetyl
4% <6 m/z 252 ] Y miz 360
'-'.C:'p»terphenyl-dlél m/z 244 . @A46-acetyl m/z 286
i Wil v v TR v ¥E .
1400 " 15:00 16:00 ' 17:00 18:00
. st2.5_fr2  Dichlorophene, p-Terphenyl-d14 st2.5 fr2  Hexachlorophene
I =) m/z 268 | miz 406
II !
| |
| | | |
= f il e
: |} 90 p W i I
m/z 270 .I
= m/z 408
<=p-terphenyl-d14 miz 244
=
B ST, A v v v - Y g W v v
1400 15700 16:00 17700 21:00 " 22:00 23:00 2400
st2.5_frl 4&6-Triclosan, 4&6-TCS-methyl, p-Terphenyl-d,, st2.5_frl 46-Triclosan, 46-TCS-methyl
. methyl e B i <246-methyl -
|6 4= m/z 338 11 miz 372
<6 4= = e TR " am_
m/z- 336 <<46-methyl m/z 374
m/z 286
(76 4= Acetyl miz 322
* e <46-methyl
4o =6 miz, 324 i ; i
== =46-acetyl Mz 358
4|:> - _IC’G fTI/Z i - A
1 U u % naw . (R R
5 .. miz ) i Ll m/z 360
) A 6 = " .
| <3p-terphenyl-d14 miz 244 =46-acetyl
Za o = Y > i x ;
’ 15:00 16:00 17%60 !

6-1

U % 7 F AL LT B A D 7 o~
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st50_fr2  Triclosan, 13C,,-TCS. p-Terphenyl-dy,

v
13700

née

m/z

288

st50_fr2  Triclosan-methyl,

13C,,-TCS-methyl, p-Terphenyl-d,,

302

" pterphenyl-d14=>

st50_fr2  4&6-Triclosan, 4&6-TCS-methyl, p-Terphenyl-d,,

<6 4=

b6 4=

methyl
<=6 4 |

252

(<6 Mz
|1 <ap-terphenyl-d14 m/z 244
P, AT il v v -
1400 15:00 16:00 '
st50_fr2  Dichlorophene. p-Terphenyl-d14
= || miz 268
II
= m/z 270
<Fp-terphenyl-d14 m/z 244
| S v v v
" 14:00 15:00 16:00 17:00
st50_frl  4&6-Triclosan, 4&6-TCS-methyl. p-Terphenyl-d,,
) T methyl .
o6 4o B m/z 338
m/z 336
<6 4=
m/z 286
<6 4= Acetyl
4> <6/ miz 324
4= <6 m/z 3_22
Al _miz 252
; : 4 &6 "
| '.C:'p-terphenyl-d14 miz 244
o 0 4 v y .
14:00 1500 16:00 '

6-2

|\ «<46-acetyl

| <46-acetyl

cz, m/z
miz 290 “ miz 304
m/z 218 < m/z 252
1w <a18C T - (= 2
' 12 miz 300 @nc, miz 314
are, miz 302 & ey, miz 316
i <&Bc ) &8¢
12 miz 230 \ 2 miz 264
“miz 244 S o
z p-terphenyl-d14=>| | miz. 244
V. i v . S AR it
1%:00 ' 13:00 14700
st50_fr2  46-Triclosan, 46-TCS-methyl
''''' | <=46-methyl -
m/z 338 I8 7 miz 372
m/z 336 46-methyl m/z 374
Acetyl m/z 286
ce iz 322
ik o <46-methyl mz
4 |16 miz 324 : —
) U — || <46-acetyl Mz 358
4= =6
| m/z 322

406

408

372
374
32

358
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4%k 1 Triclozan_ Bmix
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JA%k 1 Triclosan-TMS1 2ml
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J#%b = HxGPOIGP_acetyl 500ppb
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(FMENXEAER)

7K KON 7K~ D EEVEMVE IR IR B G R & 3R 6 1R,

K6 EINEI ARG R

A . Fi HH LLVARS
. REE BINE . RO ENR
W4 RE B if:i;ﬁ “(f”)i i i @(’jﬁf g{%ﬁ; g R
% 9 (ngiL) (o)
Wk 2 1000 0.0 0.23
NEALV i 50~62
WK 7 1000 2.0 1.98 99
Moy WK 2 1000 10 10.0 100
N 7y AV K 2 1000 10 9.9 99
6-7nn ) Jugy A WK 2 1000 10 11.0 110
4-yuu b yuty A Fn WK 2 1000 10 11.0 110
4-Juu}) juady Wk 2 1000 10 6.5 65
) 79~100
6-7nn ) gy WK 2 1000 10 9.9 99
4,6-" Jen M) udyAFY HEAK 2 1000 10 10.0 100
4,6-7" Jnn ) oty WK 2 1000 10 8.7 87
ATV EY WK 2 1000 20 24.0 120
N VELVEY WK 2 1000 20 22.0 110
FE=-w & A ) I ' fan I ZEE) ek -}
W'E 4 HEL Bk & & B (%) R AR
¥ (mL) (ng) (ng/L) (%) (%)
K7 1000 0.0 0.18
NPAE M i 65~76
WA 7 1000 2.0 248 124
NYEE M WA 2 1000 10 11.0 110
ALY VIS K 2 1000 10 11.0 110
6-7un ) yuty A Fy kK 2 1000 10 120 120
4-Jon M) Juady 4 F Wk 2 1000 10 100 100 26100
4-Jun ) juty K 2 1000 10 100 100
6-7nn b yuyy K 2 1000 10 100 100
4,6-" Juuh) yeds i Fy pIAK 2 1000 10 8.3 83
4,6-7" Junh) ey A 2 1000 10 9.4 94
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(53fEER 7 Y — = JRER)
IFRYEA 7 ) —= U TREREZRTIR LTz, U 7 a3, 03 o pH Ik,
KOBARET « BEETIC BV T HafREIT R bR o T,

®T RYER T Y —=2 FEBRiER
WIHAERE 1R 1R ORTEE (%)

_ o
i S e

5 110 110 -

/A =57aN 7 2 0.01 120 110 99

9 120 110 -

5 110 100 -

M)ty A 7 2 0.01 110 110 97
9 110 100 -

5 98 100 -

6-7un ) Juty AT 7 2 0.01 120 99 120
9 110 120 -

5 100 92 -

4-ymn b ey iy 7 2 0.01 100 98 91
9 110 100 -

5 100 98 -

4-yun by 7 2 0.01 100 100 100
9 110 98 -

5 100 97 -

6-/nu ) Juy 7 2 0.01 100 98 91
9 100 95 -

4,6-7" Joul) joty > o 86 )
E 7 2 0.01 95 96 86
9 99 94 -

5 93 87 -

4,6-7" Jun ) oty 7 2 0.01 91 92 86
9 100 89 -

BCu- b U 7 a ¥ ORI : 85~96%( pH5). 73~89%(pH7). 73~90%(pH9)
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HEICEBWTRAIIR SN oz, HEKFIZE T 23BRICOVWT, 1 9 1R
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=k %ﬂﬂ;ﬁ FRATHE (%) VLV
W'E 4 Fawslt B RE EIYEs
¥ (ug/L) OF 1H 7H 10H (%)
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17K 2 0.01 — 110 — 70
U owai
Y K K (BT 2 0.01 — 110 — 59
HEK 2 0.01 100 — 71
7K 2 0.01 110 — 110 —
) yuty A F
MR HEK 2 0.01 99 — 79
7)1 7k 2 0.01 120 — 93 —
6-7un M July i
il HEK 2 0.01 110 — 89
apl 2 . — —
aon b et g0 {EU [k 0.01 100 99
17K 2 0.01 110 — 89
- 79-100
aon oty K 2 0.01 100 — 89 —
17K 2 0.01 65 — 40
K 2 0.01 100 — 94 —
6-7un N Jaty
ey HEK 2 0.01 99 — 110
. 7)1 7k 2 0.01 83 — 90 —
4,6-7" Juuh) ety pEn
7R HEK 2 0.01 100 — 85
. 7)1 7k 2 0.01 94 — 92 —
4,6-7" Jun ) juiy i
7 7meb)red HEK 2 0.01 87 — 120
V7Y HEK 2 0.02 120 — 110
S VAEYEY 17K 2 0.02 110 — 190
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J#ub ¢ Triclosan Bmix

BnzMr7e] v FERHESY

[100)

14‘47 15.Jm 192390 - 6
] kUSRS miz 288 j [\
1:280 [0] 1242 1504 1545 1651 1759 208
.‘2'42 sz 47360 - 6
J\hlacu-hu’m&p m/z 300
1448 1610
2300 | I 300
1241 1862
j LR BHYAF )L miz 302
e 054 1446 1510
302 ‘\QIED T 302
ercu-wanﬂyx—‘r» m/z 314
4314 T Mﬁﬁdfﬁm‘1
17£C- ‘Eﬁe-wauﬁp 1752m/z 324
B i 1500 TG E o
14.6- " 4-k)H O AF )L miz 338
J 1651
G:338 338
17"59«—4,6-I~')’]ﬂ_§3“/ m/z 3585°% -8
1702
1144 1326 15[1\2
e 1ﬁA52 118400 - 6 B
J\q,e-h'wnﬂw;» miz 372
8372 T T T T T T T T \372
RT--> 1100 1200 1300 1400 16500 1600 1700 1800 1900 2000

X 12
71 2 : SLB-5ms

BEEEAN L8
(30 m, 0.25 mm, 0.25 pm)

Eoru<x N7 T 5

SRS - 50°C(21 min, hold) — 30°C /min — 200°C — 5°C /min — 300°C (5 min, hold)

HEADRE : 250°C

240k ¢ Triclosan-Acetyl AAT

X 13 MKEERICE DT BT L LG ED s a~ N7 T A
#7 A :SLB-5ms (30 m, 0.25 mm, 0.25 um)
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22Uk ¢ Triclosan-TMS1 2ml
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15-1 1%, Sep-Pak Plus 7 12 U <°/1(910 mg) % H\ N CTEBE MRV DI IR A& 7
V=27 v P LRI ANZ —2Th D, ) 1mL TH T AZARTE, ~F
v12mL, YT F LT —T L[ ~FH 2 (15:85) 28 mL TIAH S H, ZZFi4mL
SONM Uz, TeFMbRIE, P F e —T %Y (15:85) -7 T F v =
N, AFMRIIAT Y -7 5 7 g VITEICE L,

WIZ ~FP -7 T 72 a20mL & LTEDFEICORL7Z0MK 15-2 (2
RLTERRTH S, 46-F) 7o NS -7 77 29 BT 508,
AFH 12 mL TAFIUBERER T2 b, ~FH-T7T 72912
mL) % X FIALIKRSHT IS, P2 F I m—T L ~FHY 2 (15:85) -7 T 7 g
(12 ML) % 7B F IULESHT L, Yraa A X o f~FH o 13) -7 577 a v
(12mL) =Tl eE 32028 & L,

Sep—Pak Plus Florisil 910mg

100 | | ©13C12-TCS-Acetyl
BTCS—-Acetyl
80 [ | @4-TCS—-Acetyl

m6-TCS—Acetyl

60 - ®W46-TCS-Acetyl
< ODichlorophene—Acetyl
o~
< 40 - OHexachlorophene—Acetyl
20
o ‘ ‘ _u ‘ ‘ .0,
A e e e e o g
Qo? et W et NSEPN | N g Kot aet aet”
2o a0 ol ol ol ol
< < s <& vz g
Sep—Pak Plus Florisil 910mg
100 r ®13C12-TCS-Me
ETCS-Me
80
06-TCS-Me
60 m4-TCS-Me
;\S 40 |- B46-TCS-Me
Op—Terphenyl-d14
20
0
N A . a *q,«\\ < . ae *q,«\\ Ot e o e
Qo? e N et |\€\° - |\e\e - \e\e*/ et \e\e*' \e\e-*/
a0 a9 ol ol ol ol
< < ?}.{L (,/\.‘L (,}'L Q}‘L

15-1  Sep-Pak Plus 7 = J 22/1(910 mg) DI H /% — 2 1
BB TREFRIR, TEB: ATFURIR
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Sep—Pak Plus Florisil 910mg

100 |- | D13C12-TCS-Acetyl
mTCS—Acetyl 1
80 [ | @4-TCS-Acetyl

m6-TCS—Acetyl
60 || m46-TCS-Acetyl

ODichlorophene—Acetyl

(%)

40 |

OHexachlorophene—Acetyl

o Lo S .I[I.. 1l
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Qo7 WO AT ot T 0o et et et et wett O e
I
¥ ©
Sep—Pak Plus Florisil 910mg
100 m13C12-TCS-Me
BTCS-Me
80
06-TCS-Me
60 m4-TCS-Me
) m46-TCS-Me
S 40 -
Op-Terphenyl-d14
20
o

0 L L L
W 0 o o e o

@ @ q;(\\ f3,<<\\ o Q
NANS o+ e s 5 A A A A 9 « T
Qo e e e A\ e \)\e;c» Y\e;f» ‘?\e’+ wet \)@;L o /\0 o (e
20 e
<

15-2  Sep-Pak Plus 7 =1 1) 3/1(910 mg) DIEH /N —1 2
EEB T RFBIK, TE AT RIK

(BREFEED 2 H741)

WK KON IR ZRE LI 2 A, FU 7 a o p3fKH 0.23-2.2 ng/L, {#])1]
AH0.18 ng/L XX 1.1 ng/L, R~ U Z ¥ AF U)K F 0.75 ng/L, 4-7 =
2 hY 7 et nEAKF19ng/L.6-7 v Y 7 aH XA F UK 0.39-1.5
ng/L. {")II7KH1 0.32 ng/L &1 0.34 ng/lL, KO 7 mr 7 = 3K 3.2 ng/L
R S 7o, 16 (KRR E ] 2 7= LT,
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1500
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5-Chloro-2-(2',4'-dichlorophenoxy) phenol ( Triclosan )

This method provides procedures for the determination of 5-Chloro-2-(2',4'-
dichlorophenoxy) phenol (Triclosan) in water samples by gas chromatography/mass
spectrometry with selected-ion monitoring (GC/MS-SIM). A water sample (1.0 L) is
spiked with a sarrogate (*3Cio-triclosan and *3Ci,-triclosan-methyl, 10 ng each), and
added 5 g of potassium carbonate and 10 mL of acetic anhydride. Acetyl derivatization
is completed by mixing for 30 minutes. After reaction, a water sample is extracted by a
C18 cartridge column (HF BOND ELUT C18 0.5 g). The cartridge is centrifuged at
1500 rpm for 10 min, then eluted with 30 mL of hexane. The eluate is dehydrated with
anhydrous sodium sulfate and concentrated to about 1 mL under the nitrogen stream.
The concentrate is applied to a florisil cartridge column (Sep-Pak Plus florisil 0.61 g),
and washed with 2 mL of hexane, at this time about 3 mL of eluate is discard, then
eluted with 12 mL of hexane (fr.1), eluted with 12 mL of ether/hexane(15:85) (fr.2), and
eluted with 12 mL of dichloromethane/hexane(1:3) (fr.3). Each eluate are concentrated
to 0.2 mL under the nitrogen stream. Finally this concentrate are spiked with an internal
standard (p-terphenyl-dy4, 5 or 10 ng), and measured by GC/MS-SIM. The instrument
detection limit (IDL) is 0.12 ng/mL. The method detection limit (MDL) and the method
quantification limit (MQL) is 0.24 and 0.64 ng/L, respectively. The average of
recoveries (n=4) from 10 ng triclosan added water samples (river and sea water) was
100-110%, and the relative standard deviation was 5.27%. Using this method, the
triclosan was detected range of 0.18-1.1 ng/L in the river and 0.23-2.2 ng/L in the sea
water samples, respectively.

Water sample Acety Solid phase
T derivatization extraction
1L sarrogate 59 K,CO4 HF Bond Elut C18
(Cyp-triclosan & 10 mL Ac,-O 20 mL/min
B¢ -triclosan-methyl 10 ng) 30 min <
L Centrifuge Elution Dry Concentration
1500 rpm, 15 min hexane 30 mL  anhydrous Na,SO, N, stream, 1 mL
L Column clean-up Concentration GC/MS-
T SIM
Sep-Pak Plus Florisil N, stream internal standard
Frl hexane 12 mL* 0.2mL (p-Terphenyl
Fr2 Et,0O/hexane(15:85) 12 mL -dy4 10 ng)

Fr3 25%DCM/hexane(1:3) 12 mL
*: first 3 mL of eluate is discard,
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