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246-tV7mu7 /) —)

2.,4,6-trichlorophenol
W4t 2,4,6-TCP

[NRUE D)
Cl
OH
C Cl
CAS &5 : 88-06-2
7713 T CH3CLO
(B EIR])
e W HuE BAIE KEME  log Po
TN ) °C) hPa(76.5°C) (g/¢2)
197.44 1 2462 1.4901 2 1339 <0.1/100?  3.87%
195.9249 ' : ' '

[, FHz]

[

e TD: 7 b 374gkg 24F) Y, w7 R 882 gkg (24F) V
TDio: 77 b 441 gkg 24F) V. =7 R 441 gkg (24F) Y
LDso: 77 & 820mgkg”. +VY 454 mg/kg"

8 B mE LDso : b Y 700 mg/kg"

BEWENTESS  LDso: 7 v b 276 mg/kg”

(A&
Gekbffy, e, PR ORMAL) @

R

1) A LA E 2B AL > 2 7 A (kis-net)
2) Budavari, S.,(Ed), The Merck Index Ver.12:2

3) International Chemical Safety Cards ICSC1122

4) Al T3 Hh:
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2012年度の環境調査において、操作ブランクは分析機関間に差があり、
同一分析機関内でも安定していなかったので留意が必要である。
(2013年度精査等検討会コメント)


§1 a0 M %

(1) DHTEDE

ZYERRhcy e = FEEZRIML, A% 2 =V EIMATHREY F A4 A
2T\, XY — VB> S IREZ A~V IS B L TRAE L. RBEUK L
L+ bV azMA, WREET~FY VICHRAL CTHitd 2, 2oz
R L, Mgy = F Vv FVFEMRML T, PAA Y DT v, KED S
I FOVEHEMR(TCP-EtO) &2 N ¥ VICHAIA, WK T %5, ~FH VIEE 44% il
SUAFNAITLZUR TS5 7 40—k 7Y —v Ty T, NEEYE %
WML, GC/MS-SIM TE®RT %5, ZOTWEIE, Zofth 5 BEAR R HTIC
AP TH S,

(2) #AE - &R

[FA]
2,4,6-trichlorophenol
2,4,5-trichlorophenol

SCIL# X% /) —)VIEHE, 100 pg/mL, >98%
SCIL# X% /) —)VIEHE, 100 pg/mL, >98%

2,3,4-trichlorophenol : SUPELCO

2,3,5-trichlorophenol : SUPELCO

2,3,6-trichlorophenol : SUPELCO

3,4,5-trichlorophenol : SUPELCO

2.,4,6-trichlorophenol (*Cs, 99%) SCIL# X% ) — VI, 100 pg/mL, >98%
2.,4,5-trichlorophenol (*Cs, 99%) SCIL# X% ) — VI, 100 pg/mL, >98%
E7 x=)l-dy D ADGHTERE T 2g 8

XL ) =), ¥/ —)b, ~NF . EREEEGE - PCB il
Y, 7by, MLV

1% LR
IKEB{L A ) 7 L GBS
Wilgy =)L )

MK ~ ) 7 L DR EE R - PCB B % 600°C T 6 IFF

RINEVER . T g %

=X (Al NV AV

44% Wil v H 7L
FEHLK

PR R AR - PCB Bl %2 600°C T 6 IR}

RINEVER . T g %

CRDGHIBE T2ERL 74 & 3> VST
IMilli-Q KEANFH UEEH LD D

112



(e o 8]

(RHER)
246-FV7un7 /) — NN 245-FY7un 7 x/ —)id 100 pg/mL 5
U 2 BEHERE L T 5, 2D Y 7 aa 7 = ) — )V IFEHEYE %2 [FREIC 25.0
mg ®EORD, X% /7 —)L25mL IZVEME L. 1000 pg/mL OEEHEFK & 9 %, 15
JfE 2 A% 7 — )V CTIERAR L, AKIREGEE T 0.100~2.00 ng/mL., =ik
1Tl 0.100~50.0 ng/mL D EFHEHER & 5,

(Fru s — R

246-tV7an 7/ —)-BCg RN 245-F ) 7ana7 /) —n-bC D 100
pg/mL BEEHER % A & ) — )L CTHR L, 1000 ng/mL OFIIH S 1 47— b EHERR &
T %, BEGHEERFOY ey — N EOREIL 10 ng/ mL &7 5%, 2,4,6-F
Yyruu7x/) =LK 245- Ry 7uu7 /) —)Ui, FNFN246-FV 7
o7 x/ =B KO 245-F) a7/ =L 2yl — B L
L THERZERT %,

(NEEHERR)

WIEEHEYIE (€7 = =)b-dy) % 1EMEIC 200 mg EHELD . FLZ > T20 mL
& LT 1000 pg/mL OWEEHERGE & 3 5, WEEHERK Z F L v THARAR L |
1000 ng/mL D WNEEHEWE & 3 %, B HARMER O INIFHEIR IS 25 ng/ mL & T
5, 234-FV7unu7 =/ —)b, 235-r)r7un7x/—), 236-FV 70
07x/)—NLKN345-b) 7007 2/ —)VIFE T = Z)b-dy % WEEHEYPE L
L THERZERT %,

[FRE]
FEYFHAYF— R ool
SXHY— SRV T Y 7 AR
=8 —INR D70°C IZBATZ 20D
OVE P A7 A E 10mL, 50 mL
A — b 300 mL
FART7 5 X a 200 mL
u—F D [ERE 30 mm, 75 mm
k7w TER D F AT 5 2 a2l
HIAN—=F) Y 10mL ¥ A X
A=ty PHavy s D ERA—FY y CICH R D D
B AET 4 VT — P EEA—FY v PIEHTES LD
~frary)ry 210 ~ 500 pL

NA T SGCH 2.0mL A 7L
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(3) ahik

GBI D BB MR EESE)

BEEE LA EREEEHEEBOTE &) (P 21 4£ 3 H) @ TElRHE
B Ok D8, 1I2fE > TERILY 5,

(Rt BT AL B O GBI o Y ]

Ut R o 3L

VR 5.00 ¢ i DEICEDELD . Yrua s — FEERK (1000 ng/mL) 10.0 pL
ZIHRML, A% /7= 25 mLZMA. FELFA AL LB REMETS, #H
12, S TS P 2 17 o 782, 0 EE(3000 rppm, 10 min) L T, LA Z 57
Wa—F ACDET 2, BIEICAY 27—V 25mL 2MA,. BEREYFAL AL
O IRIERR L L #E02BE(3000 rpm, 10 min) L C, LA Z —[BIH Ol K %
Bl —F AL CGREADLY, Izt e 33,

BAER 7 = 7 — LB DI

HHRIC A Y ) — L2 M S S~y (X7 7 =LA~ H V) 10
mL ZAA, #&E I (10 min)L, FHET S5, X&) —IVEE~FH VEITHEL
7o, XY =)NE@EOsEe—F BIZBLT, ~IYUVEIIFEET S, 2
DAY ) —)VIBIZHE, A% 7 —)VER~NXY Y SmL ZMA, #RE I (10 min)
Th, XY= NVEENXHVEPTH L6, X%/ =V EZHa— 1 C
B LT, ~"X YV VEIRFERET S, e —F C It PV 7 AREZ 10%
IZFABL L 7oK RK 200 mL Z /2, 0.1 mol/L 3EM2C pH 3~3.5 ICFHHFE L, ~¥ ¥
YA0mL ZMAT, }REHAOmin) L, HET 2, ~F V2 EEKEITHEL 72
5. KEZZWHO—F DIZBEL T, ZHU~FH v 40mL 2IZ T, &KE H 10
min) L, FHET 5, ~FVVEEKEDTREL 726, KgzBEREL T, KO
—F CONFHUEERIC, BKEES Y ATHAKLZ2S, FAMT S
RAlZZI}5, n—F Y —INKRL—F—TH 8mL F CTIEEM L. 10 mL =
DE a IKBAL, PEDOT7XL by T7 7 RAaNEEZRHFL T, TNHBL AR
%,

(FEEALIERIE)

EELR I T mLIEMFEL 2% A% /=)L 05mL ZFML., 208, 0.3 mL
F ORI %, 222, 5%a7K 1 mol/L KIg{LA Y 7 L/ ) —)VIRR (1)
03 mLilZ, BCIRDIERE, MY 5L 03 mL 2L T, BHPPRH X
CHRDIBER %, EFEH(30 min). 5% 57K 1 mol/L KEE{LA Y 7 L/ ) —IVIETR
ZEDED 3 mL DHBED TIA, 70°C DFRTHhT 1 KR, 7oA ) ofiEd
% (FE2),
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R - B AE)

TIAY ofEs, FEEAK 4 mL RANFH >V 15 mLZMA, RV T v 7 AS
XY —T1oMiIRE I T 5, 2z OaREEB000 rpm, 5 min) LT, ~F 4
VIEZRTHL, HOE b IET, HE, ~¥ Y2 1.5 mL CREOEM EZ DK
L. "XV VER2SIL T, BMOEbICBT, WO b ICKEUK 5 mL %2 A,
FILT v 7AIFXFH—T 1 gREI LT, ~"FHUEE2AET S, Iz
DITEE3000 rpm, 5 min) L T, ~F YV EE L, #AKWER S Y 7 L THiK
LADBSmLE cIcBT, EOMEbZAFY > 0.5 mL T3 HYEH L. Wiz
MKERIE S V) 7 A THAKL B35 0E ¢ IWBAT S, KLY VE
ZEFELI T I mL ICHEMHT 5,

(29 —v 7y 7HME)

10mL A7 A —F U PIT44%mES ) A7)0 0.8 g% ~F 3 v CTleA7siE
L. AT L%2ET %, AL~ H v 15mLTarys4ya=rr7L, K
Pett DHTABE 2 AdL, HOE ¢ ZPEEONI YV THEHL 2B, ~F Vv 12
mL TAEHT %, BHE. EFXAMFTImL TTEML, SV R 47 E
L CNEEHER (1000 ng/mL) 25.0 uL (25.0 ng) 2RI L. B & 5,

[Z3AB DTN
EWHORD D IHBUK 4mL (K5t S0%HIY) & FTeT, [BRHORT
AT VBRI D RRI] OIUTHE > THRAEL . 155 417 BRI & 2B & 5

%,

GHE]

(GC/MS §4t:)

fold I e : GC: Agilent 7890, MS: 5975C

i 74 : Agilent HP-1, 30 m x 0.25 mm x 0.25 pum

h7 bt : 60°C (1 min) — 10°C /min — 120°C (0 min) —
5°C /min — 160°C (0 min) — 20°C /min —
300°C (0 min)

WA R 1 250°C

FVBHELA 71 P27y F LA (OS—PBHIAIR 1 min)

AR A D1l

-0 A :ANY 74, I mL/min (EiE)

A/h=7 2= A B : 300°C

A% : 280°C

AAACEE (AALLE =) 1 70eV
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[ fankanl : SIM

S BV D 2,4,6-M)7um7s)-h, 2,4,5-M)an7s) b, 2,3,4-})/mn
75)=b, 2,3,5-F)an7s/)-h, 2,3,6-M) 7007/ -, 3,4,5-
M yan7e/ - (ZFOLFEEMA L L CHIE)
miz=198 (GE=M). 196 (HEFRH)
2,4,6-N)7mn7s)-V-BCq | 2,4,5-M)7mn75)-)-1Cy

(ZF I ViEEMAR E L CTHIRE)

ml/z=204 CERM). 202 (fEZEMH) (13)
v’ 71b-dyo miz = 164

U ER)
flél % ORFTEAREER 1.0 mL 200 . [FEBlO T K OHABROHHE] o
AEMLERE) > & OR-RIMHERIE) ET2ITo 72D B . ZHUSHEEHERR (1000
ng/mL) 25.0 uL (25.0 ng) 2T %, Z DA 1 uL 2 GC/MS IZIFEA L THIE S
5, NRYWEORE LY v — M EDOREOL L NRYE O X F L iFEk
(TCP-Et0) D E— it & Y us — FMEO = FVFEEHERD ¥ — 7 HED Hd
SHEMEZERT 2, Yoy — M EPESNELEAICELTIE, NRYE
DT FIVEEEMR (TCP-EtO) O ¥ — 7 [l & NEHEYEH O ¥ — 7 HED ) &
HIRZEELT 5,

(E&)

ARBRE 1 UL %2 GC/MS IZIEA L, NRPE LY u 7 — M YWHOH{HZF ILViEE
Ko — 27wk 2»S ) 27ua 7 =/ —)L (TCP) oiiEZ KD %, yuiy
— MEDBES VLG AICE VLTI, BB 1 pL 2 GCMS ITTEA LYRY)
BT IVEEEM (TCP-Et0) & N EYH O ¥ — 7 i 6 MY 7uea 7
=/ —)L (TCP) DFEZ KD 3,

CREOHEH)
A DIREE C (ng/g-wet)lZ XU L D HEHT 5,

C=Cssx(As/Ass—b)/axv/V
C B O N RYE DIREE (ng/g-wet)

Css s us — FEOIRE (ng/mL)
As : BRI DRURL D B — 7 it
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Ass o ABERF OV v — FEO E— 7 HE
: WO — X [AH ol Z
D —RXFH o y Yk
;IR (mL)
: AUEHE (g-wet)

< = © 9

RIOMEIHE > T, LT OBUEZ T %,
Css =10 (ng/mL)
v=1.0 (mL)
V=5.00 (g-wet)
HIRSN
C=(As/ Ass —b) / a x 2.0 (ng/g-wet)
ThH b,

(ENEOEH)
ERRVERIRFIC R D 72 RRFis LBl ONEMEY)E O Y — Z71HfE e sy —
FE D E— 7D A AW CEINER Ris (%) 2 R X D EHT 5,

Ris (%) = (Ass / Ais) x (Qis / RRFis) x (100 / Qss)

Ass B oY ey — B O E— 7 HE

Ais ;BRI TR O WEEHEYE O E — 7 THIRE

Qis . WESEYE OB DIRIE (ng)

RRFis : ¥ua’7— FE & NEEYE L OMNERERE O 1E
Oss Y u— MEOREBIANDORIE (ng)

KOWEIE > T 5E. DT OBEZ T %,
Qis =25 (ng)
(= WL 72 NAZHER B DR (1000 ng/mL) x 7N L 72 WESHE B DR
= (0.025mL))
Oss =10 (ng)
(= WML 7Y a7 — bEDERE1000 ng/mL) x WINL 723 w7 —k
YE D% = (0.010 mL) )
HIRN
Rss = (Ass / Ais) / RRFis x 250 (%)
ThH5,
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(EEME TR{E (IDL))
ARIHTICHGT: GCMS O IDL 22 112737 (714, 5),

1 IDL OFEMFEER (= vasEk s LTlE)

P IDL ARl &R IDL ARHaRE
(ng/mL) (g-wet) (mL) (ng/g-wet)
2.4,6-F)7an7z) -l 0.038 5.0 1.0 0.0077
2.4,5-F)7aa7z)-h 0.037 5.0 1.0 0.0075
2.3.4-F)7aa7z/-h 0.040 5.0 1.0 0.0080
2,3,5-M)7an7z/-h 0.037 5.0 1.0 0.0073
2.3,6-M)7an7z/-h 0.035 5.0 1.0 0.0070
3,4,5-F)7ua7z/ - 0.036 5.0 1.0 0.0073

(S EOHRETIRME (MDL) ROERETIRME (MQL))
AMEHEICEBIT 2 MDL RO MQL ##£ 2 12T (1 5,6),

722 MDL KU MQL O HAER (=F ViFEMAE L L CHlE)

W4 GV S S AT R MDL MQL
1=
(g-wet) (mL) (ng/g-wet) (ng/g-wet)
2,4,6-M)7mu7x/) -k 5.0 1.0 0.012 0.030
2,4,5-M)7ma7x/ -k 5.0 1.0 0.011 0.027
2,3,4-M)7mu7x/ -k 5.0 1.0 0.0086 0.022
2,3,5-M)7mu7x/ -k 5.0 1.0 0.0092 0.024
2,3,6-M)7mu7x/ -k 5.0 1.0 0.0080 0.021
3,4,5-F)70a7xs/) -l 5.0 1.0 0.0081 0.021
T R

(1) 5%&7K 1 molVL KEB{LA V7 L/ % ) —)IViAHRIE, FEED 5%D ks
B TKIBILA ) 7 A BEBEI 5B, ¥/ —)ILT1 mol/L DIERE
%% X ) ICHET 3, 100%D Y ) —)VIRKR TR 2 & | FHEk
LA I AT 2 WETE DS 7 L A ) S IR I SE AT IARR L 72\,

(2) BLEOEBRIEZRVEIIC, 7))y TETHED 5,
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(73)

Y s — NWEOHERAA A ¥ miz = 202 1I2B\WT, EHEYE ORE
ME B E, RAT I T AV NI AW ERZRZTAZENHDL I L
5, Yus— N WEOE RN K OHER T O BRI A +15%D
NCEMTE 2 Hi[H CEEHEYE O iR EEHITH 2 & 9 72,

(7£4) IDL &, MU AP EBREIEBRHEFEOTL1 Z ) (FR 21 43 H) 12
STRIM L7, BHEREZE 3-1 kO#E 32 1, WERKD 7a<2 7
7Lz 1 IR,

(F#s5)  Pc 7BV u s — FEN R EERICO VT, NEEYE
ZHWTEHL 72,

(1#6) MDL KU MQL %, "t AWEEREIFEEFEREBOFI &, (FK 21
3 H) > THENL 72, BHRRZE 4-1 O 4212, WERD
rsa< b7 0%K2I1RT,

#3-1 IDL OFEEFER-1 (= FUFFEE L LTHE)

WRYIE 4 2,4,6-F) 70072/ -l 2,4,5-M)mn7z) -l 2,3,4-M) 7z ) -l

kR (g-wet) 5.00 5.00 5.00

AT (mL) 1.0 1.0 1.0

HEAMIRE (ng/mL) 0.100 0.100 0.100

PEEE AR (UL) 1.0 1.0 1.0

fEH 1 (ng/mL) 0.114 0.116 0.111

G 2 (ng /mL) 0.109 0.113 0.118

fEH 3 (ng /mL) 0.0928 0.102 0.120

fE9 4 (ng /mL) 0.0889 0.0943 0.104

fE W 5 (ng /mL) 0.0938 0.109 0.111

fEH 6 (ng /mL) 0.110 0.119 0.126

fEH 7 (ng /mL) 0.0982 0.0965 0.0952

SEYIfE (ng /mL) 0.1010 0.1070 0.1121

FEEHE(R 22 (ng /mL) 0.009850 0.009641 0.01030

IDL (ng /mL)"" 0.038 0.037 0.040

IDL alURHE L fiE 0.0077 0.0075 0.0080

(ng /g-wet)

S/N H™ 10 10 9.4

CV (%) 9.8 9.0 9.2

*1 : IDL = t(n-1,0.05) X0p.1%2
*2 : RMS HitH
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#3-2 IDL OFEHFER-2 (ZF VFEEMERE L CHIE)

WRYIE 4 2,3,5-Mymn7z )= 2,3,6-bV /a7 )- 3,4,5-h)/an7z) -l
RHE (g-wet) 5.00 5.00 5.00
AW (mL) 1.0 1.0 1.0
AR (ng/mL) 0.100 0.100 0.100
LEEFE AR (UL) 1.0 1.0 1.0

i F 1 (ng/mL) 0.110 0.0954 0.106
fEHR 2 (ng /mL) 0.114 0.0968 0.112

i F 3 (ng /mL) 0.121 0.0838 0.107
FE 4 (ng /mL) 0.107 0.110 0.106
fii ¥ 5 (ng/mL) 0.0960 0.0916 0.103
ik 6 (ng /mL) 0.125 0.107 0.127
ik 7 (ng /mL) 0.114 0.0935 0.122
SEYE (ng /mL) 0.1122 0.09688 0.1118
FEYEfR 72 (ng /mL) 0.009432 0.009013 0.009332
IDL (ng /mL)"’ 0.037 0.035 0.036
IDL sl RHAEE (ng /g-wet) 0.0073 0.0070 0.0073
S/N H™ 7.6 7.9 9.1

CV (%) 8.4 9.3 8.3

*1:IDL=t(n-1,0.05) x 6,1 X 2
*2 - RMS 12 X B2 EH

1= 198.00 (197.70 — 198.30)>: 110124—07.D¥data.ms

oI VT

as 2,4,6- 2,3,6- 2,4,5- 23,5 345 234-

T T T T T T T T
11.00 11.50 12.00 12.50 13.00 13.50 14.00 14.50
BFRS———>

1 IDL €W (% 0.1ng/mL) ® 7 a< k75 L (ZF )LFEER)
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#4-1 MDL MO MQL ORHFHR-1 (= F VEFEME L L THIE)

A 2,4,6- yoy’ 1 2,4,5- fay’ j
Ma7/ -0 R (%) M7ae7c/-b [EIER (%)
ARt £Y) (A XA
kR (g-wet) 5.0 - 5.0 -
BRI (ng) FEIS N - 0.100 -
AURHAELR L (ng/g-wet) - - 0.020 -
AR (mL) 1.0 - 1.0 -
AR (ng/mL) - - 0.100 -
PEEFE AR (uL) 1.0 - 1.0 -
BET 5 v 7 (ng/g-wet) 0.0106 92 ND 98
IR (ng/g-wet) 2 0.0194 107 ND 123
fER 1 (ng/g-wet) 0.0211 108 0.0189 123
fER 2 (ng/g-wet) 0.0229 109 0.0232 123
fEH 3 (ng/g-wet) 0.0178 108 0.0228 124
fE9 4 (ng/g-wet) 0.0170 110 0.0231 123
fEH 5 (ng/g-wet) 0.0234 114 0.0241 124
fEH 6 (ng/g-wet) 0.0172 111 0.0176 122
fEH 7 (ng/g-wet) 0.0164 110 0.0185 123
FIME (ng/g-wet) 0.01939 110 0.02117 123
EEYEMR 72 (ng/g-wet) 0.002971 1.96 0.002714 0.664
MDL (ng/g-wet)** 0.012 - 0.011 -
MQL (ng/g-wet)** 0.030 - 0.027 -
S/N Lt* 11 - 12 -
CV (%) 15 1.8 13 0.54
*1 : BE7 77 3k b Y 7 2D AR WIRFE Cftu RO R T OEE L
7=l n=1)
*2 ¢ MEAIEREL : MDL BHHEVEHI B EZ B L TR WIREETE £ N 2 IREE
(=1)

*3:MDL=t(n- 1, 0.05) X 6. x 2
*4 : MQL = 6,110
*5:RMS IZ & 2 HEH
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7 4-2 MDL MU MQL DR HFHR-2 (= F VEFEME L L THIE)

N RYIE 4 2,3.,4- 2,3,5- 2,3,6- 3.4,5-
VAT WAYET N VAsls VR YES RN Wkl R YL0 TR N V/ks ) WA Y0

AR Y (AR XA
alEHE (g-wet) 5.0 5.0 5.0 5.0
BN NE (ng) 0.100 0.100 0.100 0.100
AVEHIRLR S (ng/g-wet) 0.020 0.020 0.020 0.020
AR (mL) 1.0 1.0 1.0 1.0
HEAMIRE (ng/mL) 0.100 0.100 0.100 0.100
BEEFE AR (UL) 1.0 1.0 1.0 1.0
BET7 57 (ng/g-wet) ND ND ND ND
SERINEAEN ng/g-wet) ND ND ND ND
FEH 1 (ng/g-wet) 0.0217 0.0242 0.0207 0.0247
FEH 2 (ng/g-wet) 0.0208 0.0267 0.0236 0.0281
FEH 3 (ng/g-wet) 0.0241 0.0275 0.0195 0.0256
FEH 4 (ng/g-wet) 0.0256 0.0244 0.0233 0.0270
FEH 5 (ng/g-wet) 0.0253 0.0209 0.0186 0.0252
FEH 6 (ng/g-wet) 0.0251 0.0268 0.0214 0.0279
FEH 7 (ng/g-wet) 0.0207 0.0270 0.0239 0.0221
FHE (ng/g-wet) 0.02332 0.02536 0.02157 0.02580
FEHEMR 22 (ng/g-wet) 0.002205 0.002356 0.002070 0.002095
MDL (ng/g-wet)** 0.0086 0.0092 0.0080 0.0081
MQL (ng/g-wet)** 0.022 0.024 0.021 0.021
S/N Lt* 11 11 11 11
CV (%) 9.5 9.3 10 8.1

*1 B E7 7 v 7 DB b Y 7 2D ARD IR EE Tl RO EZ T OHIEE L

7=l n=1)
#2 ¢ MEAINEREL - MDL BHHEVEHI B EZ B L TR WIREETE £ N 2 IREE
(n=1)

*3:MDL=t(n-1,0.05)Xo, X2
*4 : MQL = 6, X 10
*5:RMS IZ & 2 HEH
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T IN S

[=Te}
Bl ——>
I
100
s0
80
70
B RE——>
FFIN ST
2000
1500
1000
500
B RS ——>
FINo =
2500
2000
1500
1000
500
B —— >
FFIN ST
15000
10000
5000

B R ——>

T = 198.00 (197.70 — 198.30D:

2.4,6- 2,3,6-

2,4,5-

1T10O0517—14aA4.D¥data.ms

235- 345 234

11.00 1150 1iz.00

1o'so

1250

1300 1350 1400

== 196.00 (195.70 — 196.30>: 11051 7— 14 D¥data.ms
1io'so 11.00 1150 1iz.00 1250 13 .00 13.50 1400
=~ 204.00 (ZO3.70 — 204.30>: 11051 7—14.D¥data.ms
13 13
2,4,6-°Cq 2,4,5-°C¢
10’50 11.00 11.50 12 .00 12 50 13 .00 13.50 1a.00
—r=> 202.00 (2Z01.70 — 202.30>: 110517 —14.D¥data.ms
1050 11.00 11 .50 12 .00 12 50 1i3.00 13.50 1a.00
. == 164.00 (163.70 — 164.30>: 11051 7—14.D¥data.ms
cx
|
I 1 -
|| Biphenyl-dj
I
I
T T T = T T T T
11.00 11.50 12.00 1250 13.00 13.50 14.00

123

2 MDL AR (%) orsua< 7

VA



(k]
(7ue—Fx—1)
SHEDO 70 —F v — 2K 31287,

§2

f#

o AEDFAR . e
éli‘pf%nfc*’{' {ﬁi@;fﬁi'ﬁﬂ = {ﬁfﬂﬂﬁ i) %‘E E
5.00 g-wet RY ) —)L25mL Smin (1E[H D &) 3000 rpm, 10 min~~~ +
79 =7y T AL ZEIN10.0 ng 20EHE DKL
(2,4,6-trichlorophenol-13Cs
2,4,5-trichlorophenol-13Cs )
L AZ )= = N 3 N
PETEPeT HRIA 7%\ IR S A
AL ) —VEIFI~F Y 10% NaCl, 200 mL NaSOs v—5Y—
1[A[H 10 mL, 2[FIHS mL 0.1 mol/L HCI"CpH 3-3.5 INRL—F —
RES 10 min ~F 40 mL X2 8 mL
~F U E RS ik & 9 10 min
L TRAf - BRVA B TIA ) DR

X% /) —=)L05 mL

5% 7K1 mol/L KOH/C2HsO 0.3 mL

5%& 7K1 mol/L KOH/C2HeO

R T 0.3 mL il .9 103 mL, 30 min 2mL
70°C, 1 hr
t --------------------------------------- .
: RE S =00y e KB WO
v WEUK4mL 3000 rpm, 5 min REHLK 5 mL 3000 rpm, 5 min
¢ AP UIS5mL . fiRE S 1 min
. 1 min E
2[A[#E DK L
L X . A .
NaSO EHELT T 1.0mL M%TRIES ) A7 N08 g HELWT 1.0mL
«\3‘\—41—‘/}9“))&;7; R XWIL oWILEA g R XWIL
0.5 mL X 3[r]

UV RAL TEM
(E 7 = =)l-do 25.0 ng)

T GC/MS-SIM

X 3

SIHED 79 —F » — b
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(RRERR)
R E X 4 KO 512, MERIERA T —4% 23 5-1~5-6 12,
RHEEREL (RRF) 2 6 1287,

2,4,6-TCP-EtO 2,4,6-TCP-EtO
0.25 6.0
y=1.0415x+0.0014 > 50 y=1.0359x+0.003 >
0.20 R2=0.9999 : R2=0.9999
H 015 H
i® "
H o.10 e
0.05
0.00
0 0.05 0.1 0.15 0.2 0 1 2 3 4 5
RELL RER
2,4,5-TCP-EtO 2,4,5-TCP-EtO
0.20 6.0
=0.9882x+0.0014 - +
015 Y =097 50 s ¢
R 3
i 0.10 o
Lzl 1
0.05
0.00
0 0.05 0.1 0.15 0.2 0 1 2 3 4 5
RELE RERL
IR EE RS, (TCP #EE 0~2.00 ng/mL) RS SE (TCP L 0~50.0 ng/mL)

M4 HEH: PV 77/ —)LOITFOLHEER (TCP-EO)
Y ur— NEIEE (TCP-"Cy) 10.0 ng/mL
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2,3,4-TCP-EtO 2,3,4-TCP-EtO

0.020 0.6

>
y=0.2338x+0.0002 05 y=0.2511x+0.0004 >
0.015 R2=0.9996 R2o1
04
R B
% 0010 ® 03
| =
02
0.005
01
0.000 0.0
0 0.02 0.04 0.06 0.08 0 05 1 15 2
BEL RELL
2,3,5-TCP-EtO 2,3,5-TCP-EtO
0.020 06
y=0.217x+ 0.0001 4 05 y=0.2345x+0.0003
0015 R2=0.9995 R?=0.9999 g
04
B |
g 0010 ® 03
| I
02
0.005
01
0.000 0.0
0 0.02 0.04 0.06 0.08 0 05 1 15 2
REL b: 424
2,3,6-TCP-EtO 2,3,6-TCP-EtO
0.025 07
y=0.2861x+0.0003 > 06 y=0.2958x+0.0007 >
0.020 R2=0.9994 R2=1
05
R 0015 R} 04
" "
H o0.010 | 03
02
0.005
0.1
0.000 0.0
0 0.02 0.04 0.06 0.08 0 05 1 15 2
BEL BEL
3,4,5-TCP-EtO 3,4,5-TCP-EtO
0.020 06
y=0.2452¢+0.0002 0s Y= 0.2627x+0.0006 >
0.015 R2=0.9994 R2o1
04
R !
% 0010 = 03
1| e
02
0.005
01
0.000 0.0
0 0.02 0.04 0.06 0.08 0 05 1 15 2
BEL BEL
R REIR (TCP 2 0~2.00 ng/mL) RS (TCP B 0~50.0 ng/mL)

¥ 5 MEH: Y r7an7 2/ =)D FOLEER (TCP-EO)
NERHEYE R L 25.0 ng/mL
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#5-1 BEHFRHT—4 (2,4,6-TCP-EtO)

PR E IS
’T(;“ /mL)x SRYIE (A Jur—MIE (Ay) B
%Cs) 2,4,6-TCP-EtO 2,4,6-TCP-EtO-"C; (As/ Ag)
m/z =198 m/z = 204*
{EG I B IS
0.00 0 3766 0
0.100 40 3363 0.012
0.250 102 3614 0.028
0.500 196 3585 0.055
1.00 378 3586 0.11
2.00 770 3676 0.21
e e P Ak
0.00 0 3315 0
0.10 52 3442 0.015
1.00 364 3188 0.11
5.00 1804 3535 0.51
10.0 3661 3454 1.1
25.0 9267 3612 2.6
50.0 20895 4024 52
* s — MEEE © 10 ng/mL(Cy)
#5-2 WMEHERHT—% (2,4,5-TCP-EtO)
. I EAE
7 Y4 7 S
e SR (A) a7 — FE(A) Ji
H%CIS 2.4,5-TCP-EtO 2.4,5-TCP-EtO-1*C, (As/ Ay
m/z =198 m/z = 204*
{EG T i B,
0.00 0 3329 0
0.100 38 2857 0.013
0.250 80 3071 0.026
0.500 153 3074 0.050
1.00 306 3038 0.10
2.00 628 3157 0.20
e e P Ak
0.00 0 2985 0
0.100 47 2929 0.016
1.00 294 2857 0.10
5.00 1487 3023 0.49
10.0 3091 3112 0.99
25.0 7733 3096 2.5
50.0 17428 3512 5.0

* Hrur— MEEE 10 ng/mL (Cy)
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#%5-3 BEHRIERAET—% (2,3,4-TCP-EtO)

PR E IS
'*(: /mL)x NEYE (A NEHEVE (Ay) JBE
?cS) 2,3,4-TCP-EtO Biphenyl-d, (A /Ay
m/z =198 m/z = 164*
R A,
0.00 0 29202 0
0.100 33 26137 0.0013
0.250 73 29348 0.0025
0.500 148 29486 0.0050
1.00 272 28222 0.010
2.00 547 29037 0.019
T e AR,
0.00 0 25978 0
0.100 46 26395 0.0017
1.00 262 24208 0.011
5.00 1334 25517 0.052
10.0 2724 27208 0.10
25.0 6881 27611 0.25
50.0 15380 30529 0.50

* NEHEYIEIREE @ 25 ng/mL (Cis)

54 BEHIERAT—% (2,3,5-TCP-EtO)

PR E IS
’T(: /mL)x NRUE (A WEHEVIE (As) I B
%CS) 2,3,5-TCP-EtO Biphenyl-d;, (As/ Ay
m/z =198 m/z = 164*
{EG T B,
0.00 0 29202 0
0.100 31 26137 0.0012
0.250 69 29348 0.0024
0.500 125 29486 0.0042
1.00 249 28222 0.0088
2.00 508 29037 0.017
e e P Ak
0.00 0 25978 0
0.100 43 26395 0.0016
1.00 242 24208 0.010
5.00 1242 25517 0.049
10.0 2579 27208 0.095
25.0 6362 27611 0.23
50.0 14385 30529 0.47

* NEMEYVEIREL @ 25 ng/mL (Ci)
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% 5-5 MEHRIERAT—% (2,3,6-TCP-EtO)

PR E IS
'*(: /mL)x NEYE (A NEHEVE (Ay) JBE
%Cs) 2,3,6-TCP-EtO Biphenyl-d, (A Ay)
m/z =198 m/z = 164*
R A,
0.00 0 29202 0
0.100 39 26137 0.0015
0.250 101 29348 0.0034
0.500 182 29486 0.0062
1.00 326 28222 0.012
2.00 674 29037 0.023
T e AR,
0.00 0 25978 0
0.10 49 26395 0.0019
1.00 292 24208 0.012
5.00 1556 25517 0.061
10.0 3258 27208 0.12
25.0 8174 27611 0.30
50.0 18087 30529 0.59

* NEMEYVEIREL @ 25 ng/mL (Ci)

#%5-6 MEHRIERHT—4 (3,4,5-TCP-EtO)

PR E IS
’T(: /mL)x NERUE (A NESEYE (Ay) &
%Cs) 3,4,5-TCP-EtO Biphenyl-diq (As/ Ay
m/z =198 m/z = 164*
AR JEE BRIk
0.00 0 29202 0
0.100 32 26137 0.0012
0.250 78 29348 0.0027
0.500 152 29486 0.0052
1.00 291 28222 0.010
2.00 571 29037 0.020
T e AR,
0.00 0 25978 0
0.100 49 26395 0.0019
1.00 274 24208 0.011
5.00 1391 25517 0.055
10.0 2867 27208 0.11
25.0 7213 27611 0.26
50.0 16083 30529 0.53

* NEMEYVEIREL @ 25 ng/mL (Ci)
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e vur—rwELI ) VP ANAL 7 NEERED RRF

YE 4 RRFis (“FH¥a1fH) FEE A 7 CV%
2,4,6-TCP-EtO-"C; 0.315 0.00751 2.4
2,4,5-TCP-EtO-"C; 0.270 0.00892 3.3
(BEEHED I I 4)

B2 X NO R/ w Rl /A BN -7 Nt B

FPINIH A
4000 A7 198.00 (197.70 ~ 198.30): 110118-18D 3,5 534
3000 2.4.6-
2000 o 2,3,6- 2,4,5- 2.3,5-
1000
s A L s A L S R B AL
11.50 12.00 12.50 13.00 13.50 14.00
BeF Rl ——>
PINIHAX
4000 47> 196.00 (195.70 ~ 196.30): 110118—18.D¥data.ms

3000
2000
1000

—_— Tl
11.50 12.00 12.50 13.00 13.50 14.00

B ——>

FINVH DR

A7~ 204.00 (203.70 ~ 204.30): 110118—18.D¥data.ms

1500 2,4,6-Cq 2,4,5-B¢
1000 >
500 Mo

T T T T — T T 7 T 7 L
11.50 12.00 12.50 13.00 13.50 14.00
H%Fgﬁ——}
FINUHE R
A7~ 202.00 (201.70 ~ 202.30): 110118—18.D¥data.ms
2000
1500
1000
500
L B e I A e e e e SNSRI S s st e S
11.50 12.00 12.50 13.00 13.50 14.00
BFRE—>

X6 FYZrzvuurzz)—ILOIFLEERDI AT TN

(e ZAARZ bV
FEAEE D2 A AT FILZK 7-1~7-6 I, aX — FEDw A AT )L
2 8-1~8-2 12, WEEHEMIE D2 A A7 FLZK 9 IZ/RT,
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FIN B

38000
36000
34000
32000
30000
28000
26000
24000
22000
20000
18000
16000
14000
12000
10000

8000

6000

4000

2000

130000

120000

110000

100000

90000

80000

70000

60000

50000

40000

30000

20000

10000

O

m/z —>

7-2

11.329 — 11.386 min D IF15:

131.9

62.0 ‘
L “\ \‘HM MH\ H‘

1.0
mm Lt

101215—16.D¥data.ms (—)
195.9

173.1

\\209 )

223.9

50 60 70 80 90 100110120130140150160170180190200210220230

2,4,6-TCP L F )L iHE

13.303 —~— 13.331 min D315

97.0

131.9
62.0 ‘
H‘ 111.0

. “‘\ \H\ mo T H‘m

101215—23. D¥datarns( D]
195.8

166.9

422 ‘ | 1809

H\\Hzpa.g H‘H

£ (2,4,6-TCP-Et0) D2 A A7 k)L

2240

2,45-TCP LF )L iFE

131

T T T et
50 60 70 80 90 100110120130140150160170180190200210220230

£ (2,4,5-TCP-Et0) D2 AAXYT k)L



FIN S

14.353 — 14.386 min DO3F15: 101215—24 D¥data.ms (—)
195.9
80000

75000
70000
65000
60000
55000
50000
45000
40000
35000
30000
25000

224.0

20000
97.0 159.9

15000

10000
131.9

5000 73.0
180-9 1 Ll

o ‘“‘5_3;9‘\1\‘H‘u‘!u‘_uw‘!!‘ ":H‘m?‘-w‘uHMwMm_mmwm 200 Al ol 2ase
50 60 70 80 9010C011C12C1304014Q015016017018019020021C220230240250

] 7-3  2,3,4-TCP T F)LEEER (2,3,4-TCP-EtO) D~ A A7 )L

13.355 ~ 13.383 min M F15: 101215—-25.D¥data.ms (—)
70000 195.8

65000
60000
55000
50000
45000
40000
35000
30000
25000
20000 224.0
15000 07.0 1590
10000
5000 62.0 132.9

L 180.9 H ‘
o I 7700l 1180, ‘HH‘ IL. H\ 1022 ., 2as.s
el 27 Qe ML N80, L M L s i, 2488

50 60 70 80 90100110120130140150160170180190200210220230240250

m/z——>

7-4  2,3,5-TCP T F )LViFElk (2,3,5-TCP-EtO) D~ A A7 )L
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55000
50000
45000
40000
35000
30000
25000
20000
15000
10000

5000

60000
55000
50000
45000
40000
35000
30000
25000
20000
15000
10000

5000

m/z —>

7-6  3,4,5-TCP L F L HE

12.050 ~— 12.088 min M 15: 101215—26.D¥data.ms (—)
1

97.0

20
, HH\ \\H\ mm H‘

131.9
|
1110

159.9

1809 ‘

95.9

2240

|210.0 H‘

50 60 70 80 90 10

2.3,6-TCP . F )L &%

Ty
o1101

20130140150

70180190200210220230

AR (2,3,6-TCP-EtO) DA AT k)L

13.934 ~ 13.962 min MDEH: 101215-27 D¥data.ms (—)
1958

62.0

97.0

u\ 1180 M‘m

1329

166.9

47 9 MH ‘\‘\‘ H\

2240

50 60 70 80 90100110120130140150160170180190200210220230240250
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FPINIH

6500
6000
5500
5000
4500
4000
3500
3000
2500
2000
1500
1000

500

miz -—>

11.297 ~ 11.334 min M 3=15: 101215-14.D¥data.ms (—)

67.0

3.0 ‘W 1840,

102.1

M‘ i7o

JHM
i

173.2

136.9

| MHJW\N ‘Mw

L

201

9

229.9

|
!
50 60 70 80 90100 101

[1iin
L L

w
30 40150160170180190200 10220230240

¥ 8-1 2,4,6-TCP-"Cy TF VBB (2,4,6-TCP-Cs-EtO) D<= A A7 L

FINUH R

60000
55000
50000
45000
40000
35000
30000
25000
20000
15000
10000

5000

m/z ——>

13.279 ~ 13.303 min M3 15: 101215—-15.D¥data.ms ()

67.0

102.0

.0

201

137.0

171.9

186.9 ‘

.9

230.0

50 60 70

8

o

\
90

A
et
1001101

RN
T 1 1
201301401501601 0180190200

|
o
210

T s T

220230240250

X 8-2 2,4,5-TCP-Co TF VFHEAL (2,4,5-TCP-"C4-EtO) D AARY | )L
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TTIN S 2

10.835 — 10.874 min O35 : 101 125—14. D¥data.ms (—)
164.1

450000

400000

350000

300000

250000

200000

150000

100000

50000 801

54.1 e&8.1 122.1 136.1 ‘ ‘
16.1__30.1 431 | N i Ll 1as.a Ll
ol—-1€-1 1.38-1.

oa.0 108.1
i ; ; ; f ; f 1 T T T T d i T
10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170

m/z —>

M9 E7xz=)l-digDTAARY k)L

B1E7 5 7)

6 DDERMEAKED ) B, 2,4,6-TCP DAENET 7 v 7 BB I NI e D, KNG
WEOHRBANET 7 v 7l iTo 7, EVWEEL5.0g D L ZDEKREE 80% & K
ELT, K40 g DZERBROMED R LMIERRER 7 1ORT, Tz, JER
Draw b 77 L%K 1012387, 0.0091~0.018 ng/g-wet DELE T T » 7 fHHHR
Hah, ZAXFXER»S5H L7 MDL 0012 ng/mL 22 2bDbHo7:, #
E7" 7 v 7 OEEEMRZE 1L 0.0033 ng/g-wet, — 7. AR ¥R OEEHENF 221X 0.0030
ng/g-wet TH > 7z, 1ZIFFE L RNVTH 203, FRIRELCHKMEYVIZFDOHE L2 ZIE L
T, ARXXEK» B L% MDL 288 L7z, L2 L7235, MDL L X)L T
D77y IEPRE I NS 2D, EHILT 5 2 EBEF L,
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7

BE7 77

ARG (= FOVEBIER & L THlE)

X RUVE A

2.4.6-M) 7/ -l

Jor AR (%)

ARk

Fg 8K

AUEHE (g-wet) 4.0 -
A& R (mL) 1.0 -
BEETE AR (uL) 1.0

fEd 1 (ng/g-wet) 0.0178 80
fEH 2 (ng/g-wet) 0.0116 76
FEH 3 (ng/g-wet) 0.0121 80
fEd 4 (ng/g-wet) 0.0178 71
fEH 5 (ng/g-wet) 0.0133 77
FEH 6 (ng/g-wet) 0.00910 83
FEH 7 (ng/g-wet) 0.0120 74
SEME (ng/g-wet) 0.0134 77
BEHEfR 22 (ng/g-wet) 0.003255 4.07
MDL (ng/g-wet)*' 0.013 -
MQL (ng/g-wet)** 0.033 -

CV (%) 24 5.3

*1 : MDL = t(n-1,0.05) X 6,,.; X2
*2 : MQL =0,.1 X 10

75
70
65
B RS ——> 60
PIN S
80
70
B>
FPIN S
2000
1500
1000
500
B Sl ——>
FPINH R
2000
1500
1000
500
B2 sl ——>
FIN S X
20000
15000
10000
5000
B RS ——>

T~ 198.00 (197.70 — 198.30): 110420—15.D¥data.ms

2.4,6-

T T T T T T T T T T T
10.3010.4010.50 10.60 10.7010.8010.9011.0011.1011.2011.3011.40
A7 196.00 (195.70 — 196.30): 110420—15.D¥data.ms
T T T T T T T T T T T
10.3010.4010.5010.6010.7010.8010.9011.0011.1011.2011.3011.40
A=, 204.00 (203.70 —~— 204.30): 110420—15.D¥data.ms

1
2,4,6-°C¢
T T T T T T T T T T T
10.3010.40 10.50 10.60 10.70 10.8010.9011.0011.1011.2011.3011.40
17> 202.00 (201.70 —~— 202.30): 110420—15.D¥data.ms
T T T T T T T T T T T
10.3010.40 10.50 10.60 10.7010.8010.9011.0011.1011.2011.3011.40
A== 1 00 (163.70 — 164.30): 110420—15.D¥data.ms

Biphenyl-d,o

10 g7 7or7u<b 74
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eEIEY:3

AR F RN BHEM B 2RI L T, —l o BTLBERIE 2 170 BRI &
DD S UM ZFIH L 72, Z OF§5 % 8 ISR T, 2,4,6-TCP-ELO D A
fE7 5 v 7 BOMERGRRD & B & e, INEINEEBGE RO 7 0~ + 25
Lz 1 ITRT,

2 8 IS INIRLPGEARS R

i PR OFMR o e paok ZmE D
(g-wet) (ng) (ng/g-wet) (%) (%) %)
5.0 #1E BL" 1 0.019 - - 78
2,4,6-TCP-EtO 5.0 N 1 0.037 - - 109
5.0 0.5 7 0.13 93 8.5 110
5.0 #1F BL 1 ND - - 86
2,4,5-TCP-EtO 5.0 e 1 ND - - 115
5.0 0.5 7 0.10 105 3.6 119
5.0 #/F BL 1 ND - - -
2,3,4-TCP-EtO 5.0 s m 1 ND - - -
5.0 0.5 7 0.12 120 7.7 -
5.0 #:1F BL 1 ND - - -
2,3,5-TCP-EtO 5.0 e 1 ND - - -
5.0 0.5 7 0.13 133 9.3 -
5.0 #:1F BL 1 ND - - -
2,3,6-TCP-EtO 5.0 N 1 ND - - -
5.0 0.5 7 0.11 107 4.2 -
5.0 #1F BL 1 ND - - -
3,4,5-TCP-EtO 5.0 e m 1 ND - - -
5.0 0.5 7 0.11 106 6.3 -

* fET v
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TTIN SR

T=>r 198.00 (197.70 — 198.30)>: 110217—08.D¥data.ms

200 2’4’6_ 2,3,6- 2)475_ 2,3,5- 3,4,5- 2,3,4_

1ze N . AN

11.00 11.50 1200 1250 13.00 1350 1400

== 196.00 (195.70 — 196.30)>: 110217—08.D¥data.ms

200
150
100
11.00 11.50 1200 1250 1300 1350 1400
BEFRA— >
TTIN B
= > 204.00 (ZO03.70 — 204.30>: 110217—08.D¥data.ms
2,4,6-°C 2,4,5-°Cq
2000 ,4,0- Lg 5Ty
1500
1000
500
1100 11.50 1200 1250 1300 1350 14 00
B RA——>
FIN S
=> 202.00 (2Z01.70 — 202.30>: 110217—08.D¥data.ms
2000
1500
1000
500
11.00 11.50 1200 1250 13.00 1350 1400
B — >
FIN =
T > 164.00 (163.70 — 164.30>: 110217—-08.D¥data.ms
15000 i
|
I\ .
I -
10000 it Blphenyl d]o
Il
5000

T T T Ny T T T
11.00 11.50 12.00 12.50 13.00 13.50 14.00

11 wmENGAEGEARID 7 a < ~ 75 A

B RSl ——>
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(WA OMEET)

AE ) =)V EMHBEEE L THRES A XME L, ~F 3 v oRLic X b BifE
T 5, KOGEE%E 1 mol/L KOH/Z ¥ / —)LC—We7 VA ) 3fR$ % 5k
£% 2 OO GERRET L7z, ZO8E2E 9 IR T, £, WERDZN
Fhorsu2 b7 702K 12 12T, TN6DHTEIC K B E DORR.
2,4,6-TCP-EtO MR I 1, Z Db BRI I e o7, £/, 2 2D
TRIC L 2MHEREICIERERZIAON o, LeL, TVh ) DET
kY v — E O BEIERIE 90% DA ETRIFTH o 72h3, ~NF ¥V NDOW-HR A
HIFICKEDOZ 2 VY a VAL, mlRIEICREE 2o d -7z, F7.
22056, A% ) —=NVEEYFA AMBO T ER D Z V7§52 LNBTE,
RN EE N 2 EVHIH L 72, DL EOBEHFERD S, BiciE Ay 2 =Lk
TV A Az EH L 7%,

9 FEZFHAIMBET A Y SR X ZHEOREE (% n=2 TD¥H)

URTUARE N [E111) %€ <G A v S N TR 1)<

e % ’ LN

wH YR S TR %) (B HA) (%) (W)
2.4.6-TCP-EtO 0.069 0.071 9% 92
2.4,5-TCP-EtO ND ND 114 99
2,3,4-TCP-EtO ND ND - -
2,3,5-TCP-EtO ND ND - -
2,3,6-TCP-EtO ND ND - -
3,4,5-TCP-EtO ND ND - -
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REYF1 X

TN S22

I 1am o0 C197.70

198.30>: 11020809 .D¥data.ms

160
140
1z0 < 2,4,6-
100
20
11 00 1150 1=zoco 1250 1z 00 1a's0 1400
i
TTIN S
== 196.00 (195.70 — 196.30> 11020809 .D¥data.ms
160
14a0
1z0
100
20
11 00 11 .50 1=z 00 1z 50 1= 00 13 50 14 00
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(44%BRBE> VAT NA T L7 ) =7y TORE)
I FVIEBLL fofe, BEIRESOIMMEEIC ) V=2 Ty 7T B0
I 44%REES VAPV A T L (08 g) k22— Ty TRBH LA, 25
L HEERORERZ R 10 IR T, ~NFH VI K 5 TTRTOBREROIE T DE
BN, EHRIEAF Y Y 12 mL & L, S, B L 2HIABED ) 7
DALFEET, RO O 7 v b 75 8RR 13 IRT, AR E O E
Y= AT VIH L DYEE — B Sk h, WIBRIERESI N, £,
2.4,6-TCP-"Co-EtO SEFF DU E — 7 bIRE I, 7 7 JLBIC X 2 HBANRH
R S iz,

10 44%EES ) A7V A 7 L Oyl ERS SL(TCP-EtO)

[A[I R ~F Y v(mL) &l
(%) 0-6 6-8 8§-10 10-12 12-14 14-16  (mL)
2,4,6- 57 30 8.1 2.1 0.8 0 98
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2 4,6-trichlorophenol

This method provides procedures for the determination of 2,4,6-trichlorophenol in
biological samples by gas chromatography / mass spectrometry with selected ion
monitoring (GC/MS-SIM). A 10.0 ng of 2,4,6-trichlorophenol-13 Cs as surrogate was
spiked into a 5.00 g of tissue sample from fish (Japanese seaperch). The sample was
extracted twice with a 25 mL of methanol by homogenization and ultrasonication. Most
of lipids in the extract were eliminated by a hexane/methanol partitioning technique,
prior to derivatization with diethyl sulfate. The ethyl derivatives are extracted with
hexane, followed by clean-up using a 44% sulfic acid impregnated silica gel column
chromatography. The eluate is concentrated to 1.0 mL by a stream of nitrogen gas and
then spiked with a 25 ng of biphenyl-d)o as internal standard. Quantification was
performed by GC/MS-SIM. The results of overall recovery tests at 0.5 ng of
2,4,6-trichlorophenol show that the mean recovery is 93% and its mean relative
standard deviation is 8.5%. The instrument detection limit (IDL) is 0.0077 ng/g-wet.
The method detection limit (MDL) and the method quantification limit (MQL) is 0.012
and 0.030 ng/g-wet, respectively.
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Biological E Homogenization Ultrasonic . .
: . . Centrifugation [
sample : and extraction extraction :
.00 o-wet ‘ ] '
300 g-we ' Methanol 25 mL 5min (Once) 3000 rpm, 10 min :
Clean up spike 10.0 ng Twice
(2,4,6-trichlorophenol-'3Cs
2,4,5-trichlorophenol-*Cs )
Methanol/h: . .
L cthanol/hiexane Transfer Dehydration Concentration [—
distribution
Hexane saturated with methanol 10% NaCl solution 200 mL Na:SOa4

First 10 mL,Second 5 mL, 10 min

Reject hexane layer

0.1 mol/L HCI : pH 3-3.5

Hexane 40 mL twice, 10 min

Rotary evapoorator to
8 mL

Concentration

and transfer

Methanol 0.5 mL
N; gas to 0.3 mL

Derivatization

1 mol/L KOH/C2HO 0.3 mL
Diethyl sulfate 0.3 mL, 30 min

Alkali Digestion

1 mol/L KOH/C2H¢O 2 mL
70°C, 1 hour

! Shakin Lo L
ne Centrifugation Wash Centrifugation [—
' extraction :
E Purified water 4 mL 3000 rpm, 5 min E Purified water 5 mL 3000 rpm, 5 min
' Hexane 1.5 mL ' 1 min
' 1 min '
Twice
. . Column .
Dehydration Concentration Concentration [—j
Clean-up
NaxSO4 44% Sulfic acid

Rinse the tube with Hexane

0.5mL X3

Nz gas to 1.0 mL

impregnated silica gel
08¢g

Nz gas to 1.0 mL

GC/MS-SIM

Syringe spike
(biphenyl-di0 25.0 ng)
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lEZR
2,4,6-TCP

GR7)!
ARt $
5.00 g-wet V=7 T AL T EN10.0 ng
(2,4,6-trichlorophenol-13Cs
2,4,5-trichlorophenol-13Cs )
LL FESFA R e s :
A AN, EOAHE

A% ) —)25mL Smin (1E[HO &) 3000 rpm, 10 min

2l DR L
L XL ) =)V - . |
PR LR ik
AZ 7 —VRIFI~NFH Y 10% NaCl, 200 mL NaSO:
1EH 10mL, A5/H5mL 0.1 mol/L HCI TpH 3-3.5
ke 10min ~F 440 mL X2
~F VR ik & 9 10 min
L SRR 1 e - A FEMA

O—%1— AY ) =005 mL  5%%7K1 mol/L KOH/C:HeO
INRL—%— LHHRKIM F0.3mL 0.3 mL
8 mL il = F v 0.3 mL
30 min
j e :
TN S HOIRE DAl BEOTHE
%% 7K1 mol/L KOH/C:HO; K 4 mL 000 pm, Smin
2 mL PoAFY Y LSmL ’ :
70°C, 1H§H + 1min .
20Hl#E DK L
L PiS7 a0y B HiioK —
FEELK 5 mL 3000 rpm, 5 min Na:SOs
ik & 5 1 min ~F T AR
0.5 mL X 3]
L \
Wi P i
ZHEIL T 1.0 mL %TRIBS ) 7N 08 g EERW T 1.0mL
T GC/MS-SIM

DRIV A 78"
(E 7 = =)bd1025.0 ng)

FHTIREEL
GC/MS-SIM

T T BRAE -
[4:91] (ng/g-wet)
0.012

Al Si

5

GC - Agilent 7890
MS : Agilent 5975C
77 A

HP-1

30 m x 0.25 mm X

0.25 pm
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