il S R PR BRI 2 T
[RRBEE - KE ]

246-FV7mua7 /) —)

2,4,6-Trichlorophenol
4 ¢ Omal, Dowicide 2S, 2,4,6-TCP

(FIRESI BTS20 K U HEAL 7 = /7 — L)
p-Z7uu7xz/)—)b, o-Z7unyx/)—), 247007

/=), 26-¥7un7x/)—), 34-70un07x/)—
V., 245-FV7uu7=x/)—), 345-FY7uuyx/
—), 2345- 77 7uu7x/)—)b, 2346-7 7701
R7x/)—)N, 2356-7Fr77unyx/)—ib, 23456-

Rvyrsunu7z)—)

p- Chlorophenol, o-Chlorophenol,
24-Dichlorophenol, 2,6-Dichlorophenol, 34-Dichlorophenol,
2,4,5-Trichlorophenol, 3.4,5-Trichlorophenol, 2,3.4,5-Tetrachlorophenol,
2.3.4,6-Tetrachlorophenol, 2,3,5,6-Tetrachlorophenol,
2,3.4,5,6-Pentachlorophenol

¥ 3CH(p206,223,224,226,231,241,243) D AR FER43132015/1/35T 1IE
X S (pl98)DARFH/7132016/12/165T 1E

3 CHP200)DAR TR 43 (2016(H28) A EE K A e M it 2 A MIF2017/2/ 73BN
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[NRYHDORE]

C

o

OH

p-7un7x/—)
CAS. 7575 : 106-48-9
12 1 C¢HsCIO
Cl

OH

o

C

24-y7uau7x/)—)b
CAS. &5 © 120-83-2
5 CH4CLO

OH

e

Cl

245-F)7un7 ./ —)
CAS. &5 © 95-95-4
12 1 CH3CLLO

2345- 77 7uny7x/—)b
CAS. 7575 © 4901-51-3
5 CHLCLO

:: Cl
OH
o-7unu7x/)—)b

CAS. 7575 © 95-57-8
12 1 C¢HsCIO

OH
Cl i Cl

26-7unu’x/)—)b
CAS. &7 © 87-65-0
2 CH4CLO

Cl
i OH
Cl (¢]]
246-FV) a7 /) —)

CAS. 7575  88-06-2
2 CH5ClLO

OH
C Cl
C

Cl

2346-7 7 7uny7x/—)b
CAS. 7575 © 58-90-2
A CHLCLO

23456-Xv¥%7an7
./ —)b

CAS. &5 : 87-86-5
¥ 1 CeHCI0
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Cl

OH

34-7un7x/)—)
CAS. &5 1 95-77-2
313 1 CHLCLO

Cl

C OH

345-FV7un7 ./ —)
CAS. 7% © 609-19-8
= 1 CH5ClLO

OH

2356-7F77uny7 =/ —)b
CAS. 7575 © 935-95-5
31 T CH,LCLO



[EALERITEIR]

W4 SR Hﬁi}z) s D RhE Y EREY kY l(:g Pou)

H G i) (gom’)  (°C) °C) (Pa) (mgll)  (FHEEH)
p-CP (112%%3259) l(fg%l 220 428 (2;3C) (22‘2(1(():0) 2.39
0-CP (112%;?0'3259) (12%333 174.9 98 (2353070) (1215%’(2% 215
2,4-DiCP . 611'693639) (61(')22) 210 45 o ;Ozc) (3298) 323
2,6-DiCP (1611 .693639) (12'0638) 220 68.5 (24;?0) (g?g) 275
3 4-DiCP ’ 611.69-239) 1.6 253 68 (225‘03@ (gg% 333
2.4,5-TrCP (1192_79';‘2‘9) 1.68 247 69 e 5100) (égoog) 3.72
2,4,6-TrCP (1192.79'329) (21(')‘!?:) 246 69 (215%) (2%2%) 3.69
3,4,5-TrCP (119279';‘4?9) 1.596 275 101 8’5333) (26;‘%) 401
2.3,4,5-TeCP (22239.182690) 1709 2894 1165 ?2'(;‘%2) (2258%) 421
2,3,4,6-TeCP (27539.185690) (6})56C) (21k5I9a) 70 ?z'(§§?§ (2?3(:) 445
e A e m w e &n
PCP (2262%2730) 1978 3095 174 ?zglg (2;‘@ 5.12

[(#FtE, HZE]
246-FY)7uu7 /) —)b
()
7w & (§10) TD : 374 g/kg, TDL, : 441 g/kg. LDsj : 820 mg/kg
7 v & (ERENES) LDso : 276 mg/kg
< A (f&11) TD : 882 g/kg. TDL, : 441 g/kg
MU (#&) LDso : 454 mg/kg, (§&2) LDso : 700 mg/kg
(A&
Jetthfife, el BAREAI ORBFHD) @
BEA, B O BETGAL BRIEHL, AR

i
1) SRC PhysProp Databese
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2) fbEram e E it 2 7 L (CHRIP)
3) International Chemical Safety Cards

§1  IhTid

(1) DITEDOBIR

KEREHC Y e 7r — v WEEZFINL, pHZHET 2, PEZLRVEVRD
BRI A 7 s@iktg, Pr7na Xy THENRYE 2 RN S S5, B
W ik, L. FEAL (P XF LU nfl) 2170, GC/MS-SIM I
XOMETZ, ¥/, FRIZ, o-70Br 72/ =)V, p-Z7u0T 72/ =)L, 24-
vsauun7xz/)—), 26-¥7unyxz/)—), 347unuzz/)—)b, 245-
FyZwewe7x/)—), 345-bVr7unu7 /) —), 2345-7h770un7
J =, 2346-7F77un7 /=), 2356-7t77un7x/—)LKN
Rvygrzan7 /) —=LOFHbAEETH S (E1),

2) #AE - SR

[EA3E]
246-FY)7un7x/—) : Dr. Ehrenstorfer 8  (BI#i{t%)
BCe-246-F)7mm 7/ —) : Wellington laboratories %4
T 7T V-dy D BB NIRRT
7xF v Rl vdy (4 FREAY)
p-7mn7x/)—) DRDERISE TR R
o-7mn7 x/)—) PRDGHIAE TR RRk
24-¥7mn7x)—) DADERERE TSR BREE AT
26-¥7un7x/)—) DA TR )
34-7un7 /) —) : Dr. Ehrenstorfer # (Bdifb2)
245-F)7un7x/—) : Dr. Ehrenstorfer # (Bi#ift57)
345-FYy7nunu7 /) —) : Dr. Ehrenstorfer 1 (BHdi{k2%)
23457 h77un7x/)—)\ : Cambridge Isotope Laboratories 1
2346-7b7r7un7 /) —)b : Cambridge Isotope Laboratories #4
23,56-7 h77un7x/—)b : Cambridge Isotope Laboratories %4
Xv¥rzuua7x/—)b DNDGHIER T8 FRp R
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BCe-p-7mm 72/ —)L : Wellington laboratories #4
Bee24-7unm7x/—)b Mass-Labelled Chlorophenol Mixture
BCe2,45-FY v 7/ —)

PCe234,5-7 7 7mnu7 /) —)L

Bee-_vyr7mun7x/)—)

B HEEA — Y v Y : Waters # OASIS HLB plus

WA A — RV » : Waters #] Sep-Pak Dry

LV P RDGHIEE T8 Lo/MS

T bV DRGSR T2ERL ¥4 A X2 vt
2 mol/L i CRDEAIER TIER R
vraury v P RDEMRE TER S A 4 % o VST

NO-EA (FYXF)LY)) Y70t a7e 73 F (BSTFA)
: ACROS ORGANICS # 98%

[ D FREL]

(E#ERR) 7285, 3,4,5-TrCPOEEMERIT_|
#ormana7 /) —)VOEERZIEMEIC 10.0 mg|fEE#E., P 7un X ¥ T10

mL IZEZ L, % 1000 pg/mL OFEHEFHR & 3 5 V10.0 pg/mL DA YV F 7 8 Vi
WThHh, ZDF FEHEFK & T 2, FEHEEK Z 10 uiL T2 L (3,4,5-TrCP
HHER X 1 mL). 10mL XA A7 9 A2ICHA, @700 X% T 10mL ICER
L. 1000 ng/mL DIEHER £ 3 %,

(Bru 5 — MEER)

LD C4-2,4,6-TrCP EEHER (50.0 pg/mL. IV VIEHK) & BCe-ARY Z7uan
7 x ) — VEEHE (P Ce-p-CP, C4-2,4-DiCP, "C4-2,4,5-TrCP, C¢-2,3,4,5-TeCP,
3Ce-PCP, 50.0 pg/mL, I VI VIAH) DAFLHENE % 200 pL 27HCL . 10 mL X A
77AMZ, TP TIOmLIZERT S (1000 ng/mL ¥ 17— b EHE
W) . Iol, 7P TI0OFICHERL 72d D% 100 ng/mL DY 177 — bR
wET %,

(AR

THIRDOWEHER AR (72 F 7 7 V-dipe 7 =T ¥ b L ¥-djp. 50.0 pg/mL.
FILVZUVAIR) % 200 pL 3Ll 10 mL X A7 7 A2 A, ¥7auaiXy v
T10mL IZEZRT S (1000 ng/mL NEHEFHE) . S 510, ¥7Bu X8 TI10
fFICAHNL 72 D% 100 ng/mL WIEHEW & T 5,
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Uk B P AR HENR )

1000 ng/mL EE¥#E 2 P 7 mn X ¥ v CTIERAR L. 0.100~100 ng/mL 1272 %
X O ICHEEMER 2 BT 2, BEME 1 mL Z0H L. Y u S — MEEERE % 100 pL
BRI (NO-EA(FYRXF ALY L) FY 7 0Fu?e 73 F) %
0.1 mL Z#HML, HoicfifL, rUxF LUl (TMS) 3%, EiRT 1
IR L U 2288, INEEHERE 2 100 uL 2750 L, BREERHEHER & 3 5,

[(FRE]

avkey L —4— : Waters #  Concentrator Plus
Heft=f77 22  200mL

vy bk A7 AEL 5mL

24 7utExXy b DXLy vEL 10l ML 100 pL . 1000 pL H
Hieft 2 ey Vi A7 A 10 mL

A P A7 AE smL

0o HERE : KUBOTA 2420

IRAY —)LEXRy | T A

GCH15mL XA 7)) : 7L v ML 1.5mL N1 7L
AAT7 TR DT AL 10 mL

(3) ThriE

(GUBL D BB MRS )

HorLoOTE by, ~FXV Tl L, HoICizgEI e a7 Ak
2T %, Zofthix, BEA U AWEBRFEEFHEEMO F51 Z 5 (K 21
3 H) IiE), £, REL 23BN TE 2 RN T 2 2 L A3t
FLL, B TERVEAIX, ) VAT pH 4 ISHREE ., W CRE
L., TELRTRL %119,

(G D R LB S N EBRR o> F 1]

AEFEE 200 mL 12 100 ng/mL ¥ 17— M EEHERE 2 100 pL %00 L, MR £ 7-
KB LAY 7 L2 HOT pH2 IZH#T 5, HorlH¥7au X% v 10 mL,
7 by 10mL, BEEK 1ISmLTavy74ya=y 7 LR — Y
v ¥ (OASIS HLB Plus) 12 10 mL/min Ttz ik $ %, #ffiZK 10 mL TAH—
Vo PEREEL, YU PTG L 228, 3000rpm T 10 4l Loy & 4T
W, BREHAToHER L, KoxtaoichkET 5, ibHBEMEA -V v

199



P YN—=Z L, Sl BAKHERM A — R Y v Y (Sep-Pak Dry) Z##iT %,
rvruuxgy 5mLTI1HHEIC T HERETCHRYEZ 10 mL £ 2y
VEIWCHEMT 5, EFAT ALK T, 0.5 mL X ThEME L. FEERMGEE
(BSTFA) % 100 uL¥i0 L, =< 1 RFEEHE § 5, INEEERR Z 100 uL %00 L |
27uuXy T IlmLICERL CGREKE T 5,

[Z25NERm o R ]
AlBEE A U R oREEUKkZ v, (BURI O RTAE R VGABR DFREL) DIHICHE
> THIEL, &0 n7callii z 22alBir L 35,

GHIE]
(EESA)
il P e ! GC ; 6890N (Agilent), MS ; IMS- K9 (JEOL)
A 7 & : 7Y L v ML VESMS (30 m x 0.25 mm, 0.25 pum)
77 L : 35°C (Imin) — 50°C /min — 80°C— 5°C /min
— 180°C— 45°C /min — 300°C
AlURRE A 51 P A7)y P LA (OS—=Y BRI 1 min)
HEA R : 250°C
Xr VY —HA *He(1.2mL/min) 2 A¥ ¥ 70—
aBHE A= D1l
A vy —7z—RAmE 1 250°C
A F VIR : 230°C
A F ALk . EI
A F ALEH 170 eV
BHE—F : SIM
EZY—AF v (H2)
L&a&y el R
CP-TMS 185 187
20152 TE@ADICPO Bt Co-CP-TMS 191 -
JHTJE%WM;Q@%E@%?ﬁ@%Q@i EiCP-TMS 219 221
AL o CeDICPTMS 225 -
iz, Eio, BHOIIHTHEEEND 2,4~ TrCP-TMS 253 255
(m/z 183, 935) 8 s, (2016(H28) TeCP-TMS 287 289
FRERSE SR ETAN) BCe-TeCP-TMS 295 -
PCP-TMS 323 325
BCe-PCP-TMS 329 -

TeFTTV-dy 164 ]
71'}“V}‘1/V—d10 188 -
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(R ER)

B R EER | uL 2 GCOMS ISHEAL TN T %, NERWE LV ur—
B ORE, IO S N ¥ — 7 i) S MEREER T 5, B, W
07— ME & NEEYE OREEIES 100ng/mL £ 95 (H3)

(E&)

AU 1 uL 2 GCMS ITIEA L, NRYWE L a7 — FEO ¥ — 7 ik
5 RBIRTONKYE Ly — MEOREE RO S, £, TR 7
TV-dipt 7 zF bl rdpldValy—MEoORIEROGHEICHEHT 5,

GREO&EH)
AR KRS € (ng/L) 1ZXRIC X D EBT 3,

C=RxQ/V

R: MRS ROV vy — MEHIREICN T 2 NRYWEIRE O
O ilBHICim L 723 a 7 — M E DR (ng)

BN 2917 — MIEOWE (ng/ul) x IS 29 0% — MEOAE (ul))
v s abkbkaE (L)

RIOWEHE > Tt DT OBiEZEMN Y %,

WMLy a”7—bMEE @ 100ng
Fiy SN : 0200L
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CEERH TIRME (DL))
Ao oI HWZ GCOMS D IDL 2£ 1 1333 (H:4) .

# 1 IDL DE SR

WES, IDL ke EefkiE IDL SURHA S (E
(ng/mL) L) (mL) (ng/L)
0-CP 0.039 0.200 1.0 0.20
p-CP 0.039 0.200 1.0 0.19
2,6-DiCP 0.030 0.200 1.0 0.15
2,4-DiCP 0.039 0.200 1.0 0.19
3,4-DiCP 0.023 0.200 1.0 0.11
2,4,6-TrCP 0.040 0.200 1.0 0.20
2,4,5-TrCP 0.052 0.200 1.0 0.26
3,4,5-TrCP 0.065 0.200 1.0 0.32
2,3,5,6-TeCP 0.077 0.200 1.0 0.39
2,3,4,6-TeCP 0.055 0.200 1.0 0.28
2,3,4,5-TeCP 0.075 0.200 1.0 0.38
PCP 0.12 0.200 1.0 0.59

S EORHE THRME (MDL) ROEE TIRME (MQL))
AHESTFEICEBIT S MDL KOPMQL 2% 2 1273 (HF5) .

72 MDL KU MQL D H 5 R

WES, bt Rk MDL MQL
(L) (mL) (ngL)  (ng/h)

0-CP 0.200 1.0 0.37 0.96
p-CP 0.200 1.0 1.2 32
2,6-DiCP 0.200 1.0 0.63 1.7
2,4-DiCP 0.200 1.0 0.41 1.1
3,4-DiCP 0.200 1.0 0.48 1.3
2,4,6-TrCP 0.200 1.0 0.94 2.5
2,4,5-TrCP 0.200 1.0 0.55 1.5
3,4,5-TrCP 0.200 1.0 0.64 1.7
2,3,5,6-TeCP 0.200 1.0 0.68 1.8
2,3,4,6-TeCP 0.200 1.0 0.76 2.0
2,3,4,5-TeCP 0.200 1.0 0.73 2.0
PCP 0.200 1.0 1.4 3.8
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T

GE 1) ARMEEE, PR 19 4FE AL AWESIIEAETERESE 24,5-MY
ran7x/—) (KE) OOHEEICHENLL TfTo 7,

(H2) TMS{LENZrZuu 72/ —LVDE=ZY—A FIE, TMSE L h X+
WO EDNNTEHER (/) ET 5,

(7E3) 246-bY27mu7x/—) 245 b)r7au7x/—) 345 L) 7
un7 /) — LRy yrun7 /) — )LOBERIT. EEEICE D
THEMMEZ R o7,

(7 4) IDL 1, "B EERHAEFEMBOTLI &) CPR214E3 H) 1L
7o CHEBL L, EHfERZ2ER 3-1~2 12, gD r7a< b7 74
ZX 1-1~5 1237,
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#3-1 IDL OHEHHEE (20 1)
NRYE S 0-CP p-CP 2,6-DiCP 2,4-DiCP
akkR (L) 0.200 0.200 0.200 0.200
AR (mL) 1.0 1.0 1.0 1.0
HEAWIREE (ng/mL) 0.100 0.100 0.100 0.100
BEEFE AR (UL) 1.0 1.0 1.0 1.0
FEH 1 (ng/mL) 0.105 0.188 0.117 0.0908
fER 2 (ng/mL) 0.123 0.180 0.130 0.105
fE 3 3 (ng/mL) 0.113 0.158 0.104 0.108
fE R 4 (ng/mL) 0.120 0.165 0.119 0.112
fEH 5 (ng/mL) 0.0972 0.176 0.121 0.0868
fER 6 (ng/mL) 0.0988 0.173 0.116 0.0992
fii L 7 (ng/mL) 0.115 0.168 0.121 0.111
YA (ng/mL) 0.1103 0.1726 0.1183 0.1081
FEHEMR 22 (ng/mL) 0.0101 0.0100 0.00778 0.00992
IDL (ng/mL) 0.039 0.039 0.030 0.039
IDL G RHEAZAE (ng/L) 0.20 0.19 0.15 0.19
S/N Lt 9.9 31 19 14
CV (%) 9.2 5.8 6.6 9.2
N RYE S 3,4-DiCP 2,4,6-TrCP 2,4,5-TtCP 3.4,5-TiCP
alkkR (L) 0.200 0.200 0.200 0.200
AR (mL) 1.0 1.0 1.0 1.0
HEAWIREE (ng/mL) 0.100 0.200 0.200 0.200
BEEE AR (UL) 1.0 1.0 1.0 1.0
fE 59 1 (ng/mL) 0.117 0.241 0.225 0.203
fE 9 2 (ng/mL) 0.108 0.242 0.235 0.223
s 3 (ng/mL) 0.113 0.220 0.213 0.181
fE 9 4 (ng/mL) 0.104 0.238 0.218 0.187
fEH 5 (ng/mL) 0.110 0.237 0.197 0.183
fEH 6 (ng/mL) 0.0996 0.250 0.233 0.204
s 7 (ng/mL) 0.113 0.251 0.212 0.217
Y (ng/mL) 0.1092 0.2399 0.2190 0.1997
EEHEMR 72 (ng/mL) 0.00593 0.0103 0.0133 0.0166
IDL (ng/mL) 0.023 0.040 0.052 0.065
IDL FRHEAEAE (ng/L) 0.11 0.20 0.26 0.32
S/N Lt 14 19 10 10
CV (%) 5.4 43 6.1 8.3
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732 IDL OFEHHER (2D 2)

N RYE S 2,3,5,6-TeCP  2,3.4,6-TeCP  2.3.4,5-TeCP PCP
kR (L) 0.200 0.200 0.200 0.200
A& (mL) 1.0 1.0 1.0 1.0
HEAMIREE (ng/mL) 0.200 0.200 0.200 0.300
BEEFEAR (UL) 1.0 1.0 1.0 1.0
FEH 1 (ng/mL) 0.293 0.254 0.305 0.350
s 2 (ng/mL) 0.278 0.247 0.270 0.420
fE 9 3 (ng/mL) 0.285 0.226 0.260 0.328
& 4 (ng/mL) 0.285 0.223 0.254 0.340
fE 3 5 (ng/mL) 0.273 0.245 0.256 0.348
s 6 (ng/mL) 0.236 0.262 0.257 0.352
FE 3 7 (ng/mL) 0.256 0.248 0.247 0.338
P (ng/mL) 0.2723 0.2436 0.2641 0.3537
FEEHE(R 22 (ng/mL) 0.0199 0.0142 0.0193 0.0304
IDL (ng/mL) 0.077 0.055 0.075 0.12
IDL iBRHASE (ng/L) 0.39 0.28 0.38 0.59
S/N Lt 15 11 15 20

CV (%) 73 5.8 7.3 8.6

IDL=t(n-1,0.05) X Gy X 2

J#uh 1 STD OMe-CGPs 0.1pe IDL-04

[nwbosa] vl $EFHES

I
0001 gy I 4035 - 2554

0745 0o
CP-TM
o-cpTMs  PEPTMS
m/z =185 0821

0838
08:34

1185 [11 185

DQEPm 2-9129

BCs-p-CP-TMS

0855
m/z =191 0821 0916
191

2191 e L B e A B B A B e i A e e e
RT--> 0740 0g:00 0820 0840 02:00 09:20

1-1 IDLJIER O Z7vuwe 72/ —)V-TMS D7 a7 5 A (0.10 ng/mL)
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1Auh 1 STD OMe-CPs 0.1pe IDL-04

(o774l VER - FEFHE G
— . !
" . 2,6-DiCP-TMS o
i 2,4-DiCP-TMS 3,4—D1CP—TMS
] 1223 qo0g 1236 1315 m/Z = 219
1:219 [0 b TEgan -~ 7007 '
13 .
Cs-2,4-DiCP-TMS
9
m/z =225
1156 : 1251
2:2325 TrorrrrrroT U T T '1'2:?1' Ty T rTrorrrrrroT rrrrrrrrrr TTr T T =225
RT--> 1140 1200 1220 12:40 1300 13:20 13:40 1400

1-2 IDLHlEROY 7vnu7 /) —)L-TMS D7 a< 277 . (0.10 ng/mL)

1Auh 1 STD OMe-CPs 0.1pe IDL-04

253

[BR7H5A] vEl - FETHE S
[0+ iy 2’4’6_TrCP_T¥guS 1364 - 000
' ' 2.4.5-TrCP-TMS
3,4,5-TrCP-TMS
m/z =253
1283 h e C6-2,4,6-TrCR-TMS 1094 - 760
1529 BC-2,4,5-TrCP-TMS

mlz =259

Fﬁfi Csmo w0 w0 w0 820 w0 o

1-3 IDLHERDO FY Z7vunw 7 =/ —)-TMSD 7 1= k77 A (0.20 ng/mL)

242 STD OMe-GPs 0.1pe IDL-04

oyl vEl : FEEHES 2 3 5 6-TCCP-TMS
[100]—_ o o - 1002 - 722
2,3,4,6-TeCP-TMS
2,3,4,5-TeCP-TMS
l miz =289
] 259
1:288 [0l 11626 - 825
B(C4-2,3,4,6-TeCP-TMS
5
m/z =295
2005 e S — L e LR T S — ———— 295
RT-—> 180 19:20 19:30 1940 1950 2000 2010 2020

1-4 IDLHIEROT Fo97nu727x/)—)L-TMSDOZ7ua<r 75 A

(0.20 ng/mL)
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J#uh 1 STD OMe-GFs 0.1pe IDL-04

[100]-

1:323 [0]

Dovhrzal vl FEEE

PCP-TMS

L .
2040 1141 - 732

m/z =323

323

25?49 8R27 - 767
BCe-PCP-TMS
m/z =329
2241
Pzﬁgi 2'2:'00'”””'éz:'m””””2'2:'20'”””'2'2:'30””””2'2'40'”””'2'2:'50””””és:'uu'”””??q
1-5 IDLHIEROXRvy Y 7uu7 /) —)L-TMSDOZa= k75 A
(0.30 ng/mL)
#4-1 MDL MO MQL OBEHFEE GAa)ilKk) (2D 1)

NRYE 4 0-CP p-CP 2,6-DiCP  2,4-DiCP
kR (L) 0.200 0.200 0.200 0.200
EEER R (ng) 0.200 0.200 0.200 0.200
FURHEAELIRE (ng/L) 1.0 1.0 1.0 1.0
AR (mL) 1.0 1.0 1.0 1.0
AR (ng/mL) 0.200 0.200 0.200 0.200
EFEAR (uL) 1.0 1.0 1.0 1.0
BE7 7/ (ng/L)™! ND (1.1) ND ND
AR (ng/L)™ ND 1.9 (0.16) ND
fEd 1 (ng/L) 1.07 3.23 1.65 1.06
fE 9L 2 (ng/L) 1.21 3.56 1.32 1.13
fidt 3 (ng/L) 1.12 3.76 1.30 1.25
fE 9 4 (ng/L) 1.25 3.53 1.32 1.36
G 5 (ng/L) 1.09 3.63 1.26 1.23
fE L 6 (ng/L) 1.15 321 1.32 1.32
fEH 7 (ng/L) 0.952 3.08 1.65 1.21
fE 9L 8 (ng/L) 1.03 2.82 1.57 1.37
HIME (ng/L) 1.109 3.353 1.424 1.241
FEHEMR 22 (ng/L) 0.0961 0.319 0.168 0.109
MDL (ng/L)" 0.37 1.2 0.63 0.41
MQL (ng/L)"* 0.96 3.2 1.7 1.1
S/N Lt 9.9 18 e 17
CV (%) 8.6 9.5 12 8.7
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7 42 MDL O MQL OFHFER (fJllKk) (2D 2)

RN RYE 4 34-DiICP  24,6-TrCP  2,4,5-TrCP  3.4,5-TrCP
EHE (L) 0.200 0.200 0.200 0.200
FEHEVR R (ng) 0.200 0.400 0.400 0.400
AVEHIA SRR L (ng/L) 1.0 2.0 2.0 2.0
A& (mL) 1.0 1.0 1.0 1.0
HEARIRE (ng/mL) 0.200 0.400 0.400 0.400
LEFEAR (uL) 1.0 1.0 1.0 1.0
BVET 907 (ng/L)"! ND ND ND ND
FEAINEARE (ng/L) ™ ND 1.3 ND ND
i 1 (ng/L) 1.50 321 2.34 2.33
fii 4 2 (ng/L) 1.34 2.81 2.32 2.35
fidt 3 (ng/L) 1.46 3.45 1.95 2.58
fii 4 (ng/L) 1.37 3.17 2.37 2.04
fii 5 (ng/L) 1.73 2.95 2.19 2.30
fii R 6 (ng/L) 1.40 3.24 2.09 2.38
fidt 7 (ng/L) 1.50 3.53 2.35 2.08
fiti 8 (ng/L) 1.60 3.46 221 2.39
FEME (ng/L) 1.488 3.228 2.228 2.306
FEYEMR 22 (ng/L) 0.129 0.254 0.148 0.174
MDL (ng/L)" 0.48 0.94 0.55 0.64
MOQL (ng/L)™ 1.3 2.5 1.5 1.7
S/N I 15 22 17 8.4
CV (%) 8.6 7.8 7.2 8.0
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72 4-3 MDL KO MQL OB HFER GullllAKk) (Z2d 3)

XN RYE S 2,3,5,6-TeCP  23.4,6-TeCP  2,3,4,5-TeCP PCP
kR (L) 0.200 0.200 0.200 0.200
EEEVRINE (ng) 0.400 0.400 0.400 0.600
URHAELR L (ng/L) 2.0 2.0 2.0 3.0
RS (mL) 1.0 1.0 1.0 1.0
HEARIRE (ng/mL) 0.400 0.400 0.400 0.600
EEF AR (UL) 1.0 1.0 1.0 1.0
BVET 97 (ng/L)™! ND ND ND ND
FERINEEL (ng/L)™ ND ND ND ND
fEd 1 (ng/L) 1.93 1.94 1.91 3.72
fEdt 2 (ng/L) 1.95 1.89 2.08 4.14
fE L 3 (ng/L) 1.73 1.99 1.90 4.27
fidt 4 (ng/L) 1.75 2.37 1.86 3.25
fEdL 5 (ng/L) 2.26 1.89 1.96 4.18
fEdt 6 (ng/L) 1.95 1.92 1.94 4.39
fEd 7 (ng/L) 2.15 2.36 1.73 3.66
it 8 (ng/L) 1.85 2.16 2.39 3.95
SEYIME (ng/L) 1.946 2.065 1.971 3.945
BEHEJR 72 (ng/L) 0.183 0.204 0.196 0.380
MDL (ng/L)" 0.68 0.76 0.73 1.4
MQL (ng/L)"™ 1.8 2.0 2.0 3.8
S/N 12 11 12 30
CV (%) 9.9 11 5.4 10

#1 1Rt = B Y v 7 2D BRI IRE T AR DEAF 2 47 WllE L 72 i
FHfE (n=2)

*2 ¢ MDL B HHRBHIAEHE 2RI L TO R WIREETE E NS IEE n=1)

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

*4 : MQL = 6, x 10

#5: X 12 RO 222 dr7a< k75 LA TRT X IIZ, 2,6-DICP-TMS D E— 7
BHIEY—7 DO, SN HZ2HENT A LN TE L7, TMS LI X
LWEE =7ty aly—E—27 L LTS 2,6-DiICP-TMS % 7 L T&E

w7,
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Jipk: 20120119 G MOL-01

[nyhrsA] 185 7077 - 2866
100% -
0546
| p-CP-TMS
|0-CP-TMS
50% -
0826
il:%e2) m/ = 185
0% TrrrrrrroeT TrrrrrroroT Trrr oo TrrrrrrroT Trrr oo TrrrrrororoT TrrrrrrroT 1
RT--> 0820 0840 09:00 0920 09:40 10:00 10:20 10:40 1100

X 2-1 MDLHIEHD7un7x/—)L-TMSDZrZua=< k275 A

JAuh 20120119 G MDL-01

ovHEzA] 219 : 2726 - 1646
100% -

1?:'_0'0 _ 13[%13';'0
2,6-DiCP-TMS
1258
3,4-DiCP-TMS
2,4-DiCP-TMS 515
B0% A 1.4
1255 m/z=219
0% L L LR L L L AL L L L L L L L L L L L LR L L L L L L L LR L LR L AL L EL L R L L LA L L L L L L LR
RT--> 12:00 12:30 1300 1330 1400 14:30

¥ 2-2 MDL HIEHDY7uu7z /) —)L-TMSDO7u< k75 A

JAuh 1 20120119 & MDL-01

[nyhra4] 263 @ 2026 - 1419 2,4,6—TI'CP—TMS

100% -
15714 2,4,5-TrCP-TMS
1560
15 3,4,5-TrCP-TMS

a0% -
m/z =253
U% AL I L L L L L L L L L L L L L L L L L L L L ) L L L L L L L L L L L L L L L L L L L L L L L L L L L B L L B BB

RT--> 15:00 15:20 15:40 1600 16:20 16:40 1700 1720

¥ 2-3 MDLHIERO Y Z7un7x /) —)L-TMSDOZua< 279 A
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T4k 20120119 G MDL-01
[howhrz4] 289 : 1683 - 1060

1 2,3,5,6-TeCP-TMS
2,3,4,6-TeCP-TMS

2,3,4,5-TeCP-TMS

S0%

s ;
RT--> 1920 :

X 2-4 MDL HIEHiOF S5 7un7x /) —)IL-TMSDZa< k75 A

Tk 20120119 G MDL-01

Bo7HIA] 323 2180 - 1089
100% - PCP-TMS
2249
s m/z =323

0%
RT-->

¥ 2-5 MDL HI*‘EHiO Xy 7un7 /) —)IL-TMSDZa< k75 L
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§2 RS

CagiiRS)|
(7e—F¥—1F})
ThEO 78 —F vy —FZ2X 3 IZRT,

AGEE || pH Fi% EAY;EEiEdaw iR
200 mL pH 2 - HCI T Oasis HLB Plus Atk
Yus—F %410.0ng 10 mL/min 10 mL
IR DK I BR 2 W - K T
Gy e i yrzuu v .
a&% ]i fift 3oqorpm (10 min) (/\7 ; x_ %> 5ml N, ST
ST 2Ny v 3
Ny Xt ¢ 20 min 7T TV a 0.5 mL £

+Sep-Pak Dry)

AR ER GC/MS-SIM
BSTFA 0.1 mL T YruuxX¥y 1mL
(FYXFILTUIAL)  NERERD
250 1 hr % 10.0 ng

X3 ShEo7a—F v —L
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(R ERR)
w7z X 4-1~12 [ ESERE 7 — % 23R 5-1~12 1237,

0-7087 x ) — L ({5 B %) P 0-7mm7 x ) — /b (7 FE %)
0.5 SR
- y = 0.7467x - 0.018
04 | 5 R® =0.9996
y = 0.7992x + 0.0009 L6t
sl R* =0.999 Poos
IRCRS yor Al
ny My
o AT
HL 0.2 SL=IN
. ]
0.1
1 4
0.0 0 1 1 1 1 1
0.2 0.4 0.6 0 2 4 6 8 10 12
TRE TP Lt
BE hgml) — (1) Q) (3) I (ng/mL) — (20) (50) (100)

4-1 o-7/mu7 x/—)L-TMS OMERRE (1% — FEE 10.0 ng/mL,
(G FE AR 1 0.100~5.00 ng/mL. 5 FEAENK ¢ 5.00~100 ng/mL)

: p-/ERT =)= ({1 B ) % p-UERT 2 )b (W )
L 0.50 10
: y=0.8777x +0.0338
oo R  0.9907 g yZO8ITX-0.0038
: : R” =0.9996
: 030 | P64
A RS
ot LR
& R i
2 0.20 1 Pl 4t
0.10 2+
0.00 | | | | | 0 | | | | |
0. 01 02 03 04 05 06 0 2 4 6 8 10 12
U FEE B I E B
W (ngml) — (1) Q) ) HE (ng/mL) — (20) (50) (100)

42 p-/mu7 x/—)L-TMS ODWMERR (1% — FEE 10.0 ng/mL,
{EC I FEARIR ¢ 0.100~5.00 ng/mL. 5 EAENK ¢ 5.00~100 ng/mL)
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2,6-v7una” = ) — )b (KR FEfE ) 2,6-Yrun” /) — )b (F i EER)

0.8 12
o y =0.9961x + 0.0563
R =0.9996

y=1.1852x - 0.0115 SR (U 5
0.6 + R’ =0.9962 .

& P X
{004 DRI 6 T
= =]
L4
0.2
2,,
0.0 0 1 1 1 1 1
0.2 0.4 0.6 0 2 4 6 8 10 12
______________________________ WS R RER
BEE (ng/ml) = (1) () ®) B (ng/mL) = (20) (50) (100)

43 26-¥7un7x/—)L-TMS O (a5 — kIS 10.0 ng/mL.
{EC I FE AR 1 0.100~5.00 ng/mL. 5 EAENK ¢ 5.00~100 ng/mL)

: 24-v7mm7 =) — )b (I FER) % 24-D7007 = ) — b (i FE AEK)
L 0.6 T
' os L y = 0.9797x + 0.0032 D y = 0.9291x - 0.0037
D R’ = 0.9994 87 R =0.9995
L 04 .
22 L 26
{103 s g
A= P4t
02
0.1 27
0.0 0 | | | | |
0.2 0.4 0.6 0 2 4 6 8§ 10 12
8 B L IR B L
RE (ngml) = (1) Q) (%) IRIE (ngmL) = (20) (50) (100)

4-4 24-Y7unu7x/—)L-TMS DFEKR (Y u’7— FIEE 10.0 ng/mL,
IR EEREI © 0.100~5.00 ng/mL, @ik © 5.00~100 ng/mL)

214



34-vran7x ) —n (K E %) P 34-vran7 =) —N (F

ot
HE
X
S
ﬁ?{;

L 038 SR
5 fon y = 1.2452x - 0.025
P 0.6 1 y=1.2865x+0.0058 L o4 R = 0.9996
R” =0.9991 L
= EE=S
X1 0.4 :1‘3(’]1
e P16 T
L 02 AT
2 4
0.0 0 : : : : :
0.2 0.4 0.6 0 2 4 6 8 10 12
B L PR L
r%FF (ng/mL) —(1) (2 ) f%FF (ng/mL) — (20) (50) (100)

4-5 34-rrun 7 x/—)L-TMS O (Y27 — MR 10.0 ng/mL,
IR LA © 0.100~5.00 ng/mL, @ik © 5.00~100 ng/mL)

2,4,6-N)7mu7 = ) — )b (R E %) : 2,4,6-N)7mm 7 = ) — )b (5 fE )
Lo12 ; 8
10+ y = 0.9384x + 0.0113 y;0‘6386x+o'4128
5 R’ =0.9989 6 R 0998
P08
ey =
0.6 - R4
pe) e
P04 1 :
2 €
0.2
0.0 0 1 1
02 04 06 08 1 1.2 0 4 8 12

______________________________ BRI L BER
o;'%ft? (ng/mL) —(1) ) ) f%FF (ng/mL) — (20)  (40) (100)

4-6 246-FV7unw 7/ —)L-TMS DRER (Y17 — FEE 10.0 ng/mL
fEGIR BEDE:0.200~10.0 ng/mL, =R EERESY © 10.0~100 ng/mL)
(200 ng/mL |ZERFETIE e\ 720 R S BRI L 72)
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2,4,5-NzmnT =/ —/b (K B %) : 2,4,5-Nrmm7 = ) — )b (5 i fE)

1.2 8
Doyo L yTL137x+0.0074 % y=0.7183x + 0.5788
L R” = 0.999 L el RT=0.9978
P08 A 5
L K00.6 1 M4
b E
© 0.4 :
2 4
02
0.0 ; . } }
02 04 06 08 1 12 0 . g b
R b
s tgml) S0 @ {0) a%ﬁ? (he/mi) =5 (30) (40 (106

4-7 245-FV7un 7 x/—)L-TMS OFER (I v’7— MEE 10.0 ng/mL,
IR EEREIER ¢ 0.200~10.0 ng/mL. il EERE @ 10~100 ng/mL)
(200 ng/mL I EMFEL TIE 20720, R SR L 72)

3,4,5-Prun7 =/ — )b (1K fE5) : 34,5-Nymn7 =) — )b (i EER)

0.8 6

0.6 + y = 0.5743x+ 0.0096 3 y=0.3807x + 0.2915
AT R® =0.9973
=y
DK
R
c 24

0 ; |
12 0 4 8 12
: TR '
(;;%fé“:"(fl'g7ﬁill5:>'('2') """ @ 10 b i;%f#"(h'g'/irit') """ =200 @oy) T ooy T

4-8 345-bVruu7x/—)L-TMS O (v 77— MR 10.0 ng/mL,
R EEREIE ¢ 0.200~10.0 ng/mL. SR EERHIE  10.0~100 ng/mL)
(200 ng/mL I EMFEL TIE 20720, R SR L 72)
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0.8 14
¥ y = 0.607x +0.0619

R” =0.9957

y = 0.6075x - 0.001 :
0.6 1 R” =0.9987 10 4

(;;JE (ng/mL) = (2) (4) (10) oaf;“: (ng/mL) —(40) (100) (200)

49 2356-7b77un7 2/ —NL-TMS OBER (a7’ — FEE 100
ng/mL. {EJEEEGEIE © 0.200~10.0 ng/mL. =ik EE © 10.0~200 ng/mL)

23,4,6-ThFrauT x )— L (K RE Efj) 2,3,4,6-7hFrmn7 =/ — b (G )
0.8 14
y = 0.4885x - 0.0019 TRt y = 048x+0.0511

2
0.6 R’ = 0.9993 R*=0.9953

(;;JE (ng/mL) = (2) (@) (10) oaf;“: (ng/mL) — (40) (100) (200)

4-10 234.6-7ho70u 7/ —)L-TMS ORER (Fos — FEE 100
ng/mL. {EJEEEGEIE © 0.200~10.0 ng/mL. =i TE © 10.0~200 ng/mL)
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: 14
12 T y = 0.5348x + 0.0523
;067 y = 0.5344x + 0.0007 01 R = 0.9949
b R* = 0.9989 .
b a8
0.4 Lk
= PR 6
oL
0.2
2,,
0.0 : 0 ‘ ‘ ‘ w :
0 0.2 04 06 08 1 1.2 0 4 8 1216 20 M
.............................. WM i BER
BE (gml) = ) @ (10) WE (ng/mL) —(40) (100) (200)

4-11 23457778072/ —)L-TMS O (a7 — MRE 100
ng/mL. {EJEEEGEIE © 0.200~10.0 ng/mL. =ik EE © 10.0~200 ng/mL)

: AR anT x ) —b (K EEAEK) P ~NupunT ) — )b (E R
L 14 10
Lo y = 0.8405x + 0.0094 y=0.5171x +0.732
P R® = 0.9988 8+ R’ = 0.9953
1.0
23 0.8 R 6T
E 0.6 1 E 4 +
04
2 4
0.2 -
0.0 : 0 ; ; ;
0 0.5 1 1.5 2 0 4 8 12 16
HRILH e L
HE gml) > 3) (6 (15) JRE (mg/mL) —  (30)  (60) (150)

4-12 RXv¥zrzun7x/—)L-TMS DiFER (7 — FIRE 10.0 ng/mL,
IR EEREIR © 0.300~15.0ng/mL, =i ERE @ 15.0~150 ng/mL)
(300 ng/mL 1%, MEMBROEFFEIRTIZ R VD, BRIFL7)
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#5-1 o-7uu 7 x/)—)L-TMS OEREIERHF—%

TR I B ‘
- NRYE (As) or -MIE (A I b
IREE L (ng/mL) 13
) 0-CP-TMS Cs-p-CP-TMS (Ay/Ais)
(m/z=185) (m/z=191)

0.01 0.100 1470 137667 0.01068
0.02 0.200 2015 108000 0.01866
0.05 0.500 5063 153667 0.03295
0.1 1.00 9667 119333 0.08101
0.2 2.00 22267 133667 0.16658
0.5 5.00 55300 138667 0.39880
1 10.0 93767 125667 0.74615

2 20.0 173667 125667 1.3820

5 50.0 544000 145000 3.7517

10 100 901000 121000 7.4463

Yu— MR 10.0 ng/mL

#52 p-run7z/)—)L-TMS OBEEIERT T —%

B CElLE
. NRYVE (As) Yor MR (Ay) S L
IREE L (ng/mL) i,
) p-CP-TMS Cs-p-CP-TMS (A/Aj)
(m/z=185) (m/z=191)

0.01 0.100 6157 137667 0.04472
0.02 0.200 5390 108000 0.04991
0.05 0.500 11200 153667 0.07289
0.1 1.00 14733 119333 0.12346
0.2 2.00 28433 133667 0.21272
0.5 5.00 65367 138667 0.47139
1 10.0 108667 125667 0.86472

2 20.0 197000 125667 1.5676

5 50.0 609000 145000 4.2000

10 100 1015667 121000 8.3939

Yo7 — MREE 10.0 ng/mL
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#£53 26-¥7007 2/ —L-TMS ORI 7~

Y Y Yl
Lo BRI e (a) sor ME (A9 AN
IREEH (ng/mL) . 13 :
©) 2,6-DiCP-TMS Cs-2,4-DiCP-TMS (AJAjs)
(m/z=219) (m/z =225)
0.01 0.100 1222 72400 0.01688
0.02 0.200 1198 57467 0.02084
0.05 0.500 3297 82100 0.04015
0.1 1.00 5330 63167 0.08438
0.2 2.00 16133 71200 0.22659
0.5 5.00 45033 76933 0.58536
1 10.0 75567 67800 1.1146
2 20.0 135000 70533 1.9140
5 50.0 413333 81333 5.0820
10 100 691333 69033 10.014

Yu— MR 10.0 ng/mL

F54 2470072/ —)L-TMS OEEEIERHF—%

‘ PORIRIE o am () o M (A Il
IREE L (ng/mL) ' s _
) 2,4-DiCP-TMS Cs-2,4-DiCP-TMS (AJA)
(m/z=219) (m/z = 225)

0.01 0.100 1008 72400 0.01393
0.02 0.200 1290 57467 0.02245
0.05 0.500 3807 82100 0.04637
0.1 1.00 6377 63167 0.10095
0.2 2.00 14733 71200 0.20693
0.5 5.00 37733 76933 0.49047
1 10.0 65900 67800 0.97198

2 20.0 121333 70533 1.7202

5 50.0 383667 81333 4.7172

10 100 640000 69033 9.2709

Yo7 — MREE 10.0 ng/mL
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£5-5 34270072/ —L-TMS ORREMERA T — 5

REAENR R T I :
- NRYE (As) i -MIE (Ai) I b
IREE L (ng/mL) . 13 ,
©) 3,4-DiCP-TMS C¢-2,4-DiCP-TMS (AJ/Aj)
(m/z=219) (m/z =225)
0.01 0.100 1483 72400 0.02049
0.02 0.200 1640 57467 0.02854
0.05 0.500 5117 82100 0.06232
0.1 1.00 8540 63167 0.1352
0.2 2.00 19633 71200 0.27575
0.5 5.00 49600 76933 0.64471
1 10.0 88100 67800 1.2994
2 20.0 161667 70533 2.2921
5 50.0 508000 81333 6.2459
10 100 858000 69033 12.429

Yu— MR 10.0 ng/mL

%56 246-FV7unu7 /) —)L-TMS OWMEIEIERH T — %

I JENEAE
FEHEWR I 2 - ; - p
‘ HNRUE (A oy -MIE (A JBE T
HEELE (ng/mL) »
C)) 2,4,6-TrCP-TMS Cs-2,4,6-TrCP-TMS (As/As)
: (m/z = 253) (m/z = 259)
0.02 0.200 1260 49133 0.02564
0.04 0.400 1647 26778 0.06149
0.1 1.00 4917 54033 0.09099
0.2 2.00 8517 44000 0.19356
0.4 4.00 19567 48633 0.40233
1 10.0 49767 52633 0.94554
2 20.0 87300 50133 1.7414
4 40.0 159000 52000 3.0577
10 100 506333 74867 6.7631
20 200 848333 80867 10.491

Yo7 — MREE 10.0 ng/mL
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%57 245V 7007 x ) —)L-TMS OBUERER T 7 — %
I ZHAiE

VEE 7k el
e TRRHORE T s (a) nr W (A9 S
IREEH (ng/mL) 13
) 2,4,5-TrCP-TMS C6-2,4,5-TrCP-TMS (Ay/Ajs)
(m/z=253) (m/z =259)
0.02 0.200 1580 46400 0.03405
0.04 0.400 1667 35800 0.04655
0.1 1.00 5463 50633 0.10790
0.2 2.00 9663 41333 0.23379
0.4 4.00 22133 45433 0.48716
1 10.0 56767 49967 1.1361
2 20.0 99700 47767 2.0872
4 40.0 181333 50400 3.5979
10 100 584333 75833 7.7055
20 200 985000 85267 11.552

Yu— MR 10.0 ng/mL

58 345-FV7r7uu7x/—)L-TMS OWMEIEIERH T — %

FEHE TR I JEEfE
T JiE NRYIE (As) Yo -MIE (A I b
(ng/mL)  3.4,5-TrCP-TMS  BC¢-2.4,6-& BCe-2.45-TrCP DV (AJAj)
(Cs) (m/z =253) (m/z =259)

0.02 0.200 879 47767 0.01839
0.04 0.400 1044 31289 0.03338
0.1 1.00 3113 52333 0.05949
0.2 2.00 5310 42667 0.12445
0.4 4.00 11933 47033 0.25372
1 10.0 29700 51300 0.57895

2 20.0 53500 48950 1.0930

4 40.0 97333 51200 1.9010

10 100 306333 75350 4.0655

20 200 522000 83067 6.2841

Yo7 — MREE 10.0 ng/mL
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#59 23567 770075/ —)L-TMS ORERAERTT— 5

JEEAE

VHE Y7 S
o RRRRE Temiet a0 nr MR () JARH
IREEH (ng/mL) 13
) 2,3,5,6-TeCP-TMS C6-2,3,4,65-TeCP-TMS (Ay/Ajs)
(m/z=289) (m/z=295)
0.02 0.200 1088 72900 0.01492
0.04 0.400 1297 59333 0.02185
0.1 1.00 4313 78667 0.05483
0.2 2.00 7423 66000 0.11247
0.4 4.00 17000 66267 0.25654
1 10.0 43000 71333 0.60280
2 20.0 76700 62000 1.2371
4 40.0 140667 61833 2.2749
10 100 448333 67200 6.6716
20 200 769667 64233 11.982

Yu— MR 10.0 ng/mL

#5110 2346-7 k7270072 —L-TMS ORERIERT 7 — %

A
RNRYVE (Ay) yor -MIE (As) V& B
2,3.4,6-TeCP-TMS 3C¢-2,3,4,6-TeCP-TMS  (AJAi)

FEVEWR R RS
IR (ng/mL)

(Cy) )
(m/z=289) (m/z=295)

0.02 0.200 820 72900 0.01125
0.04 0.400 1030 59333 0.01737
0.1 1.00 3423 78667 0.04352
0.2 2.00 5953 66000 0.09020
0.4 4.00 13300 66267 0.20070

1 10.0 34600 71333 0.48505
2 20.0 60333 62000 0.97312
4 40.0 110667 61833 1.7898
10 100 356000 67200 5.2976
20 200 608333 64233 9.4707

Yo7 — MREE 10.0 ng/mL
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#£511 23457 b77807 2/ —L-TMS DRI 7 — 5

JEEAE

VHE Y7 S
o RRRRE Temiet a0 nr MR () JARH
IREEH (ng/mL) 13
) 2,3,4,5-TeCP-TMS C6-2,3,4,65-TeCP-TMS (Ay/Ajs)
(m/z=289) (m/z =295)
0.02 0.200 1160 72900 0.01591
0.04 0.400 1280 59333 0.02157
0.1 1.00 3843 78667 0.04886
0.2 2.00 6640 66000 0.10061
0.4 4.00 14900 66267 0.22485
1 10.0 38000 71333 0.53271
2 20.0 67333 62000 1.086
4 40.0 122000 61833 1.973
10 100 397667 67200 59177
20 200 677000 64233 10.54

Yu— MR 10.0 ng/mL

#5112 Rvyrzun7x/)—)L-TMS DBMEEERHTF—%

ot JENEAE
TEHEW e L - Q -
‘ HEWE (A) N0 E (A AL
IREE L (ng/mL) 13
) PCP-TMS Cs-PCP-TMS (AJAs)
: (m/z =323) (m/z =329)
0.03 0.300 871 22533 0.03864
0.06 0.600 922 17000 0.05425
0.15 1.50 3017 24367 0.12380
0.3 3.00 5187 20500 0.25301
0.6 6.00 12367 22700 0.54479
1.5 15.0 31433 24933 1.2607
3 30.0 56700 23833 2.3790
60.0 106000 26000 4.0769
15 150 354333 42200 8.3965
30 300 616667 49500 12.458

Yo7 — MREE 10.0 ng/mL
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(EEyED 7 a~<w F 75 L)
B D 7a< b 79 LEK 5-1~5 1R,

1A%k 2 STD OMe-CGPs 10pe-2

oewky5A]l vER - FERHE S
fonlo - 2021 - 2301
1 o-CP-TMS\:SSS p-CP-TMS &7
m/z =185
10745 . ..
1186 0] 752 = = oERTRE - Erra i
=i
13
Ce-p-CP-TMS
miz=191 ~
08:21
2191 ; . - . . 191
RT—> 0s:00 03:20 08:40 0900 0920

5-1 CP-TMS & Cs-CP-TMS DIE#EMIE D 7 a < + 75 L

qA%k 1 STD OMe-CGPs 10pe-2

DRTHISAT vad - feriimes 2,6-DiCP-TMS 3,4-DiCP-TMS
] l 2,4-DiCP-TMS
: 1202 + 1316
%j\ | m/z =219
1.219[0]: e e hal 14480—0219
B Ce-2,4-DiCP-TMS
m/z =225

5-2 DICP-TMS & *C¢-DiCP-TMS DFEHEYPE D 7 u~ k75 A

1A%k ¢ 3TD OMe-GPs 10pe-2

BoTMrza]l El - FEFHES 2,4,5—T1‘CP—TMS 3,4,5-TrCP-TMS

by 2.4,6-TrCP-TMS | iy 19808 - 832
] \:3:14 1 l
1645
1 14:38
1:253 [0]+ 1oy 15.149 10187 - 703
B6-2,4,6-TrCP-TMS BC6-2,4,5-TrCP-TMS
15:20
miz =259
=269 1945 259
. 15:{\16 Z2d4h1 - 923
TEF 7T d
m/z =164
M4 A e —r—————— S DM SN RS S 164
BT 14:30 1500 15:30 16:00 16:30 1700 1730

5-3 TrCP-TMS. “Cs-TrCP-TMS & 7 F 7 T v -dyy DIEHEYE D 7 u < + 7 T A
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1A%k 2 STD OMe-CGPs 10pe-2
nvhe5al vl - FEFHE
[100]1-

2,3,4,6-TeCP-TMS

Py
4 192:20 9~ Ty

2 3 4 5 TeCP TMS 18272 - 669

f 5. m/z =289

2EI 4

5-4 TeCP-TMS.

1:220 [0]-
BCe- 2,4:5;6 TeCP TMS
ml/z =295
%E@7D7F77A

13(:6-TeCP TMS & Dy

349k 1 STD OMe-CPs 10pe-2
DR7H54] el - FErHE PCP-TMS
[100]+ _
] \422]49 23098 - 843
] m/z =323
] 2241 2313
1823 [0] = b o0 eE
Cs-PCP-TMS
m/z =329
2313
a9 e ST - 02
Z0==0y RVZ4 N POV, AN
m/z = 188
3188 LR L L L L L L L L L L I L L "|"188
RT--> 2100 2120 2140 2200 220 2240 250 2520 2540
J I
DIEHEYIEH D

5-5 PCP-TMS.

BCe-PCP-TMS & 7 = F ¥ F L V-dy
ra< b7 A5
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(FEEYE D~ A A7 kL)
B D 7 a2 75 L% 6-1~20 128,

qQAVE 1 - CP-TMS 1000pe in DG M

[=~"5hiL] 639643 — 528 6580 BF = 93[130842] TIG = 698847 RT = 09719.00:21
0% —

h m/z =185

/z =187

o 1 | L Mul |I |‘.| wlyn I Iu L |‘|

P ou 10U I i P wu
M, o
6-1 o0-CP-TMS O A AN )
AAVE @ p-GP—TMS 1000pe in DG M
[=~0h] 727731 — 660,682 BP = 185[20002] TIC = 449017 RT = 1003.10:05
1 0oss
Soms |
- | |.| -~ || |H.| .|I‘.| |II|| [T, [T TR Il |. i i i
oz > =5 Tdo I =0 =80 ada 8o
M, o
62 p-CP-TMS D2 AARY b
Ax2bk 1 2.6-DIGP—TMS 1000pe in DGR
[=Z~"5HL] 10581062 — 1006.1036 BP = 21901906341 TIC = 1669131 RT = 12:40 1251
1 0oss
Soms |
o .|||= ||.||.|| .|| Ly ”'. bt Wil . L I‘|||| , ; ;
msz—— 50 100 150 =200 250 =200 350

6-3 2,6-DiCP-TMS D A A X7 k)L

Qsvk : 2A-DICP-TMS 1000pe in DG M

[=~"6hL] 1101 — 1055 1055 BF — 02[@00480] TIo — 1277621 RT — 1240
1008 —

m/z =219

\ mlz =221

6-4 2,4-DiCP-TMS D A A7 k)L

- | " ‘IL ||||| I.|‘u|.. T || L L ‘IL L IL|||
s = T
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qAAVE = 3.4-DIGP-TMS 1000pe in DG M

1o

som

[=~*5hL] 1207 — 1286.1266 BP = Zi1ofs02a8] TIG = 1270627 T = 1403
0% —

J”,‘I‘II‘JHI., ||I||. Ly I|
20 B

m/z =221

m/z = 2& /

o
mrz——> U

byl . . .
o P =u s wu

6-5 3,4-DiCP-TMS D A A X7 k)L

UxVE 2 2.4.5-TriSF-TMS 1 000pe in DM

TonTrid 15161522 — 1454 1465 BF = s3i5eT68] TIS —5eses AT S 155e e
PPN
_— \ /
o Ll L L, § L Ll L § luy AL ||| § §
et = VY o v = = =
X 6-6 2,4,5-TtCP-TMS D~ A A7 + )b
- S4,0- 1T -
SAVL  2.A.GC TIPS TIME 100G i DO
T N T e v g e Y M Y e E e T
PPN
—
R |‘ o ,...‘l|u.,\.|..., ,|I|||. wllan ,.m‘n.... . ,|“|I, ,.H.I., N
et o i i i o s o

6-7 2,4,6-TrCP-TMS D A A7 k)L

QAVE 2 B.4.5-TriGP-TMS 1000pe in DG M

1008 —

S0

o
[ 50

[=~*5hL] 1630 — 14091420 BF = 73le0523] TIo = 657622 RT = 1738

m/z =253 m/z =255

N7

100 150 200 280 =00 =50

6-8 3,4,5-TrCP-TMS D <? A A7 k)L
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qQAVE : 2.3.4.5-TetraSP-THMS 1000pe in DGR

=~5hiL] 2032 — 2111.2131 BF = 930106166] TIG = 1140661 RT = 2056

com ] m/z =287 /m/z =289
/——5%; it T ||| L uL L . W . il ]

6-9 2,3,4,5-TeCP-TMS D% A A7 k)L

qAAVE : 2.3.4.6-TetraSP-THMS 1000pe in DGR

[=~"5hiL] 19681972 — 1803.1864 BP = 03[34367] TIG = 337247 RT = 20:24 2026

m/z =289
m/z =287 \
m/zg"‘_J‘L“Mm .III.|‘|| " “l e 11 L |\||IZDI|E‘I ||JJJ 1 ZJDL 1 St'ul.ulI —

6-10 2,3,4,6-TeCP-TMS D% A AX7 k)L

qAAVE : 2.3.5.6-TetraSP-TMS 1000pe in DGM

[=~"5hiL] 1941 1946 — 17441843 BP = 03[68154] TIG = 416936 RT = 20:10.2013

m/z =289
oo ] m/z =287
o LI ||| ||| I m 1 1A .”' bt A Il 1l .

6-11 2,3,5,6-TeCP-TMS D A A7 )b

qAAVE = PentaGP-—TMS 1000pe in DG M

[=~8hiL] 2302 2304 — 2274 2287 BP = 0301077341 TIC = 747767 R T = 2311 2312
1008 —

miz =325
mlz =323

D%’ ‘ n HJ B || Al walls iy e, HI Wl IJJu..|||.\. TR iy mJ L.

ez > s0 100 150 =200 =250 200 aso

[X] 6-12 PCP-TMS D~ A A7 k)b

229



qsh 1 13CG-GPs Mixture—TMS 1000pe in DG M

Canhnd 725,725 — Ba4.692 BF = (910667031 TIS = 396678 AT = |0:02.1004
100%
so% |
ore ul .“' L H||I || -|I T P [N L - I\‘ ‘u ; ,
mez——> =1u] 100 150 z00 250 =00 350
6-13  Ce-0-CP-TMS D2 A A7 k)L
ALk 1 18C-CPs Mixiure—THMS 1000pe in DG M
Conial 1100 — 5561018 BF = oal725a0] TIS = 452845 FT = 1510
100%
so% |
s ||||\ Ly || Ly L L L ‘Il . \M. . . .
mez——> =1u] 100 150 z00 250 =00 350
% 6-14 'C¢-2,4-DiCP-TMS D = 7 bv
4 6- 2.4-DiCP-TMS D% A A7 b
Jvh  18C-2.4.6-TriGR-TMS 1000pe in DS M
Tonolad 1aa7 — (Goa.a0s BF = 258270221 TIS = GeseEE FT = 1603
1009
so% |
ass N § | HI . X
mez——> =1u] 100 150 200 250 =00 350
6-15 C4-2,4,6-TrCP-TMS D<° A A7 k)L
67T, r )
ALk 1 18C-CPs Mixiure—THMS 1000pe in DG M
Conotad 1518 = (447 (467 BF = 530731561 TIC = 418014 AT = (&8s
1009
oo m/z =259
- |I‘ il HIL |I|.|.||I| ||,|. ."l Ll R b L I I . IL. . .
mez——> =1u] 100 150 200 250 =00 350

6-16

BC¢-2,4,5-TtCP-TMS D= A A7 k)L
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12G-CGPs Mixture— TMS 1000pe in DG M

EE ]

som |

s0

[=~"5hiL] 2026 2053 — 1848 1057 BF = 93[62230] TIO = 273701 R T = 2054 2056
1008

m/z =295
\A‘
A

=00

=250

1
100

Jl
13 o
Cs-2,3,4,6-TeCP-TMS D~ A A7 )b

o
maz——>

12G-CGPs Mixture— TMS 1000pe in DG M

6-17

m/z =329

EE ]

1008 —

L UbiL] 230z 2304 — 222z Zens BF = o3[B0o59] TIS = aznova RT = zal | 25312

‘MJ L
atn

=00

o ‘ - |.|| |\ I y ||| 1L Lo |I||I\|||.||
BCe-PCP-TMS D? A A7 kL
Ak 1 Swyrinee Spike 1000pe
m/z =164
Conh ..|| I|‘ |‘| | .. L . i i i
6-19 7 F7T7V-digyDI?AAXRT ML
jwu:«;gz,;mf:g; eor 655 Tews B = TESTiooEeT e = Sesets AT T TTTATS
m/z =188
o i 1 | |‘ Il., |||‘ ; ||.| LM ; .
620 72}V EFLV-digDRAANRT ML
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(e 77 v 7 &)

REUKZHCTRIET 7 v 7 OGS 21T o7, Z DR, X TORMEAEKT

MDL DL FCTH o 7=,

EINENIEN

TR B Ok ~ D EEHEDE D BSIMEIGEERT R 2 2R 6-1~2 128 d, F7z,
AR T 721K B Ok th D JIERTR & 789,

F6-1 VRIMEUGREROER (FJI1K)
it Boegm B m o omm sy
i o7 i 1= S I 4 -
% (L) B (ng/L) (%) (%) (%)
0-CP-TMS 02 M 1 ND - i _
0.2 6 8 31 100 11.7 -
p-CP-TMS 02 AN 1 19 - - 61
0.2 6 8 36 119 34 73
7 6-DiCP-TMS 02 A 1 (016)* - - -
’ 02 6 8 30 98 45 ]
2 4-DiCP-TMS 02 MEAM 1 ND - - 73
, 0.2 6 8 34 111 22 86
MEVR - - j
394'D1CP'TMS 02 n»\‘{/ nt”] 1 ND
0.2 6 8 24 82 6.4 ]
TEV - -
sif  2:4,6-TrCP-TMS 02 A 1 1.3 70
I 0.2 6 8 37 107 1.3 94
TEV ] -
K sasmcprms 02 MR 1 ND 53
0.2 6 8 33 108 1.9 81
TEV ] - ]
345Ticp-Tvs 02 MR 1 ND
0.2 6 8 33 107 4.4 _
JEV ] ) -
23,56Tecp-Tvs 02 MEEM 1 ND
02 10 8 61 116 5.5 -
TEV - -
234.6.TeCcP-TMs 02 MEREI 1 ND 69
02 10 8 59 115 52 88
JEV - - )
2345.Tech-TMs 02 MR 1 ND
02 10 8 49 97 3.6 _
PCP-TMS 0.2 HEZM 1 ND - - 110
02 10 8 53 105 5.3 103

* MDL PA N DED S A, Bl Z f5ileE & L7z,
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7% 6-2  HMENNGRERDRER (EK)

i ; B owmm A w0 oZzm ovar—t
(L) # (ng/L) (%) (%) (%)
0.2 fER 1 ) ) )
0-CP-TMS I ND
0.2 6 8 32 107 7.6 -
02 Mmool 3 3
-CP-TMS a0 3.0 78
0.2 6 8 34 113 1.9 79
0.2 1{\5\%‘\/\\ [] 1 - - -
2.6-DiCP-TMS G 1.3
0.2 6 8 31 103 6.6 -
02 Mmool 3 )
2.4-DiCP-TMS i) ND 80
0.2 6 8 32 107 1.5 92
0.2 fEAR 1 ; B B}
3,4-DiCP-TMS I ND
0.2 6 8 23 77 49 -
02 fmyin 1 3 )
 2.46-TrCP-TMS i 1.9 81
‘% 0.2 6 8 33 110 2.1 98
/A 0.2 fER 1 B a
2.4.5-TrCP-TMS I ND 76
0.2 6 8 32 107 1.5 83
0.2 1{\5\%‘\/\\ [] 1 - - -
3.4,5-TrCP-TMS i ND
0.2 6 8 30 100 3.9 -
0.2 RS 1 ND B} N }
2,3,5,6-TeCP-TMS
0.2 10 8 57 114 4.0 -
0.2 1{\5\%‘\/\\ [] 1 - -
2.3.4.6-TeCP-TMS ) ND 78
0.2 10 8 55 110 4.7 93
02 fmyin 1 3 B} 3
2.3.4,5-TeCP-TMS i) ND
0.2 10 8 47 94 32 -
0.2 AR 1 0 B
PCP-TMS W (0.89) 92
0.2 10 8 51 102 1.9 101

* MDL P N DED S A, Bl Z f5ilkE & L7z,
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(FfEER 7 ) —= v 7 HER)
TIEA 7 ) —= v TR OREIR 2 7 1T T,

27 OfREA 7)) —= v FEEBR R

B 7 H DA

W4 (%)

e}
s

B (nglL) BT BT

88 -
2 5 108 97
98 -

o-7uu7zx/)—)b

99 -
2 5 101 92
108 -

p-7uu7x/—)l

94 -
2 5 98 39
79 -

26-7unu7 /) —)b

100 -
2 5 101 87
103 -

24-y70au7 x/)—)b

103 -
2 5 111 99
95 -

34-¥7muu7x/)—)b

106 -
2 10 99 13
90 -

246-F)7muu7x/)—)

101 -
2 10 99 76
99 -

245-F Yy 7umu7 /) —)b

94 -
2 10 114 100
90 -

345-F)7mnmu 7/ —)L

99 -
2 10 92 59
73 -

2346-7h77uu7 )/
—)L

91 -
2 10 81 24
79 -

23,56-7 7 7uu7 )/
—)L

93 -
2 10 83 64
73 -

2345-7h77vuu7 )/
—)L

115 -
2 15 102 47
96 -

XRvyrzun7zxr/)—)b

O J N0 QN0 1 N0 JUNIOJWNIOJWNIOJWNIO N0 JWDNIOJWUNIO JW0nNO JWn
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RTIRTLHIZ, pHT DHFFIZEWT, 26-¥ 78007 2/ —)L, 246-F
Yyrumu7x/)—)b, 2346-7b77uu7 /) —), 2356-7Th77un7
/=), 2345 FrFr7uu7 /) =L KORyyran7 /) — )LDk
DHER I Nz, —MRIIZ, 72/ —VEIZ, 72/ = VoREIC Kk > TOES
ne9, e, BEwE., EHotkE, Tuh ) hEDHEHZR TR T
DT, RBIEEEHRIE 72 72 5 1I2fT\, 2R BIT 2 nEAIE, JISK 0102 3.3
DIFEICE D HAHCY YBZ AT, pH 28412 L. &R 1 L 12D S
(IDHARFY 1 g Z M A THR D EE, 0~10°C DBGFTICHRFE L, TE 37217
B35, L7ed3> T, MEAKIZOpH 4 (Y Y EBEN) . QBREEHH ) AR FIE I
KO@pH 4 (V) YEEFIN)  + FiER S () AR AN OGS, BT & O
FricB BTtz 7z, ZDFERE2F 8-1 ~F 8217, &H., MIEH%
WML 728K D pH 1389 45 TH o7z, 81 ~F82IIRT LIHIT, TXRT
DITMEITB LT, BT ROHTTH-Thruna 7 o/ —)VEIZ L 72
ote, Leh->T, HITCH pH 4 IS TR, oL Iflc& 25 2 &8
o T,

7% 8-1 pH4 MOWRIRIFZS N D o3t 2 7 ) — = > J 5RO iR

7 H#Z D

A % (0

WE A, PRAE A g T D

B gL e

O pH4 (V) 89 92

o-7mu7x)—) @ CUSO4( S 75 93 82
@ pH4 Mg/

YCuso, 107 98

@ pH4 (Y VR) 96 90

p-Zuu7x)—) @ CuSO4( S, 2 s 9 86
@ pH4 V%3

FCuso, 92 95

O pH4 (V) 92 8l

06-v7un7z)—n @ CuSO4( . ) s 89 86
@ pH4 %

YCuso, 82 82

@O pH4 (U VE) 119 111

2a-vruuzxs—n @ CuSO4( S, 2 5 100 102
@ pH4 VI

FCuso, 92 99

O pH4 (V) 93 75

34-v7un7z)—n @ Cu304( S s s 7 7
@ pH4 %

YCuso, 75 75
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# 82 pH 4 MOBRERIRAAINIRG D e R 7 ) — = > 7 kB DO fif R

=t w7 Hig ok

W4 BAF5AE g WE PR

B ngr) WEFT WA

@O pH4 (U VR) 84 91

246-FY7uon @  CuSO, 81 89

b b 2 10

7i/—}l/ @ pH4 (]) \/@) 94 94
-CuSOy

@ pH4 (V V&) 103 89

245-F)7an @  CuSO, 93 85

4, 210

7l/_}b @ pH4 (]) V@) 89 87
-CuSOy

@O pH4 (VU UR) 90 81

345-FY 7nmun @  CuSO4 210 78 70

7x/ = ® pH4 (V) 76 80
-CuSOy

@O pH4 (VVR) 93 96

234,6-7 F770mn @  Cuso, 10 69 85

7x/ =V ® pH4 (V) 72 82
-CuSOy

@ pH4 (Y V&) 102 97

23,56-7 F77un @  Cuso, 210 89 96

7x/ =N @ pH4 (]) V@) 70 80
-CuSOy

O pH4 (U UR) 94 68

234,5-7F7 7m0 @  CuSO4 510 65 89

7x/ = @ pH4 (]) \/Eﬁ?) 73 73
-CuSOy

O pH4 (V) 102 106

syyrunsz)—n @  CuSOy > 15 72 103

@ pH4 (U VR) 101 126
-CuSOy

(PR AR

(iR 7 ) —=v 7B 1I28\WT, pH 4 I3 2 2 L THATICE T
2r7vun7 /) = )VEOSRIMTHDARE & 2o 7z, EEROREICIX, 72/ —
IR DEES ., B E K CETTEME O FECT VA ) % EOfEHT
DRSS H B, ZDd, HIKIZOpH 4 (U YEEEIN)  +HRBREHAT)
HAKFIAM, @pH 4 () YRR, QERN, DWW THIEITIZE W T
PR Z (T > 7o iR 2 R 9 1R T, R 9ITRT K91, pH 4 1BV THIER
OIS o Tz, . BIRITH-> THBEITRETHN
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2. 7au 7/ - VEHREETH>T, Lo T, A7) —=v 7
Al & REFERBRORER 2 E Z 5bE 5 &, BRILL 2k 2 T & 2 200
T3 EFE L, REBICOMTERWEGAIR. U VBT pH4 IZH
L, W CREL, TEARETRL O ETI.,

29 PR MU R

‘%2 %ﬂfﬂ;ﬁﬂi‘%g ﬁ%ﬁ% (%)

WE A RAFSAT

B (mglL) 3H#% 7H®

pH4 (V V&)

L CusO, 114 113
VI 92 107

1] ~ R
?(I:{ugoi) 7B 1t 1ol
VI 87 89

1 ~ R
\ l_a(ljiugoi )V TR) 100 107
26-¥7unu7x/)—) SH4 () Vii8) 2 5 100 112
VSN 111 118

1 ~ R
\ {)(I:{ugoi) VR) 107 116
24-¥70uva7x/)—) SH4 () Vi) 2 5 105 108
VSN 102 112

1 ~ iR
\ ?é{ugoi) 2 102 116
34-¥700u7=x/)—) SH4 () Vi) 2 5 100 105
VSN 89 101

pH4 (VU V&)
7x/)—) pH4 (V V) 105 99
SN 98 110

pH4 (V &)
245-FY 70n ~CuSOy , " Hs 108
7x/)—) pH4 (V) V&) 99 81
VSN 92 111

pH4 (VU V&)
345-F Y znn -CuSOy , " 10
7x/)—) pH4 (V) V&) 92 78
eI 93 78
pH4 (U ~I) 82 92

2346-7 k7 70an -CuSO4 5 0

7x/)—) pH4 (V) V&) 93 100
RN 98 94
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A ogngnm EIICO
?:ﬁ HIHIR BAPR (%)

B (mglL) 3H% 7HBE

WE A RAFSAT

pH4 (V V&)

2356-7 k5 7un  -CuSO4 5 10 84 7

7x/)—) pH4 (V) ViB) 98 99
eI 100 100
pH4 (U V) 20 2

23457 k5 7un  -CuSO, 5 10

7x/)—) pH4 (V) ViB) 96 77
ﬂﬂ&?ﬁém(l - 94 95
pH4 (U V@

Ry&run “CuSO, % 84

73— pH4 (U vig) 2 15 93 81
eI 101 81

(BREER D 7517 )
BESRL QAR ONEK) XY Z7av 7 2/ —LOMIERRZ2 10 1R
T, WIKZHEL7Z7u< b7 7 L0%K 7-1~7-5 12, WKZHEL7z7mn=
N7 A%EK 8- 1~5 1R,

#2210 BEEEE QAR OEK) oXY Z7an 7 =/ —)LOHIERS
IR (ng/L)

) oig
S WKk
0-CP ND ND
p-CP 1.8 3.0
2,6-DiCP 0.16)° 1.3
2,4-DiCP ND ND
3,4-DiCP ND ND
2,4,6-TrCP 1.3 1.9
2,4,5-TrCP ND ND
3,4,5-TrCP ND ND
2,3,5,6-TeCP ND ND
2,3,4,6-TeCP ND ND
2,3,4,5-TeCP ND ND
PCP ND (0.89)°

*MDL DA NI FEINA & L 7=,
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Jiuk 1 G MDL-09
Mowby*5al v - FREHE G
16347 - 3261

[100]— h
' | p-CP-TMS

1:185 [01

BCs-p-CP-TMS

09065

" omiz=191

0855
neEn0EES
08:47

090z

2191 . .
0920 0930

T T
RT—> 0520 05:30

7-1  TJIZKHF D CP-TMS X BCe-CP-TMS D7 a~ k 275 A

T T T T
0540 08:50 0200 0210

Jiuk 1 G MDL-09
Mowby*5al v - FREHE G
14323 - 1978

] 00]—_ 1 2’6-D1CP-TMS

2.4-DiCP-TMS o 3 4 DICP-TMS
l 1200 1236 m/z =219

21a @14 219
1219 [0 by 18060 — 1334
13 :
Cs-2,4-DiCP-TMS
- m/z =225 =
. 1154 1214 : B — e o N .
RT--> 1200 12520 1240 1300 1320

72 IRk D DICP-TMS M X BCe-DICP-TMS D7 < + 75 A

142k 1 G MDL-09

[’)D?E’)E‘I‘Z]L_-] il - FEEHE G 2 4’6-TrCP-TMS

1541

2.4.5-TrCP-TMS

|

1:253 [01

175869 - o028

13C,-2.4.6-TrCP-TMS
1w BCe 2 4 5-TrCP-TMS
miz =259

73 TAJIKF D TrCP-TMS X O BCe-TrCP-TMS D 7 < k 7°5 A
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149k 1 G MDL-09

Bowkh el el - FEHE G
[100]1—- a6s — 7320
1 2,3,5,6-TeCP-TMS 2,3,4,5-TeCP-TMS mlz =289
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BEThHDb, ¥/, A1EDMDL 1% 0.94 ng/L, MQL 1Z25ng/L TH %, kE, &
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2,4,6-Trichlorophenol

An analytical method has been developed for determination of polychlorinated phenols
included 2,4,6-trichlorophenol in water sample by gas chromatography - mass
spectrometry with selected-ion monitoring (GC/MS-SIM). Two hundred milliliters of
sample water is spiked with chlorophenol-"Cs,  2,4-dichlorophenol-"Cs,
2,4,5-trichlorophenol- Be 6 2,4,6-trichlorophenol- Be 6 2,3 ,4,g-tetrachlorophenol- Be 6
and pentachlorophenol-">Cs as the surrogates standard. The sample water is adjusted at
about pH 2 with 2 mol/L hydrochloric acid, and passed through the solid-phase
extraction cartridge (OASIS HLB plus) at the flow rate of 10 mL/min. The extract is
eluted with 5 mL of dichloromethane with the reversed solid-phase extraction cartridge.
The eluate is dehydrated with anhydrous sodium sulfate cartridge (Sep-pak Dry) and is
concentrated under gentle stream of nitrogen gas to 0.5 mL. One hundred microliters of
N,O-bis-(trimethylsilyl)-trifluoroacetamide is added to the concentrated extract and
analyte is trimethylsilylated. The concentrate is spiked with acenaphthene-d;o and
phenanthrene-d| as the internal standard and is made up to 1 mL with dichloromethane.
The solution is determined by GC/MS-SIM. The method detection of limit (MDL) and
the method quantification of limit (MQL) of 2,4,6-trichlorophenol were 0.94 ng/L. and
2.5 ng/L, respectively. The average of recoveries (n = 6) from 10 ng
2,4,6-trichlorophenol added the water sample was 107%, and the relative standard
deviation (RSD) was 1.3%. Also, MDL of o-chlorophenol, p-chlorophenol,
2,6-dichlorophenol, 2,4-dichlorophenol, 3,4-dichlorophenol, 2.4,5-trichlorophenol,
3.,4,5-trichlorophenol, 2,3,5,6-tetrachlorophenol, 2,3,4,6-tetrachlorophenol, 2,3,4,5-
tetrachlorophenol, pentachlorophenol were 0.37 ng/L, 1.2 ng/L, 0.63 ng/L, 0.41 ng/L,
0.48 ng/L, 0.55 ng/L, 0.64 ng/L, 0.68 ng/L, 0.76 ng/L, 0.73 ng/L, 1.4 ng/L, respectively.
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Water pH Solid phase
sample adjustment extraction Wash
200 mL pH 2 — HCI Oasis HLB Plus Pure water
10 mL/min 10 mL

Surrogates 10.0 ng

Dehydration Elution

Dehydrate

Centrifuge: 3000 rpm,10 min Dichloromethane 5 mL

Ny purge : 20 min (The reversed Oasis HLB Plus

+ Sep-Pak Dry)

Concentration Derivatization

N, gas to 0.5 mL BSTFA 0.1 mL

T

Internal standards

Trimethylsilylation

Room temp 1 hr

10.0 ng

Making up GC/MS-SIM

volume

Dichloromethane 1 mL
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WA a7 —Fx—+F {5

[1] 2.4.6- b IEE
WAk VY GC/MS-SIM-EI
=)
[2] o-7m0 | | skt pH 3% B RS
7x/)= [/KE] ng/L
[3] p-/uu | 200mL pH2-HCI
71/ =) Yo —F %100ng|| [1] 0.94
[4] 2,6-¥ |] [2] 0.37
yan7x) = [3] 1.2
[5] 2,4-¥ [4] 0.63

NG oW AN '
i [ Al Ve [l AH D AR oy B 2 (5] 041
[6] 3,4-Y | Oasis HLB Plus RIS w07 EE © 3000rpm [6] 0.48
Jun7z/=b | 10 mL/min 10 mL (10 min) [7] 0.55
[7] 2.4,5- N, J#% : 20 min [8] 0.64
WEAVAY) [9] 0.68
- [10] 0.76
(81 3.45- L] i FHRA (117 073
WEAVAY) - [12] 1.4
- run Xy 5ml N, G T BSTFA 0.1 mL
9] 2.3.5.6 RNy 277vvat g5 (FUXFLLYLL)
_#15)upy | Sep-Pak Dry) it 1 hr N
)=V s ey
[10] 2,3,4, GC © 6980N
6-77/0n TER GC/MS-SIM MS : JMS-K9
7x)= T SR 77 I
[11] 2,3,4, INEEHER N — VE5SMS
5-7h77un % 10.0 ng 30m x 0.25 mm ,
7x)-V 0.25 um
[12] N 7%
yan7s) =)
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