J i T BR BE e A I FE T
[RIRHR - R

246-F) 7w rx ) —)b

2,4,6-Trichlorophenol
B4+ Dowicide 2S. Omal

B4 : AV Z7vv 7= ) — NV (1~5EFERK)
(o-Zwvwm7=x/)—)/, m-Zunrx/)—)b, p-Zunryxz/)—),
23-Yr7uuaryx/)—), 24-V7unardx /) —)b,
25-/uurx /) —), 26-Y7ruarx /) —),
34-vy/murx/)—)b, 35-¥Yr/murx/)—),
234-hYV7uvwvr=/—)v, 235-hV7unvr= /) —)b,
236-FV7uwvur=x/—)v, 245-FN)7uanvur=x/—)b,
345-FVmwvur =/ —)v, 23457 hTF7uvur ) —)b,
2346-7 h77vunryx/)—)v, 2356-T hF/muuarx/)—)b,

RyZ2rsmarZx/)—)V)

Polychlorophenols (1~5 substitution products)
(o-Chloropheno, m-Chlorophenol, p-Chlorophenol, 2,3-Dichlorophenol,
2,4-Dichlorophenol, 2,5-Dichlorophenol, 2,6-Dichlorophenol,
3,4-Dichlorophenol, 3,5-Dichlorophenol, 2,3,4-Trichlorophenol,
2,3,5-Trichlorophenol, 2,3,6-Trichlorophenol, 2,4,5-Trichlorophenol,
3,4,5-Trichlorophenol, 2,3,4,5-Tetrachlorophenol, 2,3,4,6-Tetrachlorophenol,
2,3,5,6-Tetrachlorophenol, Pentachlorophenol)
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M E OHE]

5T
e E)TAVNE Yy R
e . B RS " CASTE =
(Ferh % T 205 5) P AR (-
Y hY 7B
72 8= A J —)b C6H5C10
OH 128.00 [M] 0; 95-57-8
X _Cl 130.00 [M+2] 3 m; 108-43-0
| o (156.03 [M]) p; 106-48-9
(158.03 [M+2])
(MCP)
_ 2.3: 576-24-9
SmnTE T CsHaCl2O 2’4? 120-83-2
OH 161.96 [M] 2’5? 583'78'8
163.96 [M+2] 6 o T
~ Cl, 2,6; 87-65-0
| (190.00 [M])
y 34; 95-77-2
(192.00 [M+2])
(DCP) 3.5 591-35-5
_ 2.3.4: 15950-66-0
FU?DD7:E/ /l/ C6H3C13O 979 T
23,5; 933-78-8
OH 195.92 [M]
197.92 [M+2] 6 2,3,65  933-75-5
> _Cl ' 24,5: 95954
| 1 3 (223.96 [M]) i
= 24,6:  88-06-2
(225.96 [M+2])
(TrCP) 34,5: 609-19-8
FhIrsmonT ) —)b
- CH,CLO
OH 229.89 [M] 2.3,4,5; 4901-51-3
e 231.89 [M+2] 3 234,6: 5890-2
//C4
| / (257.92 [M]) 2.3,5,6; 935-95-5
(TeCP) (259.92 [M+2])
N2 7vawa 7 x ) —)b
OH CHCI150
Cl Cl 263.85 [M]
265.85 [M+2] 1 87-86-5
Cl Cl (291.88 [M])
Cl (293.88 [M+2])
(PCP)
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[HELEAMEIR]

W4 fls (°C) 7T (hPa) KEEFREE (mg/L)  log Poy
0-MCP 174.5 (i) 1.33 (12.1°C) s 2.15
m-MCP 32.5~33.5 1.33 (44.2°C) A 2.47~2.52
p-MCP 435 1.33 (49.8°C) s 2.39
2,3-DCP 57 - - 2.84~3.15
2,4-DCP 45 1.33 (53°C) - 3.06~3.15
2,5-DCP 59 - - 3.06
2,6-DCP 64.5~65.5 - - 2.64~2.98
3,4-DCP 68 - - 3.21~3.33
3,5-DCP 68 10.7 (123°C) - 3.43
2,4,5-TrCP 61~67 1.33~179 (20~72°C) s 3.72~4.1
2,4,6-TrCP 68 1.33 (76.5°C) IR 3.69

[HhE, Hg%]
o-Zuwmu’=x/)—)b

(FEE)  2rEEt <o (BBO) LDy :
7w b ($&H) LD :

&) ARk RE

m-uwa’7=x/)—)

(FErE)  2rEEt <~ X (BB0) LDy :
7w b ($H) LD :

p-Zuwmn>’=x /) —)v

() AMEEtE ~ 72 (8H) LDs :
Z v b (#H0) LDs :

(&) Hukh, BEAL oUWl

23-YVruurx)—)L

(FE)

kst v X (fA)

24-Yr/manu 7 x ) —)b

(F )

U]

sttt ~ov 2 (&R)
7w b (&A)
EEND AR LIEZN

25-/7unar’x /) —)L

LD50 .

LD5() .
LD50 .

334

345 mg/kg
670 mg/kg

521 mg/kg

570 mg/kg

1373 mg/kg
261 mg/kg

BETGANL &k A

2376 mg/kg

1276 mg/kg
580 mg/kg



(FEE)  SEEME ~ TR (BEH) LDsy : 946 mg/kg
Z v b (#0) LDso : 580 mg/kg
26-vrsuurx ) —)v
(FfE)  2fEEE ~v X (&
7y b (%
A& ARk
34-Vruuarx)—)b
(FfE)  SMEEME ~ v X (BEH) LDs : 1685 mg/kg
35-V/mnurx /) —)V
(FEtE)  SMEmEME ~ TR (BA) LDso : 2389 mg/kg
245-vV7muar /) —)v
(FfE)  AMEEME ~ v X (#8H) LDs : 600 mg/kg
7w b (#&A) LDs : 820 mg/kg
(&) R, B OAEL BEEH
246-FVZ7up7 /) —)b
(FrE)  2fEErE 7> b (BBH24F) TD : 374 g/kg
7> b (BA24) TDy, : 441 g/kg
7 v b (JEFENTESS) LDs : 276 mg/kg
(
(%

) LDsp : 2120 mg/kg
) LDso : 2940 mg/kg

7w b (#10) LDso : 820 mg/kg

~ A [24E) TD : 882 g/kg

~ A (#RH24E) TDy, : 441 g/kg

FU (#&H) LDsg : 454 mg/kg

FU (BF) LDsg : 700 mg/kg

FEIT M BPAFRSHEMEREAN - B2
[ MIRFUTRTMEEZFEAT 527 — 2 B A+ Th HWE]
R FREH. DO BivsAlL DA, &R AR
2346-7 h77nvnuarx /) —)b

(FiE) AMEEME 'y b (BHO) LDs : 250 mg/kg

Z v b (#0) LDso : 140 mg/kg
(%) BIEAE (PEEEET) . AR R

* - AbFEMEZ GRS A7 A (kis-net, S RERERSE 2 —)

335



AN

81 73

(1) ZHEOBEE
BRI L7 & 5 R S T iR 1

Bro ¥

KA ZBELRL TR Z7un 7 J—)L

HEHET S, Y7o X220 THE L, X FCEMBLENL T
WCHRIR T 5, Yo F IR T TF I b L2, >V v AR 7 INEERE (LLF,
[NAEHE ] L)) 2N ThbA~FH o T L. GOMS-SIM THHrd %,

(2) A3 - &FE

[AFEK] (E2)

o-/men’=x /) —)
m-7uaoa~7=x /) —)
p-/un>r=x /) —)
23-v/7unur’=x /) —)b

24-Y 7wz ) —)b
25-V/7uuarx /) —)b
26-7uuarx /) —)b
34-vV7unr=x /) —)
3,5-/7unrx /) —)
234-M)r7mnn 7= ) — UEEREN,
235-FUsmnm 7 ) —/LEEEE
236-FUs7umuwmr =/ —)b
245-FVsmwwrx /) —)b

246-FU a7 ) — LEEUEL,

345-FV7menm 7=/ —)b

2345-7 h 7 7uua /) —)b
2346-7 hZ7r/7wmuurx /) —)b
2356-7 hZ7 /7’ /) —)b
R rsaoua 7 x ) — VRN

: Rk
Dk
. Rk
Dk
: Rk
: Kk

FORE Rk T

FO bR T
HOEAb AR T2
FOR bRk T2E M
FORb Rk T
FOR bRk T2

Dk AURBRR TER

c ik AURBRR TEHR

: ROk TR

. BREZ/7HT A Dr. Ehrenstorfer GmbH Y
. BREE/7HT A Dr. Ehrenstorfer GmbH Y
AR TR

Dk FROGREE TR

FRAE R RS T3

: Cerilliant Corporation

: Cambridge Isotope Laboratories, Inc. 54

: Cambridge Isotope Laboratories, Inc. %

: Cambridge Isotope Laboratories, Inc. %

D PR EEGABR A R ik TR

TIVF L -difE e (NEEHEYE(S)  (F3) : BREEONTAH  BR{bFH
vruan AKX FREERIEEEA 50005 AN B bR
Tk  FRREEERER A 5000151 BI R LAY
~F PR EEGABR A 500005 BE R L
2B ) —)L TR ESGABR A S000R5EME  BY (bRl
TH ) —)b TR ESGABR A S000R5EME  BY (bRl
FEHLK D AREK (e o) FREEEREBH Bk
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H25

GHS (GHS (H18) GHS (H18.2.10 )

VxFREE (BT FL) R B

KLV T 2 FEfk B bR

L-7 2 a /L be g D RER BAA b

fileF b U oA (HEK) R R - B bR

24,6-FV 7uan 7= ) —-3Cs (1F4) : Cambridge Isotope Laboratories, Inc.
TS : OASIS HLB plus Waters!

[RIEOFH]

T AA)E UERER LT A )V E R g A S —/L100 mLICEEFET 5,
KEEAE A U 0 BVRWE : AKERAE T U & 5.6 gz fE3KS mLICIEET 5, &2~
T X ) =95 mLE Mz CHIT 5,

(AR OFR]

(=R

KR 7van 7 /) — VEOBEREN,ZIEMIZ250 mgm YR, 7 T
25.0mLE LT, FHF11.00 mg/mLOFEHEF K 2 545,

R HT 21T 9 G aid, 26 Z21RA L T10~20 ug/mLFEE OEAER SR %
PS5,

(PR HEIR)

TN LA DREHRES 2 IEMEIZ25.0 mgE VD ED ., 7 hT25 mLE LT
1.00 mg/mL D PNEEHER I 2 i85, Z ONEEWER G Z 7 & b CIERAR L.
1.00 pg/mL D NAEHER A FHH 4 5,

(R B AR W)

PRI E T IR EIR G %2 7 & b o TIERAIR L, 2.00~500 ng/mLOFFEHE
AL, £1.00 LAY | %k [FUBORILEE K OFERIR O] & [F)
PRIZALER L 72 b O 2 SRR & 5,

ek, ZOMERAREERT, WERBIIHRT 2L (ES)

I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
I
1
I
A

( ) 4 (H302: )
( ) 3 (H311: )
[2RE] / 1A-1C (H314:
oA EUBRE (25 mL), FESHE(10 mL) ) , L (Has
R < 54— ) |
1B (H340: )
1B (H350: )
. 2 H371:
(3) HhTiE Sy
) ( ) 3(H402: )) (2014
[HEE OFRH] )

FEEE DOASISHLB plusi®, Y7 v nm A X 10 mLCHf+ 5, HiFLizh—
Y o DICEBETAZBER L, BEZFRET S (100 mL/min TIX400F2 )
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sur0985
テキストボックス
　急性毒性(経口) 区分4【警告】(H302:飲み込むと有害)
　急性毒性(経皮) 区分3【危険】(H311:皮膚に接触すると有害)
　皮膚腐食性/刺激性 区分1A-1C【危険】(H314:重篤な皮膚の薬傷及び眼の損傷)
　目に対する重篤な損傷性/眼刺激性 区分1【危険】(H318:重篤な眼の損傷)
　生殖細胞変異原性 区分1B【危険】(H340:遺伝性疾患のおそれ)
　発がん性 区分1B【危険】(H350:発がんのおそれ)
　特定標的臓器毒性(単回暴露) 区分2(呼吸器)【警告】(H371:臓器の障害のおそれ(呼吸器)
　水生環境有毒性(急性) 区分3(H402:水生生物に有害)) (2014年度精査等検討会コメント)

sur0985
テキストボックス
H25年度調査時、次のコメントが寄せられた。
・エチル化剤の硫酸ジエチルは非常に危険な試薬であることを明記すべきである。
【参考】GHS分類結果(GHS関係省庁連絡会議(H18) GHS分類マニュアル(H18.2.10版)
　

sur0985
線


WIZT A3 )L ERIRIR3 mLAFERE IER L%, EFEFTAZ2EA L. &
BAFRET D (100 mL/min TS50 R ) , FREL U 7= fifEE 1T miis 2 % ke L CHl
I CHESEmEIRET D, 1EBIIEHATETH 2,

[FHBIOHEFTER ORTF]

FIEO L BV AR L -HEEEZ TV IR A N ETHEY L TR A0 L.
100 mL/min® it C4RFH KGR 2 flitE 5 5,

FEZ OWMEZT IImMEEER L, 7 I/MOBE T 2 REIC AN TERSE
IZREBIm Y . EYmIERATT D,

[FOB D RTALER K OFRBRIE DR EL]

REAE LMES LS, V7 oo A X 10 mL CHEREOmBR IT 1\ & w7
1225 mLAAR A ERERE ~TAEH (7E6) L. TORMHKEEHZ5IE FC1 mLEEE F
TEMT 5, TZ~7TE b 5mLElz, BOERRIE F Tl mLEEE F TR
T 5,

ZF DPEREIRIC KB (LS U 7 A0S mL & = F URRER0.S mLAE Nz . B < #
HRL®% (ZoOETEILT2HA0H LD T, ZOHRAIT 0By
Thbd) . 30SMEET D, F I ~KEREAD Y 7 LIRS mL K OFEHIK3 mL%
M2 TELSBHL, 2 CHEMIEDL, I HIZA~FH 21 mLE NEAER30.0 L%
MZTHORLLSBELL, 300HEFFET D, O~ U EENAY — /LB
v NETHRL, VEDOHBE T N ULz A TA7a~ N7 7HONA
THZBEL, ZhERBRiKE 35,

[ Z25ABRIE DR
[fHRE ORI] O LBV MR LIHEE 2, KRB 2MEE9Iic, #R
eI L, 22l BIE7 T 7)) L LTHrT 2%,

[HE]

(& 1E 4

[GC&A]

il FREFE ;6890 (Agilentfi)

fEF 5 7 2 : Restek Rtx-5MS 30 m X 0.25 mm X 0.25 um (Restek$)
717 HIRE : 40°C (1 min) — 5°C/min — 170°C — 20°C/min —290°C (2 min)
WAFE A7V vy LR

N THREE @ 250°C

AEHEAR : 1L

[MSZ&AF]

fEFAREFE  : GCmatell (HAE 1Y)

A F AkiE ¢ El
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A —T 2 —RJRFE : 230°C  H25
A F YRIRE - 230°C oo m/z 224)

TS —AF Y (HFTIFEERNY) o (ET)

0-, m-MCP :m/z 128.0 CEE M) . 156.0 (FEsE H)
p-MCP : miz 156.0 GE&EH) . 128.0 (#EZEH)
DCP#i :m/z164.0 CEEH) . 190.0 (FEsEH)
2,3,4-TrCP :mfz224.0 E&EM) . 195.9 (FEFEH)
2,3,4-LIA O TrCPAA :m/z 1959 CERM) . 224.0 (FEFEH)
TeCP¥H :m/z231.9CEEM) . 259.9 (st H)
PCP :m/z265.9 CEEM) . 293.9 (s H)
2,4,6-TrCP-"*C :m/z203.9 GE&EM) . 232.0 FEEAH) (1E8)

WIEHE (7 /LA L -dy) “mfz 176.1

Gia=vi7y
R B AR 1.0 L2 GC/MSIZIEA L TONT T 2, XIEWE &L NEEEME O
REHKR O/ b e — 7 I b B 2 1ERR T 5,

(E&)
ARERK1.0 uLEZGCMSIZHEA L T4 %, 5o N WEO v — 7 Hfd &
WIZHEE O — 7 IO Z RERICED L TERT 5,

(BEDOEH)
KREERBTORY 7007 = ) —/VEOZNENOREEC (ng/m’)iE, KU
L 0EHT S,

C={(R-Rb) * Q) xvx {(273 +1) /(273 +20.0)} x (101 /P)/V

R: FBRIE T O R & KD 7o WEEEME 63 5 S8 DR L B

Rb : ZEaXBRIEH DR ERRD D3RO 7= WIEHEY E 25t 5 <t R DR E
i

Q: BT L= NEEHED & (ng)
(=EIMNIEREDPRE (ng/ul) x FMPNIERED & (ul))

V&SRB (mL)

t: RO PR (°C)

P: ffERDOIR)KIE (kPa)

Vi #EHE (m))

AROWHECHWE T2 6 . LT OBEZERT 5,
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sur0985
テキストボックス
H25年度調査時、次のコメントが寄せられた。モニターイオンに、妨害成分の影響が少ない m/z 224 を確認イオンとして追加した。(2014年度精査等検討会コメント)


Q =30.0 (ng)
(= WINPNEEYHEDJEEE (1.00 ng/ul) x FIMNEHED & (30.0 pl))
V =0.144 (m®)
v=1.00 (mL)
EINSN
C = (R-Rb) x 208 x {(273 +t) /(273 +20.0)} x (101 / P) (ng/m’)
Th b,

(ZEEM T TIRME (IDL) ]
ARSI NT-GC/MSDIDLAZ F TR (159)

#1 IDLOE HHE R

e N I?;&L:;;g
(ng/mL) (m’) (mL) (ng/n’)
0-MCP 0.43 0.144 1 3.0
m-MCP 0.40 0.144 1 2.8
p-MCP 0.64 0.144 1 4.5
23.DCP o 0.144 T 72
2,4-DCP 1.5 0.144 1 11
2,5-DCP 0.33 0.144 1 2.3
2,6-DCP 0.52 0.144 1 3.6
3,4-DCP 0.43 0.144 1 3.0
3,5-DCP 0.66 0.144 1 4.6
234-TICP 051 0.144 T 36
2,3,5-TrCP 0.51 0.144 1 3.6
2,3,6-TrCP 0.55 0.144 1 3.8
2,4,5-TrCP 0.38 0.144 1 2.7
2,4,6-TrCP 0.68 0.144 1 4.7
2,4,6-TrCP (°C¢)  0.57 0.144 1 4.0
3,4,5-TrCP 0.76 0.144 1 5.3
234,5TeCP 2 0.144 T 80
2,3,4,6-TeCP 0.45 0.144 1 3.1
2,3,5,6-TeCP 0.44 0.144 1 3.1
pcP 059 0.144 T a1
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(HIE 5 =0 FREMDL) & OEE T RMEMQL)]
AMNE HHEIZBIT AMDLE OMQL % #2127 (F£10)

72 MDL K O'MQLE H D 5.
AEtE  &E&KE  MDL MQL

i (m’) (mL) (ng/m’)  (ng/m’)
0-MCP 0.144 ! 1 28
M-MCP 0.144 ! 1 30
p-MCP 0.144 ! 15 41
- 23DCP 0.144 | T 4 36
2,4-DCP 0.144 I 16 41
2,5-DCP 0.144 ! 13 35
2,6-DCP 0.144 ! 1 29
3,4-DCP 0.144 ! 13 35
3,5-DCP 0.144 I 12 32
234TiCP 0.144 | T 28 73
2.3,5-TrCP 0.144 ! 13 35
2,3,6-TrCP 0.144 I 25 66
2.4,5-TrCP 0.144 ! 15 38
2,4,6-TrCP 0.144 ! 13 35
3,4,5-TrCP 0.144 ! 1 30
2345TeCP 0.144 | T 2 2
2,3.4,6-TeCP 0.144 ! 1 28
2.3,5,6-TeCP 0.144 ! 12 31
pcP 0.144 | T 2 33
T fF

(1) ROPETE, = FFER Y ZEEL TW5H2, IDL, MDLE TO
BERRIET, 7=/ =KL L TORBETERLTNS, LT,
§2AEFR LLRE & [RIER)

(7F2) FREIL, UMHEFT CTAT LT o2 bDTHY, AU EOLOT

341



(1£3)

(134)

(Y5)

(736)

(7:7)

(71:8)

H25 ( -d 10)
-d 10 ( 2,3-
-d10 H25
2,4,6- -d 10 )
(2014 )

HIUTHLETTIZM D72,

WEEYEM)EIL 7 VA L -dio 2 ERT 5, R AL W E 3 Hr LB
FIEEEE (B, 2E L) TIE, E72=l-dpafHL V5
D AROHEDOGCMSSEKMETIE, 23-Y7nn 7 x /) —)LDOTF )LikE
b LRI R N =2 — A U NER D=, FHTE 0,
24,6-8V 7 ma Tz )= (PColE. HHTIED BRI B TR O ReRE
I LZb 0T, FER LTEOWETIEER L,

REAHEEER I, WE B EBICAT 2 EREE L, Bk (BRF
PEERER]) COMERAEERORAEOMES H 553, K212
N, EEBAA O a~ N7 T NI EZZ LN E—7 BNEL ik
HENTL b, BHIRY 7 an 7 x ) — VB RESHTT 50T, R
MDY —7 OFENRKENENNL D00 | IKEE O ERFCIIE
ZRHLTNWOT, HEDPLETH D,

ZOWEHOEE, BRICHE T LARWSEEIE, IRICI~ 2 fREOKE X TF
Hd 2 L2 TEST 5,

p-7un”x /) —VZTF IUULORISEIAERM E . £7-, 234-F 71
n7x/)—/WIvrsaatF XL ($Ril) LE—TNERDLHDT,
D FRMAR L ERA T DRI D, Fo, Yr/mn 7/ —/VEG
E—27 Thoimz 16207 v~ N7 T NMINIGEIERM EEZEZ 6D E
— I MEL ROENDHZ LG, miz 1645 EBAFT L LT WD,

B, suoor XL U223/ un T e ) — LD — 7 L ER
B0, mliz 19007 v~ 7T AT3-vr/7aa 7 /) —/LDE—7 Df}
TCRSEVER E B2 N =7 3% < A, KBEOTEIZI
W72 Enb, EEBAAVOERII L2 T,

FAEIOBB T, ZZIWRLIEA AV TEEEITO TWVDEN, K
KO EDESC., =T MUKISIZ L DEIERDETEL O — 7 B
MEhbZ b, EWE L HIZ, 3~ 4EEREDA A U ZHELTE
X, ZNSDOFNL LV EOLIRNA LU TERT DI ENLNWEE
bbb,

T=H—A A OB (S TFFER, SEIEH LIZUSADE D)

Juan”’x /) —)VE :m/z 130.0, 158.0
vrsuna7x ) —/)VHH : mfz 162.0, 192.0
N)Zwmw7 =/ —)VH :m/z197.9, 226.0
S hI7unr=x /) —/)LH :m/z229.9, 2339, 257.9. 261.9
XA ) —)v 1 m/z263.8, 267.8. 291.9, 295.8

246-FV7nn7x ) —) (PCo) kDM — 2 Loy A AL E—
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sur0985
テキストボックス
H25年度調査時、次のコメントが寄せられた。指定の内標準(フルオレン-d10)ではピーク形状が次第に悪くなり、再現性が得られず、内標準をビフェニル-d10に変更した。(分析法では、2,3-ジクロロフェノールのエチル誘導体化物と保持時間・モニターイオンが重なるのでビフェニル-d10は使用できないとあるが、H25調査の対象物質は 2,4,6-トリクロロフェノールのみであり、ビフェニル-d10の使用は差し支え無かった。) (2014年度精査等検討会コメント)


X, 246-FVzun7x ) —n (PC) hoENEFNDE—27+6DA F
VNCEHZR DT, EEICIFMEH L7,

(7£9) IDLIZ. BREEE MbLFWHERREEEREEMOTIX ) CERRR14E3H)
WZHE-> TR L7 (R3-1~5) . 72, FoRELNEZRY) 7an >
= /=D a~ T AEX-1~31TRT,

#3-1 IDLOBEHER (F01)

HamE H
AREHE (M) 0.144
BRI B (mL) 1
N E (ng/mL) 2.00
EIERENG (11 D) 1.00

#3-2 IDLOFEHAER (Z202)

- MCP DCP
iess m P 2,3 2,4
FER1 (ng/mL) 2.08 2.12 1.99 2.30 2.76
fE 52 (ng/mL) 2.10 2.13 1.93 2.18 1.78
fE 3 (ng/mL) 2.28 2.33 1.92 1.93 2.18
it 4 (ng/mL) 1.99 2.13 1.72 1.71 1.64
fE S (ng/mL) 2.03 2.33 1.86 1.52 2.00
it 56 (ng/mL) 1.95 2.09 1.83 2.00 2.25
FE 7 (ng/mL) 2.15 2.12 1.69 2.03 2.31
A (ng/mL) 2.083 2.178 1.849 1.951 2.131
PEYE(R 72 (ng/mL) 0.110 0.104 0.112 0.267 0.373
IDL (ng/mL) " 0.43 0.40 0.43 1.0 1.4
IDLFAEHEFME (ng/m’) 3.0 2.8 3.0 7.2 10
S/Ntt 14 9.0 5.0 7.5 10
CV (%) 53 4.8 6.1 14 17
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#3-3 IDLOBEHAER (Z203)

. DCP TrCP

S 2,5 2,6 3.4 3,5 2,34
FERD (ng/mL) 2.04 1.83 2.08 2.15 2.24
5 B2 (ng/mL) 2.03 1.68 2.11 1.99 2.04
FE 33 (ng/mL) 1.94 1.95 221 1.94 1.96
5 F4 (ng/mL) 1.87 1.79 2.03 1.61 2.01
5 H5 (ng/mL) 1.97 1.75 1.86 2.05 1.89
#5936 (ng/mL) 1.81 1.73 1.96 1.87 2.24
#5537 (ng/mL) 1.89 2.05 2.04 2.01 2.08
A (ng/mL) 1.934 1.825 2.041 1.946 2.064
FEAER 7= (ng/mL) 0.0839 0.134 0.110 0.171 0.132
IDL (ng/mL) " 0.33 0.52 0.43 0.66 0.51
IDLEAEHARME (ng/m’) 2.3 3.6 3.0 4.6 3.6
S/NL 10 7.9 7.5 8.9 7.2
CV (%) 4.3 73 5.4 8.8 6.4

#3-4 IDLOFEHFER (£ 0D4)
- TrCP

R 23,5 2,3,6 2,4,5 2,4,6 2,4,6(°Cq)
FEH1 (ng/mL) 1.79 1.83 2.03 2.26 2.02
A2 (ng/mL) 1.77 1.93 2.12 2.05 2.01
FEF3 (ng/mL) 1.65 2.01 2.03 2.26 2.11
4 (ng/mL) 1.72 2.01 1.91 2.08 2.01
5 B5 (ng/mL) 1.63 1.76 1.98 2.02 1.82
At 6 (ng/mL) 1.79 2.18 2.05 1.76 1.82
FEFL7 (ng/mL) 1.88 2.04 2.22 1.96 2.23
SEHIE (ng/mL) 1.745 1.965 2.048 2.057 2.002
FEAEMR 7= (ng/mL) 0.0870 0.141 0.0985 0.174 0.147
IDL (ng/mL) " 0.34 0.55 0.38 0.68 0.57
IDLAEHEFE (ng/m’) 2.3 3.8 2.7 4.7 4.0
S/NH: 10 10 10 10 10
CV (%) 5.0 7.2 4.8 8.5 7.4
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#3-5 IDLOBEHAER (Z05)

- TrCP TeCP

e 345 2345 2346 2356 PCP
51 (ng/mL) 1.80 2.20 1.99 2.07 2.16
FE5R2 (ng/mL) 1.85 1.99 2.07 2.04 1.76
#5533 (ng/mL) 1.87 2.26 1.84 1.85 1.97
it 4 (ng/mL) 1.89 1.83 2.01 1.82 2.00
FE RS (ng/mL) 1.61 1.97 2.16 2.03 2.14
it 56 (ng/mL) 1.80 1.62 1.84 2.11 1.84
#55R7 (ng/mL) 1.86 1.99 2.01 2.04 1.89
EIE (ng/mL) 1.811 1.978 1.988 1.996 1.965
FEVE(F 2 (ng/mL) 0.0947 0.216 0.116 0.113 0.151
IDL (ng/mL) 0.37 0.84 0.45 0.44 0.59
IDLEEHERE (ng/m’) 2.6 5.8 3.1 3.1 4.1
S/Ntt 10 9.1 10 10 8.6
CV (%) 5.2 11 5.8 5.7 7.7

*: IDL=t (n-1, 0.05) X 5. X2

1500+ m/z 128.0
1200
900
500
300}
1280

280 m/z 156.0

210

140

70-] 3.4 35 25 24 2,6 23
[156. (NS

10 m p
1000
200 / \ l ¢ l
600
400
200 m/z 164.0
a0 L

00

600

200

200-] m/z 190.0

190.0 e I

Min. 1% T2 | O

[X1-1 IDLHEIEFF (2.00 ng/mL) AGC/MSZ 1~ k277 2 (MCP¥H, DCPXH)
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400 <+ 2,4,6 & 253’6 2’4’5 ~ K2’3a5 y'd 3’4’5 2a334
"] M2 1959

700 M/z224.0 IS

m/z 176.1

T T T T T T T T T T T T T T T T T T T
Min. 22 23 24 25

X1-2 IDLHEERF (2.00 ng/mL) OGC/MSZ 1~ k7 Z & (TrCPHE)

:gg:ﬁ 2,3,5,6
400 \
200+

231 O T TR
200

160
120
807 m/z 259.9
40
2599

500

500-]

400

300

200

100 m/z 265.9
265.9

160
120
80|
40 m/z 293.9
293.9 ‘ i i i i i i

Min. % ’ ‘ ‘ R 28 T I T ’ ’

[X1-3 IDL#IERF (2.00 ng/mL) DGC/MSZ 1~ k27 I (TeCP4H, PCP)

(7#10) MDLM UMQLIZ, MbssEREEEREEMOF51X]  (CEAR14
3H) b LB L (R4-1~5) . =, TOREONT-7u~ T
7 L E[H2-1~31ZR T,

#4-1 MDLKOMQLOEM (£md1) (Gh@EA)
okt K&
ABHE (m?) 0.144
FEERIIE (ng) 10.0
AREHATLIEEE (ng/m’) 69
BoR& IR B (mL) 1
HEANKIRE (ng/mL) 10.0
TEEFEAE (UL) 1.00
BET T 7 ) (ngm’)! N.D. (n=2)
FERMFE (ng/m’) N.D. (n=1)
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#4-2 MDLMUMQLOHEH (£m2)

. MCP DCP
e 0 m P 23 2.4
FEER1 (ng/m’) 60.1 61.4 58.5 66.3 57.9
FE 2 (ng/m’) 57.4 55.9 56.3 59.0 50.6
FE 3 (ng/m’) 57.8 56.5 52.5 57.5 51.4
i 4 (ng/m’) 58.3 57.7 56.4 61.2 52.6
FE S (ng/m?) 63.6 61.8 64.8 66.1 61.9
56 (ng/m’) 54.2 52.5 52.7 58.5 51.1
FE 7 (ng/m’) 56.0 56.3 54.1 57.6 50.6
it -8 (ng/m’) 59.7 58.5 59.5 62.1 52.9
EHIE (ng/m’) 58.39 57.57 56.83 61.06 53.62
AR (ng/m’)  2.83 3.02 4.08 3.57 4.13
MDL (ng/m’) 11 11 15 14 16
MQL (ng/m’) ™ 28 30 41 36 41
S/NEE 20 20 15 20 20
CV (%) 49 5.3 7.2 5.8 7.7
#4-3 MDLM UOMQLOFEH (ZdD3)
- DCP TrCP
nhA 2,5 2,6 3.4 3,5 23,4

FER1 (ng/m?) 58.0 62.5 54.6 56.4 80.3
fE 2 (ng/m?) 58.9 60.3 51.7 55.9 64.9
FE 3 (ng/m’) 56.4 58.8 53.2 56.9 63.6
54 (ng/m’) 58.0 60.8 54.5 56.1 76.6
S (ng/m’) 66.4 66.7 62.8 63.4 77.3
56 (ng/m’) 56.2 58.1 51.6 55.3 60.1
FERT (ng/m?) 55.3 58.0 53.8 53.5 72.1
58 (ng/m’) 57.3 60.2 54.4 52.7 69.6
EHIE (ng/m) 58.32 60.66 54.59 56.26 70.55
AR (ng/m’)  3.48 2.87 3.53 3.22 7.28
MDL (ng/m’) 13 11 13 12 28
MQL (ng/m’) ™ 35 29 35 32 73
S/N 30 30 30 15 10
CV (%) 6.0 4.7 6.5 5.7 10
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#4-4 MDLNUMQLOEH (£ D4)

i TrCP

e 23,5 23,6 2,45 2,4,6 3,4,5
FEER1 (ng/m’) 57.1 56.5 56.0 59.1 46.9
FE 2 (ng/m’) 55.9 49.5 54.9 55.0 47.7
FE 3 (ng/m’) 58.6 54.6 57.3 53.9 47.5
54 (ng/m’) 57.8 59.0 58.6 56.8 49.4
fE S (ng/m?) 66.6 64.9 66.7 63.6 54.0
56 (ng/m’) 59.4 542 58.5 53.7 48.9
FERT (ng/m?) 55.2 54.1 54.7 53.4 43.7
it -8 (ng/m’) 57.4 69.9 59.3 54.6 50.6
EHIE (ng/m’) 58.52 57.82 58.26 56.26 48.57
AR (ng/m’)  3.52 6.63 3.84 3.53 3.00
MDL (ng/m’) 13 25 15 13 11
MQL (ng/m’) ™ 35 66 38 35 30
S/NEE 25 25 30 50 30
CV (%) 6.0 11 6.6 6.3 6.2

#4-5 MDLEOMQLOEH (FD5)
- TeCP

s 2,3.4,5 2,3,4,6 2,3,5,6 PCP
FE1 (ng/m?) 523 55.8 55.4 45.5
fE 2 (ng/m?) 48.7 53.6 52.9 40.3
fE 3 (ng/m’) 53.2 55.7 57.9 45.5
R4 (ng/m’) 54.4 56.6 57.0 51.1
A5 (ng/m?) 58.6 62.8 63.0 48.2
& 36 (ng/m’) 533 58.2 54.6 45.9
FERT (ng/m?) 48.6 55.2 55.1 42.5
8 (ng/m’) 53.8 55.6 54.6 46.3
EHIE (ng/m) 52.88 56.68 56.32 45.66
HEAERZE (ng/m’) 3.23 2.78 3.10 3.30
MDL (ng/m’) 12 11 12 12
MQL (ng/m’) ™ 32 28 31 33
S/NEE 30 30 25 40
CV (%) 6.1 4.9 5.5 7.2

*1 3B~ U v 7 AN WIREE THIXFRIER O BAEZITORIE L 72 EOFEHE (n=2)
*2 : MDLS H A FEHIEREZ RN L TR VIREETE TN BIE (n=1)

*3 : MDL=t (n-1, 0.05) X 6.1 X2

*4 : MQL=0,., X 10
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El]l]l]—-
20001 m/z 128.0
2I]I][I;
-------------------------------------------
1200+

300
e m/z 156.0 34 3.5 2.5

1 2
Sy : S

12004 o m

800—

a00-] m/z 164.0

ea0 L

200-]
600-]
400-]

200-] m/z 190.0

190.0 .
Min. 186

X2-1 MDL#&EERFRE (KK) OGC/MSZ rn~ k7 L (MCPHH., DCPHH)

2100
1800
1500
1200-]
900
600
300-]
55—
540
450
360
270
180

b b A

soonn ] 2,4,0 2,3,6 245 23,5 3,4,5 J

m/z 195.9

m/z 224.0

30000

20000 m/z 176.1

10000

176.1 . . . P ot
Min. 22 23 25 26

[%2-2 MDL#EERFE (K&) OGCMSZ u~ k275 A (TrCPJH)

1 Bl]ﬂt
12007 m/z 231.9
800
4I]U—:
BEIRE |-
400

300-] PCP

B S — o /

] 2356 2346 2,345 hﬁju
600-|

300 m/z 265.9

265.9

320
24U;
160 m/z 293.9
80—
2939
Min_

T - - - - - - R R .~
26

27 28 29

[%2-3 MDL#&EERZE (KK) OGCMSZ v~ 275 A (TeCPJE. PCP)
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[#rik]

82

(Zr—F%—1}]
SFTED 7 1 —F v — b 2 KBRS,

B

K= e YA LTREN R
100 mL/min, 24 h, 144L o~ _ 5 o NS T I mLET KRkl U & AV 0.5 mL
T AN UG /;D o ;y TomL 7ERY SmL U FURGEE 0.5 mL
OASIS HLB plus NS T 1mLET & <R, 30 min §iE
Ve i i AK GC/MS-SIM
o 1 RS ~FH 2 ImL
e OIS PV LD EI
I < i (7)1 r-d, 30ng)
30 min &
X3 SHEO7a—F v —k
(R E#R )
R 2 X4-1~61T, MEMERAT — & 2 KS5-1~4TRT,
0.70 18
0- 060 Y =0.0301x - 0.0019 16 y = 0.0312x - 0.0828
MCP R? = 0.9999 14 R? = 0.9995
0.50
12
,|0.40 4|10
. | g
5 0.30 = )
0.20
4
0.10 2
0.00 0 1/3 2/3 0 0 20/3 40/3 60/3
(o 10 20 ) (o 200 600
TREESE (BRTRR EE (ng/mL)) WL (EEMEIRIR I (ng/mL))
X4-1 RNV rnvn7x/—/VEZFLFERILYOBRER (FD1)

(FEIK : AR EEREIR(2 - 20 ng/mL), 45X : 2FHIE(2 - 500 ng/mL))
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050 14
m- 045 |y =0.0226x + 0.0047 12 |V= 0.0237x — 0.0452
MCP |040 R? = 0.9999 R* = 0.9997
0.35 10
/030 R
2025 2
(020 = 6
0.15 4
0.10
005 2
0.00 , 13 273 0 203 403 6073
(o0 10 20 ) (o 200 400 600
TREELL (REYEIROR BE (ng/mL)) PEEELE (REYUEE I (ng/mL))
018 —— 5
- Joe ¥ 7 00079x+ 00025 y = 0.0083x - 0.016
MCP |0.14 R®=0.9982 4 R? = 0.9997
0.12
3
w010 e
#/0.08 E|,
006 =
0.04 1
002
000 13 23 09 203 403 60/3
) 10 20 ) (o 200 400 600
RE (BEYEIERE (ng/mL)) MEEELL (REMER I T (ng/mL))
0.18 50
2,3- |o46 | y=0.008x +0.0057 45 | y=00093x - 0.0275
DCP |o0.14 R?=0.9977 40 R?=0.9996
012 35
+70.10 4|30
=008 25
= | {=1(2.0
0.06 |
0.04 10
0.02 05
000 173 23 00 203 4073 60/3
(o 10 20 ) (o 200 400 600
IRIEIE (BRI (ng/mL)) PP (USRI (ng/mL))
2.4. [030 8
> y = 0.0128x - 0.0024 ; |vY= 0.0138x — 0.0387
DCP (025 R? = 0.9986 6 R? = 0.9996
+(0.20 3
= 1°
Elo.15 =
0.10 3
2
005 1
000 . A 3 0 203 4073 6073
(0 10 20 ) (o 200 400 600
FEEELE (REYER S B (ng/mL)) FEEELE (FEYER I B (ng/mL))

M4-2 RYrnmna7x ) —VHETFLFERHOHmER (ZD2)
(ZER : AR BEEREI(2 - 20 ng/mL), A : 45EI%(2 - 500 ng/mL))
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2,5-
DCP

i FE FE

2,6-
DCP

[iitie

3,4-
DCP

i L

3,5-
DCP

HEL

[Ig

0.30 8
025 y= 0.021 34x + 0.0041 7 | y=0.0143x - 0.0362
' R®=0.9999 6 R? = 0.9995
0.20 25
0.15 =4
010 3
2
0.05 ;
000 13 e 09 2003 403 60/3
0 10 20 ) (o 200 400 600
FEEELE (REYER S B (ng/mL)) IR (BEYEIRR ¥ (ng/mL))
0.30 8
025 | v=0.0119x + 0.002 7 v =0.0136x - 0.0482
R? = 0.9996 8 R*=0.9994
0.20 En
i 5
0.15 =
0.10 3
2
0.05 ]
000 , 3 I 0 2073 4073 6073
0 10 20 ) (o 200 400 600
FERELE (FEYER I B (ng/mL)) IR (BEVEIRR ¥ (ng/mL))
0.35 9
0.30 y = 0.0149x + 0.0038 g | y=0.0157x - 0.0346
' R?=0.9997 7 R? = 0.9996
0.25
6
0.20 |5
0.15 7|4
=
0.10 3
2
0.05 ;
000, 1/3 23 09 203 403 60/3
0 10 20 ) (o 200 400 600
IR (BRI ¥ (ng/mL)) FEEELE (R B (ng/mL))
0.30 9
0.25 y =0.014x + 0.0007 8 |y=0.0152x — 0.0501
' R?=0.9993 7 R?=0.9993
0.20 /6
g
=
0.15 .
0.10 3
2
0.05
1
000 , 173 23 0 203 4073 6073
0 10 20 ) (o 200 400 600

BRIEE (BEYERRE (ng/mL))

Rz (BEYERIRE (ng/mL))

¥4-3 RNV r7wmn7=/)—/VHETFLVFER Y OBmER (£D03)
(ZER : AR BEEREI(2 - 20 ng/mL), A : 45EI%(2 - 500 ng/mL))
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2,3,4-
TrCP

HEL

[

2,3,5-
TrCP

HEL

[

2,3,6-
TrCP

il

2,4,5-
TrCP

i

0.05 14
0.04 y = 0.002x + 0.0002 19 |Y =0.0025x - 0.0131
0.04 R? = 0.9975 o R’ = 0.9989
0.03 =
0.03 5 08
0.02 06
0.02 04
0.01
0.01 02
000 , 173 23 0.0, 2073 4073 6073
(0 10 20 ) (o 200 400 600
TREELE (BRYEIRR FE (ng/mL)) FEEELE (FEYE S B (ng/mL))
0.20 6 -
018 |y=0.0091x + 0.0048 ] y= OéO‘OGX - 0.04
0.16 R2 =0.9959 R" =0.9992
0.14 s1la
Eny
0.12 i
0.10 =l
0.08
0.06 2
0.04 :
0.02
000 173 e 09 203 4073 6073
(0 10 20 ) (o 200 400 600
TREELE (BRYEIRR FE (ng/mL)) FEEELE (FEYER S B (ng/mL))
0.30 8
0.95 y =0.0139x + 0.0081 7 y =0.0149x — 0.0322
' R? = 0.9997 6 R? = 0.9996
0.20 @5
0.15 =4
010 3
2
0.05 1
000 13 23 09 203 403 60/3
(0 0 20 ) (o 200 400 600
TEEELE (REYE IR B (ng/mL)) IR (BEYEIRR ¥ (ng/mL))
0.30 8
y=0.0123x + 0.0069 7 |y= 0.0146x — 0.0644
0.25
R® = 0.9986 6 R® = 0.9989
0.20 s
0.15 (=IP)
0.10 3
2
0.05 1
000 13 e 09 203 4073 6073
(0 10 20 ) (o 200 400 600

TRHEEH (RRYER R (ng/mL))

R (EYERIRE (ng/mL))

M4-4 KRV r7mn7 ) —VHTFLFEREMORER (ZD4)
(72 ARYR BEREIR (2 - 20 ng/mL), A1 @ A2FEIK(2 - 500 ng/mL))

353




2,4,6-
TrCP

e

3,4,5-
TrCP

i1

2,3,4,5-
TeCP

ifE b

[X]4-

0.45 12
040 | y=0.019x+0.0033 o | V=00199x-0.06
0.35 R? = 0.9999 R?=0.9992
0.30 8
0.25 2 6
0.20 =
0.15 4
0.10
2
0.05
0.00 0 1/3 2/3 0 0 20/3 40/3 60/3
0 10 20 ) (o 200 400 600
RIELE (BRI (ng/mL)) WLHELE (REYUEHH E (ng/mL))
0.40 10
vy =0.0175x + 0.0042 o |v=0.0183x - 0.0467
0.35 5
R* = 0.9994 8 R® = 0.9994
0.30 7 :
0.25 6
0.20 25
Hm
0.15 =4
0.10 3
' 2
0.05 1
0.00 0 1/3 2/3 0 0 20/3 40/3 60/3
0 10 20 ) (o 200 400 600
TR LE (BRI E (ng/mL)) M b (EEYEI FE (ng/mL))
0.35 9
030 |v=0.0141x + 0.0066 8 y"%21§39;32454
0.25 R’ = 0.9984 7 B
’ 6
0.20 415
&la
0.15 & )
0.10
2
0.05 1
0.00 0 1/3 2/3 0 0 20/3 40/3 60/3
0 10 20 ) (0 200 400 600
TREEH (BRI E (ng/mL)) ML (B YEEIL E (ng/mL))
0.25 6
y = 0.0099x + 0.0002 g |V = 0.0104x - 0.0277
0.20 R? = 0.9963 R =0.9995
4
0.15
2l
0.10 “@ )
0.05 1
000 0 1/3 2/3 0 0 20/3 40/3 60/3
0 10 20 ) (0 200 400 600

5

IR (YRR (ng/mL))

TREEE (BEYEGR E (ng/mL))

RY7mn7 =) —/VHTFLVFEER OB ER (£ D5)

(ZER : AR BEEREI(2 - 20 ng/mL), A : 45EI%(2 - 500 ng/mL))
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0.25 7
2,3,4,6- y = 0.0107x + 0.0042 y =0.0119x — 0.0462
6 . .
TeCP |o.20 R2 =0.997 R2 =0.9988
5 .
0.1 e
510 |t
I
1£/0.10 I
2
0.05
:
000 13 23 0 2073 4073 6073
(0 10 20 ) (o 200 400 60d
TR LE (R (ng/mL)) WAL (BEUER R L (ng/mL))
0.20 5
2,3,5,6- 315 |y =0.0086x + 0.0011 y = 0.0092x - 0.0337
TeCP |o.16 R?=0.9981 4 R? = 0.9989
0.14
0.12 3
g;j 0.10 %ﬂy
fgf 0.08 E 2
0.06
0.04 1
0.02
000 , 173 23 09 203 403 60/3
(o 10 20 ) (o 200 400 600
R (BRUEIR B (ng/mL)) T b (BEYEII FE (ng/mL))
PCP °"® =0 0075x + 0.0072 °
016 |¥ 2 oxgggé y = 0.0082x - 0.0238
=0. 4
0.14 R? = 0.999
0.12 5
42010 .
& |0.08 s 9
= 10.06 =
0.04 1
0.02
0.00
(8 13 %) (9 2850 %50 %

WER (R (ng/mL)

BREE (EEYER R (ng/mL))

M4-6 RNV r7mn7=/)—/VHTFLVFER Y OBmER (ZD5)
(FE : AR BEREI(2 - 20 ng/mL), A : 45EI%(2 - 500 ng/mL))
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#£5-1 MEMERAT % - (£01)

WL E:/Zﬁjﬁ — oS B iﬁ%#@’%ﬁ(AgCP
AR e i

() (ng/mL) (Ais) 0 m p 2.3
(M/z 176.1) (Mm/z128.0)  (m/z128.0)  (m/z 156.0) (M/z 164.0)
2.0 62678 3793 3250 1221 1545
5.0 72815 10596 8464 3072 3000
10 67164 20095 15460 5167 5808
15 69001 30916 23682 8452 8739
20 66583 39952 30499 10630 10988
50 65804 87812 68862 24112 25576
100 75628 222030 171159 59507 65612
200 71379 425122 327184 114002 127943
500 74290 1162011 880078 307387 345425

*: ISR : 30 ng/mL(Cjs)

K52 MERERNT -4 & (£D2)

B TERWEA)

TRER ]

PRI L DCP2,4 2,5 2,6 3,4 3,5

(ng/mL) (M/z164.0)  (M/z164.0)  (M/z164.0)  (M/z164.0)  (m/z 164.0)
2.0 1675 1925 1507 2110 1684
5.0 4079 5124 4563 5699 5152

10 8525 9378 8124 10410 9766
15 13197 14280 12578 15514 14371
20 16850 18084 15847 20231 18693
50 39097 40248 36982 44752 41647
100 98538 100834 93906 111821 106090
200 189156 196290 184957 216083 206496
500 513036 531966 504111 583095 566189
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#K5-3 MEMENRNT ¥ K (£D3)

ICEME XA

A g
@;g% P E
(ng/mL) 2,34 2,35 2,3,6 2,45 2,4,6 2,4,6(°Cs)
(M/z224.0) (M/z195.9) (M/z195.9) (M/z195.9) (m/z195.9) (m/z203.9)
2.0 264 1391 2227 1980 2543 2437
5.0 725 3487 5565 4766 7106 6536
10 1473 6913 10059 9138 13110 12381
15 2090 9479 14797 13130 19830 18221
20 2743 12450 19020 16858 25426 23597
50 6264 28197 43451 38495 56047 51881
100 16566 71864 105296 97789 137258 128133
200 33934 143988 204555 195029 268790 248626
500 93497 393148 554179 544047 741704 679916
K54 WESERH T —% —% (£04)
b L BB R RE(AS)

P TeCP pCP
(ng/mL) 34,5 2,3.4,5 2,3,4,6 2,3,5,6 (M2 265.9)
(m/z 195.9) (m/z 231.9) (m/z 231.9) (m/z 231.9)

2.0 2016 1391 1389 1143 1328
5.0 5519 3655 4159 3037 3248
10 10257 6564 7953 6131 5613
15 15315 9800 11236 8787 8385
20 18927 13536 14354 11482 10377
50 45398 29129 32753 25547 22848
100 111441 72717 79077 61898 56120
200 220860 142155 157710 122923 110003
500 594227 385409 441720 342780 305012
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(v ARANRYT kL]
BERAERER D~ A AT MVERKSIZRT, B, MBI FE U BT
AT RVHEBLL TWD DT, R L TIREO 2 48# Lz,

7437 1280 P 162.0
] OEt ] OEt
a0 cl B a cl
B B
% % ]
40 156.1 40
] { 830 1899
g =5 2H 5.0 1339
] %5.1 SS'DI‘I1_1 1 | | I
5 P I N N N N N
ez B0 100 150 mez 50 100 150 200
0-MCP (= F/LEHER{LW)) 2,6-DCP (= F L FHERIL)
. o 1359 100 al 21
aH OEt o OEt
"l “ @
% cl cl % Cl Cl
4+ 0 a0 o
2H z 2H 1370
g2l WUSU 1599 7.0 : 201
ped D e 0 | | 0 |
bb | L% . \| \\ |- T TR I |
miz 1DD 150 200 0 miz 100 150 200 0
2,4,6-TrCP (= F /LA )) 2,4,6-TrCP-"Cy (= F /LR (/L)
2320 2659
el OEt ’m_: cl OFEt
an] cl cl o
] ] cl Cl
B 50
% Cl Cl 4 ]
4 4] cl cl
i 130.9 ]
L 1678 1961 253.8 20 BURELRNE L 1643 o 78 2939
10 1 : 770
Y T O T M O i e .”". |
iz 100 180 2h0 20 o oz 100 150 200 250 300
2,3,5,6-TeCP (=F /L& R(L) PCP (=F /L iFEik{kn)
160 176.2
80
B0
= 7
404
2]
] 861
20 U 1221 T
L TN A ——r |, —l—
m/z 50 100 150 21
TA L v 5 B TFHERIY & ERILS

WD~ A AT kL
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(BMET Z 7 HBR)

Nk sz ) — /L TMDLL LD E—7 NERENDHZ ENH S T2D,
EREICHELZ KT E—27 3Bl STz,

KL 22 AL I E ST IE BRI A s FE D246- NV e T = ) — LD
ST (%) Tk, 246-FU 2 uan T ) —VOERET T 3B SN
EMEINTWE, LL, ZOHERFIZOVWTOE KT TV o T,

AEEIET 7 7 I3 SN o 7205, HIEDBRICIIHERPLETH 5,

(LR & W MBS DR

FHIEEIC, 246-FY 7o 7 =/ —/1100 ng (10 pg/mLEEHERR 10 uL) ZE

PRI L T, 100 mL/min C307 R ZER T A B LIk, KTy 775
vy all DL, BRI FCTRMGL, Y7aa XA X 037 b oidls
WL, 7B h1mLé L%, =F bz iTo72,

[V ER1E, 100 ng (10 pg/mLAEHEFRIO uL) 27 % b 1 mLICRIML7= b D%
100% & L7ZREDETH 5 (36),

% < DM AHEDETT0~80%D[EINZR TH > 7273, OASIS HLB plusZ i L .
vrnn AR o THHETAMAEDEDOLON, KbEWEINERTH -7,

Fo HEE LIWHEBEEEOENI I HEIEE  (FRINE 100 ng)

. e Lo e SRAIEINE Y R
R Vs VA i
(mL) (%) i
L TR 57 98.3 (94.1, 102.5) 2
5 70.6 (61.8~ 84.4) 3
7' bk
Sep-pak PS-2 plus 10 77.4 (69.1 ~ 85.6) 3
vrana AR 10 65.4 (50.6 ~ 77.2) 3
7T b 5 79.5 (66.1, 92.8) 2
Autoprep EDS-1
vrana X4 5 78.3 (724, 84.1) 2
Sep-pak C18 plus 71 b 5 83.0 (58.5, 107.5) 2
/A== 5 94.4 (89.3~103.9) 3
OASIS HLB plus
7' b 5 77.9 (70.6 ~ 84.1) 3

* 2 SERJEINERO 7 v a X, FICER O EAR & i R O,
** AR LIL, IR A 100 ng/SmLE L C, EBMELAE DEMEEIT -T2,

(BR{LBH LK DIRET)

246-FUV 77 /) —LRRIUCLVBIESIND N E I hEfER LTt L =
A, BINEOIK TR SO T, BILIEFIORGT 21T - 72 (EAERRIT
AT ORI AEMHE (QW) 2o =F a—T %D, 27 b K
TIOPLIIN L, BRI LV RIb LR Y 7 e 7 = ) — VHE A2 fEE Tt
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HE oL .

1) BEBAIEFIZEEH L2 WiGE
Trnn XL T UES A VT BINTE10 ngl OVN00 ngDERANE]
WRBR AT o 7= (F27) . IINE10 ng T55%FEEE . WINE100 ng T70%55 D [E]UY
HKThoTz,
(FAEE L s oS T, A (100 mL/min T304 () ToH%EH
HRTIEH DD, 90%LL EORINETH 722 LxB2 5L, RRITE - THRL
SNTWBH EZZ LI,

X7 BB EA 2 L2 & & oEER

I i H B EES M

(ng) (ng) (%) %

AN 0.15 - 2

10 5.70 55.5 2
68.1

100 68.3 (0~5 mLIEH 457 67.1) 2

(5~10 mL¥EH 5 1.1)
3100 ngDEMEUGRBR TlX, 7 unm A X U 5~10mLOEHS T, R Z7na 7 = ) —)VER0~5%
BREOWRHNRD SN2, 10 mLTHEHT 228212 LTz, £72. A3RHEICITR R TI%RE L
DS TWRWZ & bR LT,

2) hagxzo—nLERABEEA LSS

BefeBhib& & LT ha7zm— b2V, fiffEORRIC b a7 zn—L %
GIREEEAME Y N LIEARAV A —% 28 L C, IRNENGRER 24T - 7=
FEBO) . £z, havz=m—AEFRAMERY 7nn 7z ) — VHEDHEFE
[R5 2 & MR T D720, WINLE OA Sl QW) & RS O MIZ b [
EIZ, Fa7zu— ERAMAN DRV —% 528 LT R bIT-o7 (R
Q@)

AERD
RR#AE — [GRAE QW A—FJ v V] - I=R 7
AR
REGUE — [GRAM - QW - FRAM - W—F U v¥] - I=RKr7

HBROD, @& bio, EERIZIT & AT TQWIZEHI L7,
EINENDORER 2 FRKSITTRT,

AREROTIX, BWINEI0ng TOENGRERRIGFTHHDT, 24,6-F) /a7
= RREUICE > TR EN TV Z ERRERTE T, £72. B 513,
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246-FUV 77z /=N, haTZza—LERAMEITEALEBEE LR
720, BBRIUGIELE LTHEYTHRWZ bR T,

K8 ATz —LERASME M L inEIER

N Fi 228 [FIER (%) g%

(ng) (ng) ok PCk | R
- N 1.80 - - 1
RO 10 14.10 123 99.2 2
O] 10 1.97 16.7 0.7 2

3) EAEBIILAZHER ICEESRI TGS
FfbBIEAIE LC ha 7o —)L e 7 2Aa L U A EERHERE ICER S,
WNENGRER 21T >72 (F£9) , EBHLLRERBINETH SN, AU 7 enm
7 x ) —VEOEIEEN, T A 2V E HE(85%, 108% (n=2))D 5N h a7 = r—
DI (75%, 117% 0=2)) L D HIXSOE NP RN oToD T, T ANV VRER
DOFEE O TRIIHELITO Z &I LTz,

K9 BB LA R OEE 261 L2 inEIeER

- FE ROETE R AR
LB LA (ng) (ng) %) ¥
b e N N.D. - 1
10 11.2 112 2
R AL YN N.D. - 1
10 9.99 99.9 2

(AN EIRERER)

FEUEW)E 2 N U TR & IYSINOF 48 (27 B R CBREE KA & B
BLTHIEL, ZOERMEDOENLEMBEIEZ RO IZEREFRI0~12127T,
WINES0 ngTlX, v ¥/ nun”7x /) —)LOEINRNRLLED T - 72708,
ETOWE T, BIE, BEfREE HICEHTh o7z, IRIMEIGREREE (U
#80ng) D7 v~ 77 AEXK6-1~3127R-7,

F - ERTOEWMEIGRERL, £ v FaX—F—%fFH L T36°COEIRIZ L.
TBE-S% TIT o 7o, ORCHEINERN TR AWE D &b - 7223, Fii TOWIMEIGRER
ERBRDFER Th o T2,

361



F10 RUZvaa 7= /) —)VEOEINEEGRER RS R
(KR&EEEH  (MDLEIERE) : EHAIE28°C, AR ET1%)

AEHRE ABR INE BubE IR ZEREK

P m) & (ng) (ng) (%) (%)
0-MCP 0.144 8 10 8.41 84 4.9
m-MCP 0.144 8 10 8.29 83 5.3
p-MCP 0.144 8 10 8.18 82 7.2
23-DCP 014 8 10 879 8 58
2,4-DCP 0.144 8 10 7.72 77 7.7
2,5-DCP 0.144 8 10 8.40 84 6.0
2,6-DCP 0.144 8 10 8.74 87 4.7
3,4-DCP 0.144 8 10 7.86 79 6.5
3,5-DCP 0.144 8 10 8.10 81 5.7
234TrCP 0044 8 10 02 102 0
2,3,5-TrCP 0.144 8 10 8.43 84 6.0
2,3,6-TrCP 0.144 8 10 8.33 83 11
2,4,5-TrCP 0.144 8 10 8.39 84 6.6
2,4,6-TrCP 0.144 8 10 8.10 81 6.3
2,4,6-TrCP (°C¢)  0.144 8 10 8.02 80 6.3
3,4,5-TrCP 0.144 8 10 6.99 70 6.2
2345TeCP 0044 8 10 76 76 61
2,3,4,6-TeCP 0.144 8 10 8.16 82 4.9
2,3,5,6-TeCP 0.144 8 10 8.11 81 5.5
PCP 0144 8 10 658 66 12

* HEAN0=1) X, ETOMWETND. Th-o7=,
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#11 RV zuvanv 7 —/VEOFRMBEILGRERGE F
(KR&GRER « K IE220C, R E62%)
HEtE B RInE BRiE FEIEE ZEREK

R (m*) i (ng) (ng) (%) (%)
0-MCP 0.144 7 80 77.7 97 6.0
m-MCP 0.144 7 80 74.1 93 6.8
p-MCP 0.144 7 80 77.7 97 6.8
23DCP 0144 T 80 720 0 48
2,4-DCP 0.144 7 80 71.6 89 6.9
2,5-DCP 0.144 7 80 69.3 87 5.6
2,6-DCP 0.144 7 80 80.7 101 5.8
3,4-DCP 0.144 7 80 60.7 76 8.0
3,5-DCP 0.144 7 80 70.3 88 7.7
234-TiCP 0144 T 80 817 102 63
2,3,5-TrCP 0.144 7 80 76.7 96 5.8
2,3,6-TrCP 0.144 7 80 69.8 87 6.2
2,4,5-TrCP 0.144 7 80 78.8 98 6.4
2,4,6-TrCP 0.144 7 80 71.3 89 6.5
2,4,6-TrCP (°C¢)  0.144 7 80 66.0 83 6.6
3,4,5-TrCP 0.144 7 80 63.0 79 5.1
2345-TeCP 0144 T 80 720 0 37
2,3,4,6-TeCP 0.144 7 80 78.2 98 5.5
2,3,5,6-TeCP 0.144 7 80 75.4 94 3.7
PCP 0144 T 80 60.6 % 79

* HERN(=1) 1%, 3,5-DCPTIREZ R TERWIEDDT R — 7 8L
ENTLUSME, ETOWETND. ThHho7-,
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20000
15000 m/z 128.0
10000-]
5000-]
128.0

EI]I]I]—_
4000.] m/z 156.0
2I]l]l]—_

156 0

P
m p

auuu—:0
6000
3000-] m/z 164.0

162.0

?k“ﬁ

3600-|
2700
1800-]

300

190.0 —
Min. 16

Xl6-1 B (R&GEER - IIIE80ng) DGC/MS” a~ k7T A
(MCP#, DCP¥H)

10000-]
000
5000-]
4000-]

m/z 195.9
Jk N
1959 L. e L e e T e L e L

2000

2000
1600
1200
200
100

- N SN N

807 2,46 2,3,6 24,5 235 34,5

4000

2000-] m/z 176.1

176.1
Min.

m/z 224.0

2 N 26

X6-2  BMEERE (R&GEER @ IIIE80ng) DGC/MS” a~ k7 7 A
(TrCP¥H)

5000-]
5000-] m/z 231.9 4 2345
1000
3000
2000-]
1000-]
2319

e miz 259.9 PCP
500 l
300-]

3600 f \

27007 2.35,6 2,3,4,6

1800

a00-] m/z 265.9

»%9 VT T T

800
600
400
200-] m/z 293.9
293.9 . . . . : . . : . . . : Lo, . . . -

Xl6-3  WONEILRE (R&GEER @ IIIE80ng) DGC/MS” a~ k7T A
(TeCP%i. PCP)
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F12 RV Zvw 7z ) — )VEORINENG R R
(BN (frFaX—=F—KN) : JRE36°C. 1BFE85%)

B4 ﬁﬁ% %ﬁﬁ W BHE EIEE EEiRE
(m’) % (ng) (ng) (%) (%)
0-MCP 0.144 3 80 71.1 89 5.5
m-MCP 0.144 3 80 72.4 90 55
p-MCP 0.144 3 80 68.8 86 7.0
23DCP 0144 3 80 o 89 73
2,4-DCP 0.144 3 80 74.0 92 6.4
2,5-DCP 0.144 3 80 67.6 85 7.7
2,6-DCP 0.144 3 80 72.2 90 5.6
3,4-DCP 0.144 3 80 66.7 83 6.4
3,5-DCP 0.144 3 80 68.7 86 7.6
234TICP 0144 3 8 0.0 100 57
2,3,5-TrCP 0.144 3 80 74.4 93 9.3
2,3,6-TrCP 0.144 3 80 68.2 85 7.8
2,4,5-TrCP 0.144 3 80 76.7 96 8.2
2,4,6-TrCP 0.144 3 80 65.3 82 6.3
2,4,6-TrCP (°C¢)  0.144 3 80 66.2 83 6.4
3,4,5-TrCP 0.144 3 80 70.8 89 7.0
2345TeCP 0144 3 8 6.1 84 62
2,3,4,6-TeCP 0.144 3 80 71.8 90 7.5
2,3,5,6-TeCP 0.144 3 80 72.7 91 8.3
PCP 0144 3 80 6.0 9 54

* HIIN0=1) 1. ETOYWETND. Th-oT-,
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H25 (2,4,6- )

1 192% 2 1 84% 3 : 80% 4 : 70% (2014 )

(RTFEPERRER)

RAFHERBRRS R 2 R 13T T,

FEZFICRY Z7uon 7 = ) — VK20 ngZa IR L., KEGE 2 245 R L
TEE R ORBRIKE, R L, W LT,

S COMRTEX, FHEY H OEIINERZ100% & L7-RFDT H % O£ 399
~116% & BHF T o 72, RERIKIZ69~99%TdH v . HWEENELL 12 D1T E1R1F
PEDSEN S W HEA L ST, Bk O B AEER ORI 2 ZE 15 &
BRI TR EONICET 2ONRLEE LN EE X BND,

LI ] O F g AR YRR D A7 =i, FALEL R D b D &2 100% & L T2 DAY
FThD, 100ngmLEL FDHDDZEL H80%E TV, RIFENIEF )
oo WEIZE > TE. BUSEIVERM S D DIINmEEZ bNDHE—7 OER
D, BEHTHRHESNTS2bD0H 5 (K7-1~2) . TD2D, REMRHAE
R 2 P ER ISR T D2 ENH 5,

F13 RV Z7uvnv 7z /) — VEORFERERE T
[EE (FRAFH) (%)

Akt VR —
M H 7H
HHEE 20 ng - 60~86 (99~116)"
AR 20 ng 59~81 41~80 (69~99)!
. 2~100 ng/mL - 62~144)"
R P e e 214
200~500 ng/mL - (92~111)

*1 s RS K ORBRIR O S~ aNIZ Y H ORINERZ100% & L 7-REOFEFR
*) o M ERR AR, AREZ DL D E100% & LR OEFR

34 3,5\ 2,5 24 2,6 23
/ /
BUUW
500
400
300
200
100
164, T
- 800+
BI]I]—_
4I]l]—_
2I]l]—_
164 0 e meomeeomiaos oo f i S e -
min. 18 19 20
X7-1 MERAEEROGCMSZ n~ ~ 27 F & (DCPHE (= F LiHERY)))
(M/z 164.0, 2.0 ng/mL) (BB FRfME. (FE) FHfEH
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sur0985
テキストボックス
H25年度調査時(2,4,6-トリクロロフェノールのみ)、次のコメントが寄せられた。カートリッジ捕集状態での試料保全性について、試料保存期間を延長しての保存性試験を実施した。
1週間: 92%、2週間: 84%、3週間: 約80%、4週間: 約70% 　(2014年度精査等検討会コメント)


2,3,5,6 2,3,4,6
BBD_JL—,WJ w
m/z 231.9
400
200
.1 1 L

LR

100
P ] I R LT L e LT T LT

X7-2 MEBHRAEEROGCMSZ v~ h 7 F A (TeCPE (=T /VFHER(EY))
(m/z231.9, 2.0 ng/mL) (EB) FRfY H, (FE) FHfER
(R ER)

[HEEOFR] DL R U 7omiteE 2201k L, BINEIGEER & Rk
cqsmngﬁghmo@%%mb TNENDH— N v 5 OREINEEZH
E L7, WINE1000 ngDaBHE, FHERMEEON 21T 2 To ik H~F 5 2 mL
THIH 217V PAETERR 260 pLil 2 C500 ng/mLOFRBRIE & L CHIE L. [k
ERERELT,

FNFEIIEEE D BI1E70~100%IFU S 7223, 2B H > 5 OEIIE1 %A T dH
STy TOZ ENDL, AREIOBREROFEHN (2~500 ng/mL, KK EL mL)
TOMEITENEEZ S D,

LrL, Z7eu 7=/ —)VHEORBIEIPT00%RIEZTE > T2 DIITxt L, SR
zé:oﬂf~f)7nm7i/—wﬁwﬁﬂiﬁﬁ<@ofmot@aw
HE ORMENGRER TIX, $WEE b BO2EINRLGELN T2 & e, K
KT 7 < B & 24FFHEA L 72500 ngfS M OFMNENL T & FEEDO#E R 1G5

N2 e, TNENOWEOREMEIZEL DD THLEEZBND,

K14 REFMEMLOENL R (a5 I hiE)
[BIR (%)

)rein

i S00ngil 1000 gl
MCP 89~109 91~109
DCP 83~109 82~106
TrCP 82~ 91 77~ 90
TeCP 85 78
PCP 76 o1
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(ZauF 72V BERN7au) 72 LV UEE OLSBEER

N Z7mwa7 =)/ —VEOTT )VFHERILY)OFEAE L — 7&&5%%&mh
1961%, Y7 vt 7 XL FHON A A E—r (Y —27) LRILTH D
(X8) , F7=, FfkicZ et rx L Y s7an 7o /) —/VEOTT ILVE
R ORMEY — 7 L7 EEB LRI CTH DL, SRIOHEETIE, Z7uee
FTTE VY7 uu 7 X VAL RESNAFRELRH LT, ENE
AUDLREFIE 2 FeRR L 72,

a7 LTI BEAEARNH AN ED ) B AFARETH -T2
S (1,2-; 1,4 1,5-1,8-,2,7-) &, 1-r7maF 72 Lo HIRfiE L CHEE
THY7uaF 7 XL EICOWT, REFFR 2R L (X9) |
234-NVvun T )= VOZFFERIMN Y 7 ua T2 U SR
RN T2 D, ZD1=8, m4b)7mm7i/~w@ﬁ\m®%)7mm
T )= )VHETERA T MERA LW LT,

sa0 - 1622 i Cl 195,

] Cl 1 Cl

] OO " OO

B B

Ea k4 ]

4+ 127.2 40 1261
. 1 161.0

20+ 2 ]
1 B31 811 I 1 EB3075.0
T | 3 i eso |

msz a0 100 S 1%0 T 2IIJD mx’zSIIZI 100 C 1%0 o 200 T
X8 2-7muaFr7XL o E12-vr/ant T2 L D AANRY L
(LD BMEAR B FARL DO AT MV ERT 2D, BT 5,)

1snnnnn—: vu #"’j_ V?‘?\‘*@g 1’4 1’5

27 2 1,8

W I\

St W\““*\«rww,v-\ﬁw rJ e
KEHID 2 DO E—7 23,
1-7muF72 1

! i & LCHAET B
D A=R=to R

4%@%&#

e

X9 (kB Yool L ¥ ﬁi(¢&)k7mm%7&vyﬁ@ﬁﬂ
Wisy. (FEY) AU zvova 7z /) —LoF L8 Eiv (—5). #h
FHDOGCMSZ a~ ~ 275 I
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FIRkIC 7 ma 7 Z LU BEHIZOWT S, REEEE 28 L2 (K10) o
23-vrmn7 x ) —)VOTF )IVFERNY 7 v )T 2L & RFRRF
MNER>7-, LvL, 23-Y7ona 7= /) —1omz19007 a~ 774 (X
11) TiE, EICHIGEIERD EEZEZ N E—7 BN OhdH | KEEOD
WZIZAMNRNWEEZEZ LN, EBA A OERIIIT-o TR, Z0
720, BEHEOERIZIZ., 7u~ 7208 — 7 FRITHODDOER &2\,
E— 7 IRPIEER E B2V ENRD ST, E—ZENIAS RAT20 T HRFE
ranaF 7 XV CEHOGFENREZONDTES, BEEETHIENRRNEEZ

SY (A

?w 2.4

: //\ 2.6 23 r————»s?@%&#

E10 (1B s oot s LR (FB) #U/nn7 e ) —noFi
FHEAN (—E) . ENENDOGCMSZ a~ 7T A

2,3

810 276 ?
oo m/z 164

ﬁh_mDam%w %WM%®&%@7DVF77AQWQMU

AEIDOS/IEICD LY sanF 72 L EEOY 7 aaF 72 L U EOR
MEIN 2 FNFNDIREM CiTolct ZA, Zunr 7 XL ey 7nnf
77X LVUEE BITKSEILL EORINERTH 7= (F15) ., 202 EnbH, 2,3-
vrzann 7z )= /VOHEIITEENLETHDL EEZLND,
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#£15 ronF 72 LV HEORMEIE
HTEME (ng)

WE4 RN 7RIN20 ng) [FEINEHE (%)
(n=1) (n=3)
2-7muF7HELY N.D. 12.9 64
-z f74Ly N.D. 14.1 71
14-vaaF 721y N.D. 13.4 67
1,5-7nutrr7xL N.D. 14.4 72
27-VrmufrrL 15.9 41.6 128
12-/auafr7xL N.D. 12.9 64
18- /a7 x21L N.D. 9.4 47

(fh DFFEE( W% DGCIMS T D BMEE L BEIZ DT )

FHEMIEE LTL, = F bz 7T 'eF ik, R U AF T U (TMS)
{EE O 27 FaxXo )7 2 RPFBB)IZ X 28 ML A2 MEt Lz, &
S5, FBEMRE LW T =) — KL ED, GCMSTOBEE T L=, 22
T, BICAFTE oy ) —VHEY 7 a7 = ) — )VE OB
BLB%, AT LEZRBELCN) 7oy ) —)VERKORT 770>
x )= VI OW Tl A R LT, 7eds, 4 7 21330 mX0.25 mm X 0.25 pm
DHLDEMFH L CHEREZIT - 7=,

F16ITR L7z L 91C, ET1~2E A TIL, DB-1ms CTOPFBBriZE R4 |
kFm»ﬂmf®i?W£%M¢%JT@if@£¢%® TEE MR CE T2, W
BRI EZE 2, Ll F VFHE R ow<%¢%@¢® THfE AR

L7=& 2 A, IR&X-5ms TO I F )L EAR{LY) ) i/\,ﬁ'\: MARDMTIEDBECE 5 2
EDHRRTE 20, FBERILE =T UL TITH Z EITIRE Lﬁo

BB, T = ) — IR O SR LY DORix-SMS T D43 Bl 2 73 GC/MS 7 1
~ ST LE,246-F) 7 a7 =) — LR OEFERCD D~ A AT I L
ZX12~2012~ T, K BMEEOMERZIT T2 b DITHOWN TR, FRFITR LT,

kB, Kru~ NI NI T ==K E = FOLFHERIEIT40°C (1 min
REF) H5°C/mMin THIEL7=H DT, 7®F /L, TMS K O'PFBBr 47 E K1k,
WX, 40°C (2 minfRFF) 7»510°C/min THIE L7ZRFD /7~ M 7T A TH D,
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#16 FVruono 7= ) —LORMRS B

S LN DB-1ms Rtx-5MS Rtx-50
MCP DCP MCP DCP TrCP TeCP MCP DCP
7 ) — UK X X X X X X O X
7' F ALk O X O X O O O X
TMSAL O X O X O O X X
PFBBriz g {&{. O O O X O O O X
T F{k X O O O O O O X
O : 2EMEEMZFENHETE D X o EECE R VWRMEERR D D

TFIVFHERT. NV saa T2 )= VEHET NI/ aua T 2 ) —)VHT
R—=2F A VHEE TIEON 2N HE DD, 2 TOFHEEMRIY TIZIEDEEN T
Too T2TEMMOFFEEMRIMIC 5T, 2ERMICENZ N O BPERE L O ERRE
W DZEN IR DA N R B4, RRESHT 23 58RI21E, Ty 108 x
HERBENLETH D,

16000
1 2I]l][l—_ MCP Et ,T k‘
BI]l][I—_
4I]l][l—_
128 D

8000
6000
4000
2000
164.0
12000

9000
B00D—
3000

195.9
8000

B000—
4000~
2000

2319
8000

600D~
4000~
2000

%59 L————
Min. 16

B K

12 —F LEHEREY) DRix-SMSIZ X 5 45 Bi
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RFERACD T = 7 —/VEIE, BEEY—2703m/z196 [M]TH V) . & EH%EO R
PARDEEL TE T, EBICELDWETE =N T —1) 7 LT\,

FLRF —

100000
80000
£0000-]
40000
20000

128.0)
100000

80000
£0000-]
40000
20000-]

B30

6]

=

a0 gz

20 731

] 10
-,|I| |

u}

3.0

1959

132.0

160.0

Cl

/©:OH
cl Cl

mdz

[=1u] 20 1

an

120

1407 1en | 180 00

I2éDI T

X113 2,4,6-TrCP (CK#FHERIL) D~ AR kv

MCP

N

7z /) — UK

162.0
50000

40000
30000
20000
10000
195.9

TrCP

29000
21000
14000

7000

TeCP

2319
16000

12000
8000
4000

265.9

PCP

R
X14 7=/

5

2

25

— UK (RIFEMIE) ORtx-5MSIZ X 2% 57 B

372



T FOUBEERAOREREY — 71T T B F AN REE L CTAKFEICR o T-miz
196[7 = / — /WEOM| Th - 7o, K BMEEOFBET, 2EHURD2,4- 2 TV2,5-2 7
nu 7z /LR, SEE L3 EO N T A TORBHITX Zehho iz,

T i
-
o
-

20H

L
=

Al
[y

620

186.0

Cl

/@[OAC
cl Cl

971

s 107.0 1220 168.9 2401
' | ||y | | !

til o1 i il M, 4 ||I
P T R A R [P e L )P U (7T B L e e EET e B A B e B

méz

240000

180000

120000
60000-]
129.0

320000-]
240000
160000
80000-]
162.0

60

T 1 I i )
an 100 120 140 160 1a0 200 220 240 260

X115 2,4,6-TrCP (7 & F VLK) DO~ AART L

Ac 1k
MCP

P DCP 246 235 234
x'236 245/3,4,5

100000
80000
0000
40000-]
20000

! /
N v v
. 24/f TrCP

1959

60000
50000
40000
30000
20000
10000

2.3 3 4
TeCP k

2299

24000
18000
12000-]

6000

PCP

2639
Hin.

1 ‘ ' ‘ 16 ' ' ' 18

16 7 EBFIVFHERIY DORX-5MSIZ X 2 4B
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TMS#FEAR L) D FEAE L — 7 1 Im/z 253[M-Me] TH 0 . TMSHE) B A F/LHEN
—OMBEL 7= b D Th D, AFERGET LEF B BIEICH T 2 & BIEERO B,
TEHUA N O3 ~4BHLARIZ DWW TS BIRRF 21T - 723M O 1 7 L TR EMER
BR—RAT A UBECE TN, 2EBRIC OV TR, 23- K08 4-Y /e T )
—IE T L b NEECEX TN, 26-Y 7 a7 ) — LI EDH T LATHS
BETHZ ENTE o Tz,

731

Cl 2520
8H

] 30 i :OTMS
& Cl cl

s B30
159.0 217.1

2H

1130 2700
1275
1 3.0
1520 1.0 * 1340 147.1 : 1831 198.004.1 | ‘ ‘
TN ||| |‘I|I*’|' |.|||.|||I\|. |I|||||‘ L I||“i. T || 11 |||I| P AT \ |?|2.5'D Il |||
PRI s P P e ) e R ] R - ) B e S ) o S ! B PP e e, e e e L " e e I LI

miz &0 a0 100 120 140 160 180 200 220 240 260 280

X]17 2,4,6-TrCP (TMSFHEMAXRILY)) D~ AR KL

1000000

200000
600000 MCP ™S 1t

400000
200000-]
185.0

1000000+
800000 fT K DCP
pooeit R 246 245 345
1 2,3,_6/ 2,3,4
/

200000 \253’5
219.0 - \ K ¥
400000} 2,5 /V/q f \ ¥ &* /
300000 26 24 23 34

200000 35

100000-] ’ TrCP

7529
320000-]
240000-]
160000
80000-]

288.9
160000

120000
80000
40000

77X Q- . ‘ . . , . ‘ . , ‘ . . , . . —dl
Min. 14 16 18 2

18 TMSFEER/LY) DRix-SMSIZ & 5 45 Bf

TeCP

PCP
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PFBBris Bt D RAEL — 7 1T R X T 0 Fa XD EOmiz 181 TH Y |
FEFINTHREN B L 05, ROSEIERY b FIEkOmMizZ2 <3 O T, BEfEREIT ST
AF =7 Omlz378M] T1T o7, KBRS EEIX, DB-lms W 7 A TIL1E
fa, 2EHUA L HLIZIEDBECE TV, L L, FEMMEN L vfifETCH LT
IVEBERAE S SEHR N O4E A TIRIENHECE 2 Z LD MR TE 12720,
EBIOKFHNIATO R o1, BEIC, RIX-SMSTHBEZ R LT 2 A, 24-L
35-VrnmnT ) — kU2 34-2345-F)rvaa T ) —)LOSBENRTER
N T,

o cl

30—: /@:O

1 F
% ]

1 Cl Cl F

20+

Sl 3780

1H g o ‘ H 197.1
__ - llll | | I|I ||| 1] LL L 24I2D 1 2;‘IIBID 32I‘IlD |

miz 100 150 2liJD 2%0 300 3%0 ' 4IIJD
X/19 2,4,6-TrCP (PFBBrif&E{fK{k4n) DO~ A AT kL
(GEYEE — 7 (M1 N K& W= fitdih 2 205 1295 K)

20000
15000 MCP PFBBr & (&1L,
10000-]
5000
308.0 LD
oot + R pep
10 m
6000 p 2:496 2a4:5
3000 2,3,6

T A A I/

G000 24 23 34
4000 35 TrCP

2000

37739
3600

34,5

27004
18004
900-|

4119

2000
a0 PCP
1000
500

sy S
Hin. 18 19 20 2 22 23

[X]20 PFBBrif &b DRix-SMSIZ L 5 4B
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(BRERELD7HT)

AOWEIC LY JINETHAENEFT (HPFZEHT) CTRRZWE L7I-RE R,
m-7unu>7x/—/L T2 ngm MBI S, 24-P7 a8 72 )= 35
vrsunaZx/)—)V 236-FN) o7 ) — L kU46-F) 7o T ) —
NTE—I7 NS ERHo7zm, &2 TMDLE CTH -7,

BREAREHAIERF D 7 v~ ~ 7T A &2 X21~2212 77,

1000
3000
2000-]
1000

1280

1800
1200
600
[156.0f
6000
2000
2000
164.0
5000
4000
3000
2000
1000-]

Min.

X21-1 BRERBIOGCMSZ u~ k7T Lfll-1
(m-MCP. 3,5-DCP. 2.4-DCP U2,3,6-TrCP#LHIFF OMCP%H. DCP#4)

<«— 236

m/z 195.9

m/z 224.0

224 O S = e mm e mmm M mmmmmm e mmm——— s m—r———r— - e e = e
i 23 24

X21-2 BERABOGCMSY a~ k275 LMF1-2
(m-MCP. 3,5-DCP. 2,4-DCP &% (*2,3,6-TrCP#L I DO TrCPYH)

300
250 ¢ 2:4,6 m/z 195.9
200
150;
1Dﬂ;
5El;
1 55
360
300-] m/z 224.0
240
130;
12ﬂ;
Eﬂ;
2240 |l-.---- ————r - R T fmmmmmm - e R e E T T -
Min. 22 23 24 25

22 BREEREIOGC/MSZ a~ k7T 512 (2,4,6-TrCPELHIE DO TrCPEE)
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(%) LCIMS/IMSTDSHTIZOWNWT

246-NU 7 vu 7/ —/E, LC/MS/MSTHEE FIRIEIAGC/MS DEEFE
BT, BERMEE IO EiT2 5, L, N Zoa 7 ) —VHEHO RN
ROFED SBEIFAT A ey oz, 22Tl 24,6-NV 7mua 7 = ) —)VDIHDGHT
IZOWTHELIR T 5,

81 v M &

(1) Tk DBEE
GCMSIETOY 7 mu A2 Uitk E, ERKIE FCRME LN 57 b
= MU WITHRIR T 5, 7 F= K UL TER L72%. LC/MS/MS(ESI-negative,
SRM) TH#rd 5%,

2 RE - =E

[FRFE] LOMSMSIEDOHIZHERE D) (2 (GC/MSIESR) )
T r=RrU LCMSHANAARR—ZL—F Anr#l

ek  ZREIK LC/MSH B b7

FEBE T LB =7 A ¢ Bk FooGlisE T2l

[E#ER OFRR]
EHERR)
GC/MSTEDIEHER R 23 5,

(R EchR A YEHR)
R Z 7' b=~ UL TIERAR L. 10~1000 ng/mL D 1 E:#f FEE Mk %

[2E] (LC/MS/MSIED IS D)
Ay (10mL)

(3) wHrik
[FEEORE] [RBOMEHIERCHRF]

-

GC/MSIEIZHEL TIT 9,
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[ D RITALER K ONBREBR IR D R ]

AR B L-iES A2, Py aa A Z 10 mL A7 A & 87 s @iE L,
AEy VEICEHT 5, TORHIREZEFZLXN FT0.5mLE CREM L%, 7k
F=FUW1 mLEMZ S, HFOEFRXDE FT0.5 mLE TEM L%, 7k =
MU LVEIZ, EMECImLE L, ZhaRBRikE 35,

[Z=ZABRIE DIHE]
[FELE ORE] O LR U liRe 23Rk & R L, 2255k
W (BE7Z 7)) L LTHIT %,

[HIE]

(LC/MSGAH)

[LCZA]

fEFFEFE : Prominence20A J&HtBI/ERTHL

7 A : Waters Atlantis T3 2.1 X150 mm, 3 pm

WEER A 10 mmol/LEFEET =T LKEHK B: 7k hr=hKUJL
0 —8min A:70 - 10 B:30 — 90 linear gradient
8 = 14min A:B=10:90
14 - 15 min A:10 -» 70 B:90 — 30 linear gradient
15 — 20 min A:B =70:30

i : 0.2 mL/min

SEHEAR  : 104l

N7 LEE 1 40°C

[MSZE] (F11)

il FH A A : API3200 AB SCIEXH
A A AbE : ESI(-)

EEA A : 194.8>123.0
J1—F > A (CUR) : 10.0 psi

A AT L—FEE (IS) :-4000 V

7'u—7iRE (TEM) : 400 °C

a2 varHA (CAD) : 6psi

AF I —ATA 1 : 80 psi

AF Y —RTT A2 : 80 psi

(R EHR)

WA R YER 10 pLAZ LC/MS/MSIZIEA L THOMTd 5, BIREICH L THED
NI — 7 HFED DR EREZERT 5,
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(E&]
A0 WLZLC/MSMSITIEA L THT T2, SN TMEO Y — 7 Hfd %
REHRICHES LTERT 5,

(R EDH H)
REREFD2,46-8) 7 v 7 = ) —VREChgm) I, KAUZ L HHT
Do

C = (W—Wb)XvX(101/P)X (273+1),/{VX (273 +20)}

C: R&E2,4,6-TICPOIEE (ng/m’)

W o B & 3K 6D 72 3R K 11 002,4,6-TrCPIR £ (ng/mL)
Wb : &R B R oD 7o 22 BRIk H 02,4,6-TrCPIR . (ng/mL)
V&R (mL) (2 OSNTEDSAEIE. v=I)

t: FHERFOFEESIE (°C)

Vo aEHE (m?)

P : RO FHEE (kP)

KOWEIZ > Te e, LT ORI AT 5,
V =0.144 (m’)
v =1.00 (mL)
RSN
C = (W—Wb)X(101/P) X (273 +t),/42.19
Thb,

(L ERRH TRRME(IDL))
AROSMHEIC AW ZLC/MS/MSDIDL A F 171277 (FE12) &

#17 IDLOF HfE R
wry, DL PR REGRE IDLAURHATE
g ) m (ng/m’)
2,4,6-TrCP 4.8 0.144 1 3

(HIEHEOBRHE TIRME (MDL) R OVEETRME (MQL))
AWNEFIEZEB T HDMDLE OMQLZ #18127+% (1E13)
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#18 MDL K O'MQLF H D i 5
e, 4, AR Rf&iKE MDL MQL

(m’) (mL) (ng/m’)  (ng/m’)
2,4,6-TrCP K= 0.144 1 64 170
T f#

(7E11) MSEAFITAREICHET L=, AB SCIEXHLAPI32006 5D H D Th 5,
FEECTYH, WEMISKIFOREILEZITY 2 &,

(#£12) IDLIX, HMEFWEREERRHEIEmO TolX ) (CER214E3H) It
STEHLE (R19) , £, FoRELNTF-Z7a~ 7T A%[X2312

Y,
#19 IDLOEH

B4 246-F) 7on 7 ) —)L

AEHE (m)) 0.144

B (mL) 1

HEAWZHEE (ng/mL) 10.0

PEE AR (uL) 10.0

FEH 1 (ng/mL) 9.48

#E5 2 (ng/mL) 10.7

#E 3 (ng/mL) 8.91

#E 5 4 (ng/mL) 12.2

AER 5 (ng/mL) 12.5

#5546 (ng/mL) 10.4

5 7 (ng/mL) 10.1

SEYIE (ng/mL) 10.74

FEUER 72 (ng/mL) 1.28

IDL (ng/mL) " 4.8

IDL sUBHARAE (ng/m’) 33

S/N . 11

CV (%) 12

*IDL=t (n-1, 0.05) X 6.1 X 2
150 246 b ST e s 194.8>123.0
100

KT~10 53 Ofhd v — 7 1%,
50/ \ BLE/ ST R NGE NG
I S

> 4 6 8 10 12 14 16

Time (min)

X123 IDL#E|EFF (10.0 ng/mL) ALC/MS/MSZ i~ k77 L
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(¥13)

MDLX OMQLIE, MW EREFEEHESE MmO T51x ] (CFRk214F

3H) &b LICHEIE L (R20) . £, ZoREONILI v~ ST

*1

* .

*3

*4 .

L& X241 8T,

7220 MDL & T*MQL D% H

B4 246-FV /o7 ) —)b
v s PN
AREHE (m’) 0.144
EEMEIRIIE (ng) 25.0
REHATLIEEE (ng/m’) 174
B (mL) 1
HENHRIREE (ng/mL) 25.0
HEEEAE (UL) 10.0
ez gy N.D.
HEFRINEY) (ng/m®) ™ N.D.
FEE 1 (ng/m?) 160
FEH 2 (ng/m?) 158
&5 3 (ng/m’) 184
&5 4 (ng/m’) 183
fEF 5 (ng/m’) 198

fE 3 6 (ng/m’) 177
FEH 7 (ng/m?) 156

& 5 8 (ng/m’) 197
B (ng/m’) 176.6
FEAER S (ng/m’) 16.95
MDL (ng/m3) "3 64
MOQL (ng/m’) ™ 170
S/N L 12
CV (%) 9.6

CRREb R U v 7 AD IRV IRRE THUX R O ERE 24T VENE LA
DEHIE (n=2)

MDL 5 H FAZREHEREZ RN L TWRVIRE TE SN BE (n=1)
: MDL=t (n-1, 0.05) X 6.1 X2

MQL=6,.1 X 10
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400+
246-NV a7 =) —) 194.8>123.0

300

200

KT~10 T OO — 271,
R IZFRA0 L 7= Bk iR b o

100

0 b ity P
2 4 6 8 10 12 14 16
Time (min)

[X]24 MDLEERFE (K&) OLC/MS/MSZ a~ 7T A

82 & @

[55#T1:]
(Zua—F%—})
SIIRHED 7 0 —F v — b &2 K2512R77,

KA 4 R H
momummﬂ4mhML,Ny7;ﬁ§yy
TR UEEEE T s
HRVA TER LC/MS/MS-SRM

N N 0.5mLE T
T hr=FU/L1mL
Ny&iE F 0.5mLE T

7 h=hyrim  ESI-Negative

X125 it 7 e —F v —F (EEIZGC/MSIE LR L)

(%
1R

B B

)
B X262, MEBRIENRNT — 2 2 R2UIRT,
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14000
12000 | y = 11.609x — 9.2055
R = 0.9999

10000

8000 [
i L
= 6000

4000 |

2000 f

0
0 200 400 600 800 1000
FEYEHR YR I (ng/mL)

X26 HRER

F21 MESMERAT -4 K
A YRR I p

o B
(ng/mL) G AE
10 130
20 209
50 582
100 1190
200 2230
500 5820
1000 11600

(v RAARY F V)
FRERFERERE D~ A AT M L& | K27-1~27-21T7R”7,

5.8e7

G.0e7 Cl
7.0e7 OH
&0e7 -
g
s0e7 - al
it cl
poj
% 4.0e7
3I.0e=7 A
20e7 4
1.0=e7 4 115
157 ‘
oo 89, ! ; L lip
o 80 20 100 110 120 130 140 150 160 170 180 190 200 210 220

miz,Da

X27-1 24,6-bUZ7nmoua>” = /) —)LOLC/MSAT kL
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185
5.5e8

5.0e26 4
4.5e8
4.0es
3.5e6

3.0e8

Intendity, cps

2586 4
2.0e8

1.5e6
123
1.0e8

5.0es54
b as

a0 ! Ity
50 50 70 80 s0 100 110 120 130 140 150 160 170 180 184 200

miz, Da

X272 24,6-cV 7w ”7 =/ —)LOLC/MS/MSAXY KL
(Vv h—H%—A 4> miz194.8)

(FRY Zmu7x)— ) VEOEE

c)zumonma7x /) —)LO6RMERICONTONEEAZHER LT (X28),

2,3,6. 2,46, 34,5DF BRI OBECTE 7228, ZOMIBEMEIKRO BRI TE 72
molz, £lo, FRMEARTHREDOBEVNVNARKEL, 246-FN) 7o 7/ —/LiX
B b RE NS T

2604 3,45

2484 o
2284

2 0ed
1,884 2,4’5

1.6ed \

1424 2’394
1284
1.0e4 2’4,6
#0000
50000
400004 2’3,6
20000 /L
N
oa

55 6.0 65 70 75 8.0 8.5 a0 a5 10.0 105 1.0 115 12.0 12.5 13.0 13.5

Intensity, cos

28 FUZwvnT e/ —/VEORMEESEE (451 pg/mL)

(BET T v 7 HBR)
BET 7 U 7 I3m S e o7z,

KOG AL M E AT RS E ED246- NV /e 7 = ) — /LD
IATE (B8 TiE, BET 7 v B En ESRiE STz, L,
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Z DIFEGLRIZOWTOERIZ SN TV o T,
AEEET T o 7 13 ENR o 7208 HIEOBICIIHRENLETH 5,

(FNENERER)

FEYEM)E 2 RN U788 & AN O Fi4E 8 1 [F] B[R S CERBE R &% & £
L CTHEL, ZOERMOZED LIMEBIEZ RO - FER 2 K207 T,

WINE25 ng (MDLEIERF) K& OVRINES0 ng (GC/MSHED FRMNEIIY i &) T
L ERER, BEMRE S BICRFTH o7z, TRINES0 ngDIFD /7 u~ 7 A
% X2912 77T,

FK22  WMENGERER A R

Uk N AR RHE [BIE BEfRK
SR - TR (ng) P (ng) (%) (%)
KR&GEEH (MDLHIER))  EERIN 1 0 - -
15.6°C + 62% 25 8 254 101 9.6
Kk SN 1 0 - -
18.8°C * 73% 80 7 80.8 101 4.8
1200
1000 246-hV T )—
800
600
400 KT~10 DOt v — 7 13,
R ZEIN L 72 B ER D & D
200
Ol e vrr— v p— ' . . - -
9 4 6 8 10 12 14 16
Time (min)

X129  USHNEIGRER (K&2. WIIE80ng) DLC/MS/MSZ v~ k7 5 A

(PR TFIERBR)

TRAFPERRBR S SR 2 223108 T,

HEE 12 246- Y 77 = ) —/L20ng I L, KGR 24 BEHE
L7 E L OV OB LU T=BRi 2. T2t L. @sRT LTz,

TS COMRTE T, T Y H ORIINEZ100% & L7-KFD T H# OFEFERN90%
& BIFTH o7z, FRRICRBRIE H80% & Ll BiF Tldd o 72208, % DR
FEAER ORAFEEEBET 5 &, RBIRITRRZESCOHICHET 20082 E L
WeEEZ L5,

R R, HEEZ O DE100%E LIZFORERTH D,

172 A # Of Bt AR MER OFRAFHRIL, @SIRE D S D D379~95% D EiFH N O fE
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ThHoT=m, 10~20ngmLO L O, LA TH R Y ONMNHER S, €
DIz, WERITRERAEERZ RN T 2 0ER B 5, 728, IDLAEY OIRE
D5 ng/mMLOAEAERL L, R E IIIE— 7 Bl SN 528, 1EBL#%ITEL v—
7 DBl S o T,

7223 PRAFMHERRBRRE B
ER GEER) (%)

R B

i H 7H 1274

FHEEE 20 ng - 86 (90)" 3

FRERI 20 ng/mL 96 77 (80)"" -
R R YERR 10~20 ng/mL - (34~75)%  (44~89)7
50~1000 ng/mL - (84~100)7  (79~95)"

*1 o HEE L ORBRIR O v aNIEY H ORINEREZ100% & L =IO Fk 7R
*2  MREMH AR L, AREZ DL DE100% & LRk fE

(BREEREL D 737 ]
AROHHEZ L0 0 R T AFRIERT TRE A JIE LR RIE, X TR
Tholz, BREEHERO 7 n< b7 Z L2 X301275R7,

404

246— MV rx /) —LD
. VS
20 \
104
o ﬂ

2 4 6 8 10 12 14 16 18
Time (min)

X130 BREEiBIOLC/MS/MSZ v~ k27 F AfF (MDLHIERE)

(E2i|

ASRIOEET T 7@ BT, 246-FU 7oz —ImE o
7oy, 22 AL T E SATIERS IR R EE (S o02) Tl BET T
YIRBHLERESNTNLEDT, ERNMLETHD, £l 7o 7z )
—/VRRIT, BEYER T b R b OBRBRIK O L EMEN S B e AT 2 B
Thh., MEHRAEEROHEHEICHET 2 Z ENEE LU,
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IHODZ L EBEZLZLICEY, ZOFET, BETFRII~28 ng/m’ &}
ERTFHR28~73 ng/m’ & 45, KGAEHHORY 7 uw 7 = /7 —/VHE (1~5EH#,
E19RIER) OEESWNATRETH 5,

RBR)Z7ou 7 ) —=NEHOIL, X rsan T e ) —vOIHEGHTT
DAL, LCMS/MSEERT 2001k (B35 3CHk6) 2 ER FIRIS ng/m’ L |
AROHHEL D b EREIZ oI TE 5,

[23%53CHK]

1))

2)

3)

4)

5)

6)

7)

REEE A BREBUR RRE R MR EL 2R SER9F L ok
BARSERA G E 245-NY v 7=/ —L OKE) ; ALTUNTHBREER S
WFSEAT) , 354—369 (2008)

BRETA R G BRBEBUR R BR B PR SR BR Ba 22 ik « SPR224F AL B oo AT i
BRFRHEREE Q46-NVr7uur7x/—)L () . AARBREHEE
X —) , 111—147 (2011)

BB G R BEBUR R BR B IR S BR BT 22 i « SR 234F B P B oo AT i
BARTHEWEE Q46-MNVrvuan 7=/ —L OKE) ;&R 5
Z80T) ,  (2012)

RIEA R A REECR R RERETERREL 2 LT LT E ik
FAIHEREE (Y/re 7o/ —b (658MEER) (K& ; dLJTuUNTTER
BERVEEFZERT) , 240—250 (1996)

BRBTA G BR BEBUR R BR B PR SR BR BE 22 ik « SR 204F B F B oo T i
BRI REE Q4-F L/ —b (KRR) ; IIGTHAENSEHT) , 280—
295 (2009)

REEE A BREBUR RRE R MR EL 2R SR 4E b ik
IR EHREE (T L7/ — U (KR ; JIIGTAEMIERT)
321—327 (2003)

F21 MR LR s (AL ; 20124F) @ REEAKP24-U a7z ) —
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2,4,6-Trichlorophenol (Polychlorophenols) (in ambient air, GC/MS)

This method provides procedures for the determination of polychlorophenols in
ambient air samples by gas chromatography / electroionization / mass spectrometry
(GC/EI/MS). Polychlorophenols in ambient air are collected with OASIS HLB plus
cartridge for 24 hours at constant rate of 100 mL/min. Prior to the air sampling, the
cartridge is washed with 10 mL of dichloromethane, and dried with high purity nitrogen
gas, and then ascorbic acid solution (1% in methanol) through this cartridge, and dried
with high purity nitrogen gas. The collected air sample is eluted from the cartridge with
10 mL of dichloromethane to a graduated test tube. The eluate(a) is evaporated to
reduce the volume to approximately 1 mL. Then 5 mL of acetone add and it is
evaporated to reduce the volume to approximately 1 mL. After derivatization with
diethyl sulfate, 30 pL of syringe spike solution is added. The ethyl derivatives are
extracted with hexane. One pL of the hexane solution is injected into GC/MS and
polychlorophenols are determined. The method detection limit (MDL) and the method
quantification limit (MQL) of polychlorophenols are 11~28 ng/m’ and 28~73 ng/m’,
respectively. The average of recoveries (n=5) from ambient air samples spiked 80 ng of
polychlorophenols were 76~102% (22°C), and the relative standard deviations were
3.7~8.0%.

Solvent
exchange

Air Collection Elution

100 mL/min, 24 h, 144 L back flush
OASIS HLB plus dichloromethane 10 mL

with ascorbic acid

Nz gasto 1 mL
acetone 5 mL
N> gasto 1 mL

L Derivatization Dissolution Extraction

1 mol/L KOH/95%EtOH 0.5mL | mol/L KOH/95%EtOH 4 mL hexane 1 mL
syringe spike (fluorene-dio 30 ng)

diethyl sulfate 0.5 mL pure water 3 mL -
, 30 min , 30 min
L Dehydration GC/MS-SIM
NaSOq4 EI
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2,4,6-Trichlorophenol (in ambient air, LC/MS/MS)

This method provides procedures for the determination of 2.4,6-trichlorophenol in
ambient air samples by liquid chromatography / electrospray / tandem mass
spectrometry (LC/ESI/MS/MS) in negative mode.

The eluate of dichloromethane(a) is evaporated to reduce the volume to approximately
0.5 mL. Then 1 mL of acetonitrile into the eluate and it is evaporated to reduce the
volume to approximately 0.5 mL, and it is made up to 1 mL with acetonitrile. Ten pL. of
the sample solution is injected into LC/MS/MS and 2,4,6-trichrolophenol is determined.
The method detection limit (MDL) and the method quantification limit (MQL) are 64
ng/m’® and 170 ng/m’, respectively. The average of recoveries (n=5) from ambient air
samples spiked 80 ng of 2,4,6-trichlorophenol was 101% (19°C), and the relative
standard deviation was 4.8%.

. . . Solvent
Air Collection Elution
exchange
100 mL/min, 24 h, 144 L back flush N gas to 0.5 mL
OASIS HLB plu's dichloromethane 10 mL acetonitrile 1 mL
with ascorbic acid N gas to 0.5 mL
L Make up volume LC/MS/MS-SRM
acetonitrile ESI-Negative
to 1 mL
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7+ kv 5mL Y= FUEEE 0.5 mL ik 3 mL
& F1mLET LK <HFE 30 min ##E <R 67\4:)1"%14: .
L / TR
; GC/MS-SIM .
it A GC : Agilentf1#d
A
SIS B 1) Y EI 6890
(ot 0mg MS : FAHE TR
GCmate II
T I
Restek Rtx-5MS
LC/MS/MS 30 mX0.25 mm,
x5 itk vt el
X\ peas
2 LC/MS/MS

100 mL/min, 24 h, 144 L
TAaANEUBER
OASIS HLB plus

Ny T7T7 v a
vrZuu A& 10mL

LIRS

TER

No&JE T 0.5 mLE T
TEhr=FJ/l1ImL

LC/MS/MS-SRM

No&JE K 0.5mLE T

TER=FU/L1mL

ESI-Negative

ESI-Negative

T BRAE(MDL)
[K%] (ng/m3 )
64

ST SRAE

B

LC : Shimadzu,
Prominence20A
MS : ABSciex
API3200

YIRS

Waters Atlantis T3,
2.1 X150 mm, 3 pm
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