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®#910,000rpmT 1 DRERESF A XT 3.

@ WECHLT) E>ty hTHOBDFRAZEURT D,
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XEBHC K D TFBIZD TARXT S RO BME ZENDIHZEN D
DDTERT Do

JBILD EBAFERMNCIBIZFEIE L. UES <EFBRICERTY
B, AYINDNTWBIFEE(EFDY IO THREREE,

QTS hOLDEEM 2R U TERR(CEINT D,

XTDESTEBRITESA MAASRRNLDICTS.

QFE=UICHBLEZENE (E>ty MEZANT) BRICEINT 3.
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\
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TR UTERR

KZE(CIEDORINE(FTDH E4,(4)DTHERAIDDTIETRRN

@%910,000rpmT 1 DERES X9 3,

® WECHLT) E>ty hTRICHBEL TV ZEIRT D,
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3l [2E8] —FAER

® (5) k5138 - - - 2[6H

OREZF A XUTzi SR EiRmH TR LIAHIREI 589 5.

QOELEDHADFTFR(4,(4)@)ERHIF LIAHRS 25189 D.

4,(4)@DR

QPEDTEZ R MUJLTHEALLRE (FE. Ety b BREORA) &HNSH. HREREIBIBID.
XBBRA100MLZRBRENK D (CAR T SXINDREZ RN SITD,

AR

= 5| BiEAHE1D D FTIRRER
(ERULZESE) (BEERBIENEBRTHRE)

P RJILTI00MLICER I 3.
XIRB| BB D RERGBROBENTA D> TNDIEH, BRICRO>THS7ERZKNJIILTESI .

SEXWA :
DE4ESEE | —FEE(BMNRENE) https://www.mhlw.go.jp/stf/seisakunitsuite/bunya/kenkou _iryou/shokuhin/zanryu/zanryu3/siken.html
2)FH(FEE)S, [GC-MS/MSZ A BRE—FREEDBME L ORET ~ B —FREBEEOBRSEOWRR~] FE11BHARBEEFRFMBES BEES%p.84, P-14
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BB (C X DBRICIIERZ¥PROFEEAT S [JULIER] & BERAH—hJv] EUTERT5E
NHDFET. NSEEMEEHNOEEFRADORENRRDIEOBRMRCEENVSIRSNET ., STQETIFELD
RERYPROSV [EEL—- KNy ] ZERLET,

(1) DESPELENRA— MUY S DIRRHNRDIEN
B CEHE (FEER) TEMRDEE/ ULTEI E UTERT 298ISPES. BIHEH— MUy 2 EUTHERTZHBAETHE
RENRNRIZDET . DEISPETI(E. BHRDHF ERIBRDEEY) (REEXORMALSY) DIEACKD. TOHAEC
IECTEMSDWERAEC [DE] SNFINREERMAD EDBSNERBA. —73. BHELD— Ky STEHS
LMEENME SN, EHE SRABDOHEEERANRARR(CSENSNDE - FEENAIEECRDRRERMBID A DB ENTT .
BETODEENDS LA ERRDERTI .

SR -ElRHhiE & DDA - BRI A X —>
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SAIRICEEN 10, RHMDN1000852 SARELE T, TNEDEISPETIRE SICKDDE T D EDERDIBARICHR
MDA DEESNTED. BRICEEEN—EDERESNTNET, K> TIORIBZAEY 2 E200DFRMEDHEFTEL.
BEE100D 520 EMCHE NS UMNEIRESNIZNC EICRDFET.

—HEWRA— MU W STIEIRGER D (RERIC K DEHE S RBOB THE SN SERZD D < DiEH. REFEE LR
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(2)STQEDNER

BEfEH— MUY SERWESTQEDRRIZEX. £EBERMHES
(ST-L400) (CL2BEEE. MBORRES VY (FIUUE+FwY ) TIRME

HZEBRUEFHEZCREV T DIRRICIEU TEBRUYWEZITET,

BRICIE [GC-BEl & TLCEI I’ D, WREBECKDIBEREEZDITT
WET, TNICKDCCEDBE (TEMERME I Z. LCEDIBE (HRARE
RERDERET D ENTERHLDBRNEZSHDIIENTETET,

A% & BRIBEBENH+mgEDRWEET— KU w = [Smart-SPE] %
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(A>T« 2 a2 JEERFRIEER)
% [ [B#&] STQ-GC-AE] (Fp.82&T B EE,
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O BA—FMEE [ 3% - I3EDREEDHNH aEE EIRERDDIHRIC

X DA SEEERER

7

ARy

GC-B%
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Acephate
Monocrotofos
Carbaril
Dichlorvos
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GC-MS | | L[®
GCHREREZR(3005557) LC-MS/MS
COHSMECKBE — —
TEARMEIHERR ) & B2 LCHSRAEE(2005%77)

LCHREREICRDZET

e

AT DR 5 72 PR

© IRFIFE (391553 /41R4K

=SEMEEREELC-MS/MSA

(OA>T 12 a= > JF&EHEFRIFER)

SBEREZLC-MS/MSTET 3 & T, RERFLERATOIRDSTRESRS !

(3)STQETIEMY 312 EHE
GC-BiE LCE
EE 56 preen = 569 prEEn
1850 RO TR
C18-50(B&h C18-50 |EARIEIRMYIDIRE INRT
( ),31) SR TRT '
PBX—lO(?@J)’
PSA-30 BREEA A EREIORE |TAT
C18-30 | TRT
GCK-20% TEBEIIORE RS < BORH. RS '
51-30 HIIASDRE FRENTIIA "B BOTR
PSA-30 BEA A S DOlRE IART
SAX-30 EBORE L LR S < AORH AR AA TGN

FELPBX 1 IRUN —RKREEEIR U XFL > T E )R B UHUKIE /BRI NS > X FEEH]

FEDARSA RITVITRBNLUTWBITS T 71 MH—RUICIEZGCKEGCSHH N ET ., TNSEFRRBEIMDENTSH D, FRABHRU
MEEFRIETY ., IRTEIEGCKDERFEETRD> THDET .,
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(1) GC-Bi&
010% (w/w) b3 bUDLKER : 1BIEF NUDAS0 g=iBFK(CE#RL500 mLET B,
o7z hUJL-K (9/1) IBR : 7 b bUJLEKEAHIELLS: 1 TRS
O 7T N -AFH (15/85)RMRK : 7 b ENFH EAIELL15:85TRS
00.1%/RUTFL >4~ UT0—)L300 (PEG300) +1ppmITF+> bL>diE/T7Lzh>
®PEG300%Z1 g. 1000 ppmI T F> bL2dik/72 h2iERL mLZ100 MLAX TSR ACHEL. 72 ~>T100 mLICER
@077t h>T10ERAIR

LCE

2% FHER/ N NUIL (FARAR) : FE2 mLz7t hZ hUJLISEREL100 mLUIZED,
o 7T hUJL-K (8/2) B : 77 b hUILEKZHIELLS: 2TRA

(2)

(3) LCERERFRAESEE (BRAR)

® PLhZ UL, 2%FHEBTT7ER ML, PERZRUIL-K (8/2) . KEMKELLTL:1:1IITRELIZED
K BRENDITIRIDIZE(F2%FHEEE 7 A= ML TERLSTZE M ML EFERLEY.
% LC-MS/MSHITE T (FAIERAARL D RES E — IR (CRE T DIeDIFRERITH > FIL LB CHERR CORREHE L TLET,

(4) REBRRARSE XIRERAESHRERREEI—HITY., RRICKXDBELEERETY.

«GCH»

O RAIEERMR 2 ppm (HiHanRMA)
<IZEFRN20 ppmDIFE>

10 MLDOAR IS A CEAZHEFERZ 1 mL3 DAL,
7 R2EVT10 MLICESR T 3.

O RAEHEBR 0.1 ppm (REHIERABPRIER - A
(S HEE))

1 MLOAGHERE (C_EEREFEEBR2 ppmZ50 pLiE
BU. 7Zh>T1 mMLICESY Do

o ZEEDRERAESREDR(AIFHAR)

<2.5 ppb>

2 MLOXZHERE (CRSFEESAR0.1 ppm/ 772 h>%&
50 pL. 0.1%PEG300+1 ppmITF> kL2 dih/7t
~> 740 pLEERL. 7 b2 -AFHIRREDT2 mL
[CEBRTD.

<5 ppb>

1 MLOX AHERE (CREZEEAR0.1 ppm/ 7Lz >z
50 pL. 0.1%PEG300+1 ppmI T3> hL>dik/ 7t
~> %20 pLEFERL. P b -AFHERTL mLC
EBT 3.

<7.5 ppb>
1 mMLOAZGHERE (CREEEARR0.1 ppm/ 7L h>%

75 pL. 0.1%PEG300+1 ppmITF> R >dik/ 7t
h>7%20 pLERERL. 7 b2 -AFHRETL mL(C
EEI D

1) HhERTRIEESRERRE. MEE (PehZhY
L) (TERIDBREZRANTHRIRLET.
Bl "NFHINRS L EFEND SHMEEER bR

L) EDBEL. BEERENAERENICSKBDEY,

E2) BE (P b -AFTY) FRRUEOREHERNERE
BUBREFERALEY.

«<LCH»

O RAREBRR 2 ppm (HHaTRINA)
<BHE[RRN20 ppmdDiHE>

10 MLDAR T SR I(CRRERRZ L mLS DEERL.
7= hUIVEITI0 MLICES Y .

O BSIRMESRE 0.1 ppm (IREFIERA - AHAR)
1 mMLO A ZGHERE (C_ESERSFRERR2 ppmZ50 pLix
L. LCEEERRAIRRINTL MLICESRT .

o ZEEDRERMARAREDR(AIFAR)

<1.25 ppb>

2 MLOAZGRERE (CREEEIAR0.1 ppmZ25 pLERER
L. RERMERFESBEINT2 mLICEST 3.

<2.5 ppb>

2 MLO A GRERE (CRESIFAESRR0.1 ppmZ50 pLEZER
L. REFERFRESBEINT2 mMLICERT .
<3.75 ppb>

2 MLOARGRERE (CREEESRR0.1 ppmZ 75 PLEER
L. BRERMERFESBEINT2 mMLICEST 3.

E3) HMERNRIRESREERE. MHsE (Peh= kY
) (CBERI 2BRRZRANTHRIRLET,

E4) AUEOREHBREREFACBEEERLET,
ARFSEE LR [()LCERBMRIERRFIREAE] 22 8<
ZE.
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4,2)(1)STQ-GC-Bix (E1&h) (202405 ver.)

4,2)(1) STQ- GC-Bi& (HEh)

FinE D O/ URL—5 —([C K DIRMBIRIFIRL
GCHRERZEBBEHEMLEE(ST-L400)ZEAL TH KA OFRREMRDEN IBHBRDZEE N EIEE
HUET, QO IRARDILIERE ] HI 1553

SEBERMEEEST-L400 T [ST-L400DI 18] ENME(RERL) o
R . RS X % kA X

: ) ; (1)EBaHE
BFam : i
TS : @ACNKO/L) OHHERACNTE)

ACN-7K(9/1)

| Smart-SPE C18-50mg : #58 |

— GR[ER] HMEE(ACNE) 0.5 mL 53HY C18-50 mg : ¥&& - - 0

REME

SUZTRYT
.

IR ! (310%NaCiK&ER - AT
it ACN'7J<(9/1) 0.5 mL . .99*5 . oO0074)L
- SRR T R 5L

o,

R - BRIV I—IVAR

« AFO-JLEERE

e SR sz £
h0 10%NaCIZKER #923 mL C18-50 mg : 445 . 9

7433z .
[ kY -~ REME
H ‘ « = R4S i
Smart-SPE C18-50mg: &85 || X B : | TSI
(2)EREZ1R kAR
— % K 1.3 mL ! @EEHZ
EESZIR(EFRNR) 25 - ©)
i 7133z
TR
: PRy -~FH>(15/85) i RN
| Smart-SPE C18-50mg | :
- } Smart-SPE PSA-30mg : F5% @
: E e C18-50mg = -«
i — A PR -AFHY(15/85) 1 mL : Be ©
S S (3)E R R JL
OFEhr>-~"FH>
(15/85)

—— 500 0.1%PEG300-1ppmI1F> b odik

SEEVEIABR 20 L C18-50 mg

PSA-30 mg f&% - - - @)

EE : 1 mL PER-AFH(15/85)THE - @) BEE
, C A RS
; - EHRASIES
v - BERRE

SBITE 1 GC-MS (AESEA25pL)

<IIIIIIIIIIIIIIIIIIIIII

* 455547801092 R
FEREHEDEN] .
O EAFEENZ W\EBIDIZE (l : B5U\3AK)
e = e SAX-30 mg+PSA-30 mg & 7 R-AFHY (15/85) 1mL
BACHRBCSINIIMAD b | S Hr FIF 30 & CREMREEE DT, BECL>TEHHCEIRENANEENB0ES .
CISC TREERZEMULIZDEE ohJr SHZNRBIDRE(BI : F)
BEAETETBCENTEET, SI-30 mg+PSA-30 mg Al T RI-AFHS (20/80) 1mL XSI=SUHSIL
=1L, EREEBIL CERmE XTI EE20%UTFICTDRTETHIT A OREDRAEEDET .
St Ko et 1 HiH
LSS e —iEEommEE  ® ERCIIRS A ENBORHOBE W : )

i GCK-20 mg+PSA-30 mg &H KLI>-FPEh>-AF5> (5/10/85) 1 mL
TIBAEENBDET. BEME  wgek=55T7 1 FH—R>

FIAF AR~
DEINZR(FEF]CCHERELNET, ¥ MNUVI>ZERLUTEF ) AFAR— DL D ([CEUERAMEEEEED /@EN\I sﬁo
BENSDFIDOTCTEEBNET, CHy NTTS
\ J
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4,2)(1)STQ-GC-Bix (E1E)) (202405 ver.) ®%,

O (1ENERE
B Uzst B (i) (3C18-50mg( L) (CER~ R
MEDHTMRFESNBENME CHIBRTEBLET.

@ C18-50mg(_b)NSDFRHRIC10%NaClAER % 70
L. ACNODEREHME < 72> f=4R BB ($94%) TC18-50mg
(M)ISEHRUET . C18-50mg(F)TIEEZFENC18-50mg
(TR ENSARERMR 7 (FEDFEF @A L CRESN
ESES

COLEFAERRDT7EZI T —MPASE RIRR(F
C18-50mglcRIFENFBADTLCETHRUET

© (2)B/EE
C18-50mglCFs > kD EEREIRICLDIBEL, &
IR (CKDEA UIRWVKDICUET,

0 (G)at
C18-50mgh SERF U BEABHUET., TDEE
C18-50mgD T [CPSAZ DEIA%EER T 2 = & TEHMRAE
RSB EERIR E DA A TR A EIRE LET .
TS LB (SBRAE R ) DRBRA(CIS U C BRI L T2 D
BHAEEEET B L TIOBENRESH BN
TEET. (p.36 BEREMRDEN] . pp.38-445R)

O CNEASIAQRSUL)TIHEADHRMETT. A
ENRRBBEIGCITEA T BPEGDIEITENS00 ng.
JIF> hLdRf0.5 nglcRB LS ICHMEZLEE
LEY.

XTI TF> b dRISRIER DOREZ SR
[SARIILTWET, EEMBMHIECIEFERA L TUVRL
TeDRMERATIEHBDEE A

O EEARERHNERERURSERCT ST SR
LET.

XABE - AR C W\ D TERIR MR EDTI .

BERNERECLD
7IVT—23>F7—HFTESH5
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PTV EAO LVI-S250(AISTI Science)

>8P —hk A3 (BRE) /1>5—h
EARE 70°C(0.16 min)-120 C/min-240 C-

50 C/min-290 “C(26 min)

GC Nexis GC-2030 (Si2&{FFR)

FEAE—R LVI-S250 KEFAZE XTUw
HHE— R NSLHE

HSLRE 1.2 mL/min

HRRE 40 cm/s

IN=FE 3.0 mL/min

ZTUw e 50
2TYUw L XEER 4 min

IS A VF-5ms, 0.25 mm i.d. X 30 m, df;0.25 pm
AT BE 60°C(4 min)-25 °C/min-125 °C -10 C/min-
310 C(8 min)

A2H-TJx—XEE 290C

MS GCMS-TQ8040 NX(Si2H{FFh)

AAVIRRE 260 C
AEE—R MRM

PTViEAO LVI-S250(AiSTI Science)

(>H—h ZIASIL (BEB) (>H—h
SEARE 70 °C(0.27 min)-120 °C/min-240 C-

50 °C/min-290°C(40 min)

GC 7890B (Agilent Technologies)

FEABR LVI-S250 BB M E—R

N> NESH 70 kPa

~R> koO-— 150 mL/min

N N 0.27min

) \— 8RS 4 min

N—==270-— 50mL/min

NSLRE d>XA5>~7J0O—, 1.1 mL/min

VN VF-5ms, 0.25 mm i.d. X 30 m, df;0.25 um

dA—-TBE 60 °C(4 min)-25 °C/min-150 C-3 C/min-
200 °C-8 C/min-310 °C(5 min)

MSDhS>RIT7 =54 iR 290 C

MS Agilent 7000C (Agilent Technologies)
A AVIRRE 280 C
AIEE—R MRM

BE#EUREBEOHE (I ESHS
(Youtube)

i




4,2)(2)STQ-GC-BZEDIFR

4,2)(2) STQ- GC-BiED¥5E!
®  STQ-GC-BEICHITDRMEDIREDELZ

[GC-BiEDHIE] —
SRS OFESIES :

EARTEE I LB (72 R NUIVE) (C. 1558 - 150 & OB RS
| FFE OKB) [CBIFL. TNENESBLET,

mﬁ§74z % RO UTY R EREIRME S THEE L TOBT B N T,
RES
[ @C18%5H -
BB SEOO0T 1)L (B8) 72EDE~MRTIR % C18(CRE LA LE T,

|
ACNTE

" Smart.SPE C18 : BE " (C18orPBXICEEZREF

BREEDIBEORMEZFHD LT, BHRICEERERITLET.

—" Smart-SPE C180rPBX#1)2) : {RF || @REHER S DR -

| | eEromtssEcisoPBXIcREENTHRESNET.
TR .
| O :
EEsZIR(%3) B (FPSAIC & D EARASANEL R & A SMETRER ) ZIRERRE LT
| SRHT K DPSADS THRE T/ BE FFGERS) (15 L TRIEEN
—> Smart-SPE C180rPBX || EBMuES.
_ GCK : FEMEIMM I DI
Smart-SPE GCKorSAXorSI : &% SAX : faA A RIS DI E
[ Smart-SPEPSA: BE® || SI : HITA>OkE
| | PSA (BN : B2 A2 MM D DR
s FEL) PBX 1 7R 7 — SRR ZFL > S E SIS S B B (S > AT

12) £EPEEMEEBFERDIZSIC1I8%. FHDHBAEFPBXZEALET.

C18& PBXDEWVWD T

FETO-DOICHIFTBCIBEPBXDFERABNIERAL TESSERBEDRIF(CIANDFI. COTETEFNI2 MLOBREZEBRLUET
HKDLEENBNzHZ U NRDCIBICFE TERYT D EENDHINDIREENEEE Y. T TRUI—ROPBXZRAVTIRIFE

BEEHTVET.,
(R3S DR EDELSE)
4 PUKME (31E) Bk (i) N
WRAE  C18orPBXIDIRESR(RS  GCKIER C18¥5® RSB
é TEETAERES R )
o TSRS iy BT RS D
mE B p i
o Bl kEkoEn -oOoO740 U '{;
®x % ERS - EARIERR TR IL e
W _ y #
- 4 P kB
2 Vil CHITAS E - 70—V = 2
o1 A MEREER S u;
- SRS ARASRATS =
\ - B% )
\_ PSA,SAX¥EE )

SEL)PBX 1 ARUN—REREEEIRU RFL > E LA UK/ BRI/ (S > X FEIEH]
E2)EEHEEMEEERRADZS(EC18%Z, FEDBSIPBXZEALETY.
E3)BEEETECIBICEEAERIFENI R L THRESNE Y.
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4,2)(2)STQ-GC-BiEMDIEE

GC-BETIFHEMICEETN TWNBRMED (T
BUT., BEEEZEMUEDERBEZZE
BEIR3CELEICLDBRNRZEDHDZENT
=FY, F#M(Ep.38 [4,2)(2)STQ-GC-B&E
DEE] B#ZELLEEL,

=L, BfEEML TRENEN N a LTSRS E
—EREOEIRENMRT I 208N HDDET. B
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121 Etofenprox

122 Etoxazole

123 Etrimfos

124 Fenamidone

125 Fenamiphos

126 Fenarimol

127 Fenbuconazole
128 Fenchlorphos
129 Fenitrothion

130 Fenobucarb

131 Fenothiocarb
132 Fenoxanil

133 Fenpropathrin
134 Fenpropemorph
135 Fensulfothion
136 Fenthion

137 Fenvalerate—1
138 Fenvalerate—2
139 FIPRONIL

140 Flamprop-methyl
141  Fluacrypyrim
142 Flucythrinate-1
143 Flucythrinate-2
144 Fludioxonil

145 Flufenpyl-ethyl
146 Flumiclorac—pentyl
147  Flumioxazin

148 Fluguinaconazole
149 Fluridone

150 Flusilazole

151 Fluthiacet-methyl
152  Flutolanil

153  Flutriafol

154 Fluvalinate-1

155 Fluvalinate-2

156 Formothion

157 Fosthiazate-1
158 Fosthiazate-2
159 Halfenprox

160 Hexaconazole
161 Hexazinone

162 Imazamethabenz meth
163 Imibenconazole
164 Imibenconazole-des—b
165 Iprobenfos

166 Iprodione

167 Isazophos

168 Isofenphos

169 Isofenphos P=0
170 Isoprocarbe

171 Isoprothiolane
172 Isoxathion

173 Isoxathion—ox
174 Kresoxim-methyl
175 Lenacil

176 Malathion

177 Mecarbam

178 Mefenacet

179 Mefenpyr-diethyl
180 Mepronil
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211 Phenothrin-1
212 Phenothrin-2
213 Phenthoate

214 Phorate

215 Phosalone

216 Phosmet

217 Pheosphamidon
218 Phthalide

219 Picolinafen

220 Piperonyl butoxide
221 Piperophos

222 Pirimicarb

223 Pirimiphos methyl
224 Pretilachlor

225 Procymidone

226 Profenofos

181 Metalaxyl

182 Methamidophos
183 Methidathion

184 Methiocarb

185 Methoprene-1
186 Methoprene-2
187 Methoxychlor

188 Metolachlor

18% Metominostrobin
180 Metominostrobin—z
191 Mevinphos

192 Monocrotophos
193 Myclobutanil

194 Napropamide

195 Nitrothal-isopropyl
196 Norflurazon

197 Oryzalin 227 Prohydrojasmon-1
198 Oxadiazone 228 Prohydrojasmon-2
199  Oxadixyl 229 Prometryn

200 Oxyfluorfene 230 Propachlor

201 pp-DDD 231 Propanil

202 pp-DDE 232 Propaphos

203 Paclobutrazol
204 Parathion

205 Parathion-methyl
206 Penconazole
207 Pendimethalin
208 Permethrin—cis
209 Permethrin-trans
210 Perthane
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233 Propargite(BPPS)
234 Propazine

235 Propiconazole-1
236 Propiconazole-2
237 Propoxur

238 Propyzamide

239 Prothiophos

240 Pyraclofos
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91 Diclofop~methyl
92 Dicloran

93 Dicrotofos

94 Diethofencarb

95 Difenoconazole—1
96 Difenoconazole-2
97 Diflufenican

98 Dimepiperate

99 Dimethametryn
100 Dimethenamid
101 Dimethipin

102 Dimethoate

103 Dimethylvinphos-z
104 Dioxathion

105 Diphenamide

106 Disulfoton

107 Disulfoton sulffone
108 Edifenphos

109 Endosulfan

110 Endosulfan I

111 Endosulfan sulfate

121 Etofenprox

122 Etoxazole

123 Etrimfos

124 Fenamidone
125 Fenamiphos
126 Fenarimol

127 Fenbuconazole
128 Fenchlorphos
129 Fenitrothion
130 Fencbucarb
131 Fenothiocarb
132 Fenoxanil

133 Fenpropathrin
134 Fenpropemorph
135 Fensulfothion
136 Fenthion

137 Fenvalerate—1
138 Fenvalerate-2
139 FIPRONIL

140 Flamprop—methyl
141 Fluacrypyrim

151 Fluthiacet-methyl
152 Flutolanil

153 Flutriafol

154 Fluvalinate-1

155 Fluvalinate-2

156 Formothion

157 Fosthiazate—1
158 Fosthiazate-2
159 Halfenprox

160 Hexaconazole

161 Hexazinone
162 Imazamethabenz mett 396
163 Imibenconazole
164 Imibenconazole—des-|
165 Iprobenfos

166 Iprodione

167 Isazophos

168 Isofenphos
169 Isofenphos P=0
170 Isoprocarbe
171 Isoprothioclane

112 EPN 142 Flucythrinate—1 172 Isoxathion
113 Epoxiconazole 143 Flucythrinate—2 173 Isoxathion—ox
114 EPTC 144 Fludioxonil 174 Kresoxim-methyl

115 Esprocarb
116 Ethalfluralin
117 Ethiofencarb

145 Flufenpyl-ethyl
146 Flumiclorac—pentyl
147 Flumioxazin

175 Lenacil
176 Malathion
177 Mecarbam

118 Ethion 148 Fluquinaconazole 178 Mefenacet
118 Ethofumesate 149 Fluridone 1789 Mefenpyr—diethyl
120 Ethoprophos 150 Flusilazole 180 Mepronil
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A

74339 | ...

ACN ©
US : -
Smart-SPE C18-30ng : 455 | P (QiER

@ACN-K(8/2)  —p

—— i@ ACN-K(8/2) 0.5 mL - @)
c18-30 mg : ¥ --- @)

i BREMIE
.................................................................................... ¢ - EARIEARMERR S
-zEIEIj«r)I/ o
EE:2mLkTHE @ BRI XL
i - AFO—JVSERE
v
SBIZE : LC-MS/MS K-
[=]
BERHIMERE(C LD BEBRHUBEBOBE X 5505
770')7_/3/7 9(;:5573\5 (Youtube) ;
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4,2)(3)STQ-LCi% (E&)) (201809 ver.)

@ (1)iERIEE
C18-50mgCi>oO07 )L (&) B EDE~K
RSB 5. PSA-30mg C = ikAEAREEIR ED A A > 1%
RMER DD IERRE SN, BERGEB UERE (CEURS
nxd9.

CDOEESHEREQPSAICEIFENDLH2%FEES
BACNZRY CETPSAICRFBENTEZENSDRER
PSAMSEHEEE Y. (TiL 2%FEESEACNEACN
DENUNELEE | £57)

O EHERENREURAVESER. FREFRETT. 7
TR NULDOHEERLET.

2%FHEET T N NUILIZFBOES URE DR

LC UHPLC(Nexera X2) (EZ&4EFR)

DHZL Shim-pack FC-ODS,
AI1£2.0 mm x £2150 mm, HI{E3 um
ZEnia AR : 0.5 mM BBV > EZULKER
B : 0.5 mM BEEE7>E-ILXT ) - IiEK
TR 0.2 mL/min
J32I>h B Conc. 15%(0 min)-40%(1-3.5 min)-
50%(6 min)-55%(8 min)-
95%(17.5-30min)-15%(30.01-40 min)
WSLRE 40 °C
FAE 2 PL(+40 pLK HFEAN)

MS LCMS-8045 (Ei2%4ERR)

T 93 EBERENBEARATRTRDENEMET I 1A>{EE—K  ESI positive and negative
Tz LUET .
© C18-50mg+ PSA-30mgh S DFHGRICKZRIM U .
ACNDEEZ T I FT24RRE($¥970%) TC18-30mg(CiBR L
F9., ACNEEZR TIFTCI8-30myIBRIBDZET
C18-50mg T (EBRZE T E/ah o FTTABAR R MR 5 & bR =
ULET,
CDEKDIC2EDC187%ZFA U T HEE~ AR DIRHMERK
DEFRET D ETLC-MS/MSTER I3 PHS A
oS )yNDEaBEBZEZERKULUEI .. FM#MEp48
[4,2)(4)STQ-LCEDER | ZZEBELI RSN,
O (2)&E®R
C18-30mg(CACN-7K(8/2) & BRI B T—EC
[CEOTULWEBEZBAEUET.
O LC-MS/MSHETHAESROMERNIBEPE—2
FARCEZEE T DTeiZERRTH > FILERI UK T
DAIE=ZHENIDUET .
MARME - AR E VD ERIRSAEWHIREDTY,
2%FFEESHACN EACNDEURER LR (5~ IR ) N
PKan 3~MBE T, BHEEEIC-COOHE B DL SRELIEE FH7ERZ=RUIL FERZRUL
O — - _ pKa pH3 pH7
(&, PHIREETEREE U TCYAFRICHEELTWRIZSH, [=5-2- TTERE (%) IR (%)
SRICHBUREPSAICREENET . BHOBRICIF2%FE Cloprop - 80 15
ACNZRWTEMIREE(C T BT S TR EREEIEREMICLT Dichlorprop 3.00 77 24
PSAMSEH LET. —HACNZMAL A AE I R (25 fmmmmn ;g gg ;
g - ~ S mazaquin .
BEHRREED FE X RDTPSANSBAH NI EUEMETUET . MCPA 3.07 78 12
cH, Si—CHZCHZCHQ:@:HZCH@> MCPB 4.84 84 17
QO_éH bon Mecoprop 3.78 80 18
o Naptalam 4.6 68 15
\_ on70vy (BR) Pp.106-115 [7,3)(2)A A NS 1] BHETTEREL, )

SEXW : BES, [LC/MS/MSZRAVWVZ/ETAERROIMR—FDINEDIRE] | BI3AFERRFEFSFMHERESEDP.46

;ES, [MEPERBREOMERE—FDITE
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4,2)(4)STQ-LCEDIFR

4,2)(4) STQ-LC EDFE®
T CISBHICBITIBLCARHS LDEIBEER,

LCORIEDS AFODS(=CI8)N KON TNET ., — NI SZI MHTRIEDA> ST IS 3> O EE. &k
(CHREN E U T ERBBEREZEZI0%U EICU., BB D Z DTN S LNSEL. BREITDIRENSHDET.

STQ-LCETIE. CTNSDIMENZRETDZET, AENDSACINSDIHMEDNASIENKSICULTVET . NI
KO, RN TE LD, AERBOEHEZRS N TEET.

[2{EDC18IC K B E~EITIE R D DIRZE] BH : E5nATS

AF0O0-)VEE
f_H
1DE(C18-50) (&t
TRACN) TERL . 1 ‘
Smart-SPE C18-50 TR DIRMERL T3 MR EF |
SUSSER lEBBmIRFNE] -
{mwraa-nE
‘ B O | W L l Lk .. 100%ACN
T N Lot 80%ACN/& [l Acn
U IO PRUUIOES RN IS e s ) CNEEE
2 D H (C18-30) (& .
lﬁ, ACN-K(8/2) CBET |~ IR L e 67%ACN/K
DIHBROBENT | 50%ACN/K g
Smart-SPE C18-30 IRDFT., TDZ®H
1DETRE=NR A CNIBEIC KD EHRHRIEL N
Mo Te B~ AERARIE DR
MO H2DEDCI8 C18IC L BBREMD
([CRBFEINDES(CR
ppaly o I~ BT TS
eoOOJ1I)l
o SiRABIEE T R ILFR
.E@T)b:l—)bﬁ
100%ACN 80%ACN/7K OAFTO—NISE
\ J
(LCRITED S AICHS T DEITHERMBEDIPRED A A—]
BIETEEC1I8ZEAVIWNES
ACN : 7K DSTI> MR > ACN : 7K ACN : %k
(5:95) (95:5) (41) LCTERAESN TSNt
TR DS TODS] T, @
#HC18 A UFIERIRD T,
(1) FHEHACIS THERT B
ETLCHS ANDER %
B LET.

SRR
ALY

.

MMETEMCISICAZRRELESE

MRS :“‘C185:733 A(:.": ° LEZjJEAOD%’:‘ﬂ:%BEC
. LB3EEmE ‘..' ® E—URARDIHEE
o HIRESRIDIEHE
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4,3)(1)STQ-GC-Bi% (&) (201809 ver.) ®%,

OI) URL—F —([C L DIRMEIRIEIR L

4,3)(1) STQ-GC-Bi&E (F8&h) BILED | ommEEOENSESROEBELE
GCHREBEZFHTRAELETI . BERZRFIDIRICILE R1T> b OIRVERERI EHI309) /418K
REN R LR 7 —ROPBXEEALET. (0> 71 S = SRR <)

17433z e 9
[ PERS 2 ML, HUDB)

| Smart-SPE C18-50mg : 5%

@ EHEEE DI T3> JICDNT
| ACN-7K(9/1) 2 mL

CEMAL. HUEIBRLY) S URRFERE. S USHBILANEE C oS

gl K 1.5 mL -

NIZREBZ R DIe (CEWRE b DBERIZE L5 9

— RFAELER] MmEAR(ACNE) 0.5 mL SER CPLELET,

@0 RHERICKZRIMUACNREZKI35%(C T F7z5tER

%/ ACN-7K(9/1) 0.4 mL BROEPBXICERMUET ., OB TR ER

HPBXICRFF SN, A~SEMER (R UERE (C
. 9 * EURENFET.
© PBXIIRUR—ROREEERIXFLZEZILA
B HKIE/BKME/NS > AFERIOEHRTY . FET

Smart-SPE PBX-10mg : {#iF

7423z o .
[ PR (15/85) 2 mL BRSBTS B12HCC18 TR <KUY —R%

(%, HUtDB) fEFAULEI(p.38. p.518H)

TR 2 mLGEE. HUtD3) =L SE (=100 o sem o gk
K2 mL(iﬁ"iﬂfn tﬂbt)]‘:\)@u) e TR (C10%NaClKB R Z RN U TACNEE =

7%(CTF . BDOEMMREFEERBREROZHER

— SHERE] RREE0 BROZERULDERUPBXICERUEY. BNICK
i DIHEERO TRIF TSN\ D e~ BB E A BE
BEEFET. —ECACNEREZ T3 SEMIERREN
7¥IN 10%NaClASE® 10 mL - - - @) U —/)\—%(CIRET BIeH2ECDIT TACNBEEZ
Eﬁ%ﬁ;’g;& itﬁﬁb:o'f?o

COLEFBERRDOTEIT—MOAY I RKR
2 smart-SPE PBX-10m0 : B (PBX-10mglc RIFENFERADTLCETHELET,

O PBX-10mgilF& > TR ANNELMR (GC-MSHIER)

— AAEMRE] 2REEe (SRAURWKS (CEHEEZERS) LET. H—b

e K 2 mL

EHEEzROR31) 35 - @

Uy SR R—IL R(CER- T B DTS TS5 —(C
HELTVBKBEESEMOET.,
@ PBX-10mgh SR LIZEMMELEELLET. TO

\

| Smart-SPE PBX-10mg |

| Smart-SPE PSA-30mg : {58

mY R =) & EPBX-10mgD T [CPSAZDERZERET BT ETH
75 ||:> 2 11;(/52515';/ gjsl)fgjé)l_ TRASRABETR EDA A MR D ZBRELF T
rehAA Ty m A3 $ICIEL sBLT=
|.-.@ " et sLmse0y B (C (IR S ORI U CEAR BN LTz D

BHBRZEET I ETRIDBEENREZEDHDIZEN

B/ 7 -A+5>(15/85) 1 mL TEFEY, (T [FEREREDENM]  pp.38-445H8)

@ CHUIGC-MSICKREIEA(25UL)T BIBEDRIMET

AR T, SEARN R BIBAERGCICEAT BPEGDIEN R
0 0.1%PEG300-1ppmITF> R >dik - - - 0 A500 ng. Jx > bl dEH0.5 nglCRBD KD ITHR
SRATENAEE 20 pL MEEZELTUET., XTTF> bl dkGAIER
B DRBEZIERDIZHITRMUTWVNET . E=MBRLE(IC
EE 1 mL 7R -AFH(15/85)THEE . ...
g LML JERATIAIS/83) 8/ (B L TRV RIIEAZA T35 D E B A
v

BIE : GC-MS  (REEA25

REEEDEN

0 EEFREENERERUBEERCT D TS

HUEA) BESRMHIp. 3721 L&,
* 4EETEEA7801 092 XARME - AT C O\ D TERIRISHEIREDTT,

BET(FEMHIEZ TN DGR
[CEU TREBERZENMULIZ DER
BEEEEI DN TEET,

U BHEZIENM L THEMR
HE LY D & —BBRREDOBURELME
TIDEEEMN DD ET. BNYE
DENRER(FEFTCTHEEFENET,

O fEAFEEN'Z L \SRBIDIZE (] : HHU\ZAK)

SAX-30 mg+PSA-30 mg Bt 7t h>-AFH> (15/85) 1mL

XTE N EE TP & TRENRIEEDE TN, BECL> TIHHCERSNRVNBEN B DET.,
0 1T TA HZLEHMDBZEMH : F)

SI-30 mg+PSA-30 mg B 7t hI-AFH> (20/80) 1 mL XSI=>UHAIL

XTE RN E20%UFICT B ETHITA S ORENBIEEDET.
O BRI TR/ A RAZULRREIDIZE () : HHEEE)

GCK-20 mg+PSA-30 mg 3% MLI>-Fth>-~AFH> (5/10/85) 1mL

XGCK=JS5T7 A hh—R> FIAF AR~
% NI & BA LU TEF S AFAR— hD &S (CEIREME P EHEED LI
BENBOFITOTTTEMNET, L

*HFETeE47801095
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4,3)(1)STQ-GC-BiZx (F&h) (201809 ver.)

1RE7SEDRER

@ C18THH

S |f

H#HHR0.5 mLZEC18A\EfE

TR ERERE (V)N) (CEIUR

QPBXNERZREF (2E2PERHF)

(CSERNE=))
ODFRHRICKZINR TACNIREZ
35%IC L CPBXICEBR&

TR ESERE (X) (CEIUX

(CSEPIE=))

REF1EIE O R (CNaCIKER
ZIR CTACNREZ#I7% ELE
EPBX(SER Y D.

2EEORFFEVT =) (K)ICE
BEU. WEINT/R—)L RaERA

THRIBESR

OEHEZIR(E])
EWRDH(CKDHEZED TND &, B
BREDBUBRICHEEZSADHS
NpBDTHTHSIRYZ/R—IL R TR
5| UBHRZRZIE S D

EtBRZIE (K5 )Rl (CEHBY> 75 T 5D
KDEFLDA TRRETEDIRL,
B YUY —)N—=5 L CEREE
(%31)9 %,

@M & PSATIER

: PBXDF [CPSAEE S, 7>
AFH(15/85) 1 mLTAL

BHME(RERL) @
SRS Xk A %

C18 THE~EAREDIGER D ZIFEL TR
HEFRIL—=EFT.

<« JF=)N-(])

c1g PR
- IR
° -oOO074L
- BRI TR )L
- BR7ILI— LA
- XFO-)LEERE

0| — ()

Pl
b

(CSERNE=))
A K THRIRE. PBXISEAK UERE
X BEEZRIFSEET.

UH—)\—(]Y)

PBX BRI R TR

0 l—mtmEx)

(CSEPIE=))
MERICNaCIKERZRINE. BUPBXIC
BRLU. A~ERtRREBRESEET.

\ UH—){—(X)
EARME~ SR E TIRIAVEER

/ ZEUHS LIRS

5 R

. AR5
o .pm
0 < KIRE

BEATR7ZEZII— MOXASE RIRAREFBIERERE
PBXICRIHENFBADTLCETHILLUET

PBX : IRUN —RDREMEFIR I XF L > E IR B HUKE
[BKENS O AFERDERT, CCTIRRZFRFSE
BIEHICERLET,

«— HSRUH—)(—
TERUCEBUF—/—DE0
THEMOBELZEN < fesd

PSAT IERAEEEPEREZ
BREL. BREEAI—SEBFT,

PBX
IREME

PSA < A ANPGRS
- EHRAEALER
- BRRE

o« XAGERE

%

i
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4,3)(2)STQ-LCi& (&) (201809 ver.)

4,3)(2) STQ-LCE (F#) - OI/) URL—5 —(C K DIRMBIRIFIA L
' ' RIALEAD QBRI FEHEE [k, TAERE
LCHRREEFH THRRLET. m >k ORISR 1 553/ 4 184k

(A>T« a2 I EERFBIERRL)

74334

ACN 2 mL(#E% &b, BULt3)

O FESUNZFERIDOEEES U HHILISEE T+

|| smart-SPE C18-50mg : % | ST SN TCREEEAR DI [CERBSE ML BT IES
o = r s LIS TICA U LETH. ARREEICEIR L
Smart-SPE PSA-30Mg i IB= ™ " ANTK(8/2) 2 mL (5% tHULT3) A2 LAV ES (LT B/, = C(HEHE

SEHEBICBAWERRZH LUDET,
OA>F 4 23T PRIFEBNEZIR LR VWK S ICR
—— RELER] #iHR(ACNE) 0.5 mL D ... @) PHCEREERUET .
@ C18-50mgTiH™oO0T )L (BE) RED, &~
{EARIE MR 3. PSA-30mg T SiRABAFESTR E D1 A >
. - HEIRMERR D DIRERE SN, BEREEE UitFRE (C[EUR
TR EN=ET.

— &R 2 %F¥EESEACN 0.5 mL - - -9

ko5 mL - @) T & EHMEREEPSACRIFEESND L H2%FHE
BACNZ BRI D ETPSANSBAHEEET, (p.53
[2%FBEEESEACN EACNDEINRLLER | 818)

HEREED :
© mUEERENKREUBRVNVESR, FEBEIRETT. 7
7433227 Zh= UILDHEERLET .
| ANy 3 ) 2%FBEETE NZ NUILIZFEAER UBRENME
[ Smart-SPE C18-30mg : 155 | CEHEAL. BUTDB) T2 EBEERENMBHATDCRDEINREMET TS
FeoRNARUET,

@ C18-50mg+PSA-30 mghSDIRHERICKZRINU.

— S@E[ER] ARIERO ACNDIREZ T I 1ZIRRE(¥970%) TC18-30mg [Tk L
F9I, ACNEEZTFIFTCI8-30mICBRIDET
C18-50mg T (FFRZE T E7/2h o FARARIERME AL D Z bR 2=

N LET.

W R ACN-K(8/2) 0.5 mL - @ D& S [C2EDCI8% EHA L TR~ AT DI
DEREIT D ETLC-MS/MSTHEAET 3BT A
opSyNo&aEZEERHLUEXI . 5FMIEp48

[4,2)(4)STQ-LCEDFER | #TELEELN,

EE:2mLkTRE @

O HEBRBEBOEEZDCI8-30mg(CACN-K(8/2) % @R

FBCET—ECT(CHELO TV eEEREAH LET.

v

LC-MS/MS @ LC-MS/MSHEIETIFAESROMBRNBERLE—2
SBIERAE(3p. 475 B < 2 AR CHEB T DIeDEERRGT > FILERCHEKRT

DREZHEIDHLET

‘ AR - AR S\ D TERIRIIAETHREDTT,
[(O>F 02 a3=>7(CDuLT]
FHEICKBCI8-50EPSAD I T 4> IA 2T IdMEEEFZE U TLFIETIT O TERBVERA . R1 > MIPSAICHKIC
ACN-7K(8/2) &I TETY, e
I>57433=>%
ACN-7K(8/2) 2 mL
(P, HUEN3)
ACN 2 mL(GE AL, HUtD3)

| Smart-SPE C18-50mg : 5%
| Smart-SPE PSA-30mg : 153 |
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4,3)(2)STQ-LCi% (5F&h) (201809 ver.)

1RET5 EDRRER

@®C18+PSATHEH

#HR0.5 mLZEC18 + PSANEf

TR R E (7)) (CELX

@C18+PSANSEREZAL

f 2%HEACN%E
C18+PSANER L. C18+PSA

AN=Y BT

TR ERE (/M) (CEILX

7k%&0.5 mLARIL. sAhD
BIRREZR70%(C TS,

C18NIEBR

TikE X ZEHERE (CEIUX

pKaM'3~4fHAT. B&EE(C-COOHZ DL SRR
(F. PHERETEH@ER O I T ACHEELTLBRD. T
SRICHEBURPSAICRIFENE T, BHEOBRCIF2%FEE
ACNZRWTEEMIARR(C T D2 T E TEMER R ZIFERIC LT
PSADSIBHUFET . —AACNZRVIHE (FEEM RS (IR7
BHARRDFE F IO TPSAN SBH SN I EINEMETLET,

oH, Si-CHZCHZCH@HZCH@
QO‘CH PSA

“ poTovT (mm)

2%FESHACN EACNDEURRLLEB(FOR>)

ENME(RRELE) @
SRS X x A

C18TE~EAREDIAMM Y. PSATHEFEEIR EZBFEL. BEE
A —EFYT. UL, —BIDBRMEEREEPSAICRIFEINE T,

MREME
- HE~ARATPE SRR 7Y
-oOaJ«ib
- SRAERAEE T X 5) V4R
-SRIV —-ILEE
- AFO-JUVERE

M
C18-50 S A A TGRS
- ESHRIERAE
e
PSA .
< —HOMERENMRITIND
0
<« GERE(N)
e

PSAICRFFENTZEEME R R I D 2% FHEESBACNZRBR I D
T ECKDBERMEREZIFFBIRRE(C L. PSANSBHESEET,
(FH&R)

AR OBIEEREZ70%(C T T TCL8(C@BR
I ETRYIDCISTHRETE AN o IKH

AR D EBRELET . FECI8HSBELEL

TV EEBEEBHUET,

BRZENDE
L EEERS
C18-30 -oOO7J«)b

- AR BERFEE T X5 LAR

- BRIV I—IVEE

F RFO—IVRE

—— ARHRE
L
. BE
\
FEI7ESZRJUIL TTERZRUL
pKa pH3 pH7
EEA EINE (%) LR (%)
Cloprop - 80 15
Dichlorprop 3.00 77 24
Gibberellin 4.0 102 4
Imazaquin 3.8 78 9
MCPA 3.07 78 12
MCPB 4.84 84 17
Mecoprop 3.78 80 18
Naptalam 4.6 68 15
pp.106-115 [7,3)(2)1 A NS Al BHEBTTELIZSL, )

SEXW : BES, [LC/MS/MSZRAVWVZ/ETAERROIMR—FDINEDIRE] | BI3AFERRFEFSFMHERESEDP.46

|ES, [MEPERBREONRE—FDINE
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5. STQZEDIGHB

1) BEEE
(1) STQ-GC-BE7L >

ORE
@77)La—)LEREY
QAVU—=TAAIL

BIKEY)(AEEEDZ L \GHAY)
(2) fERISDHE
QT UMRY— bk - JILIRSFR— b
QZF AN A — NREE
@TPN - F+T5> - T FR—=)L - IRILRY K
@FRAZIF /AR
2) BYIREESR
(1) —&FD
(2) XSh+aJU—->
3) hEE F7IShFI >
4) ZDf ASE>
5) [&%&] STQ-GC-AL



51)(1)® K&

AETEREBODEEDOTZ S MUILENDVB(CIRDHE
RHDERT. +HRT7ERZNIIILEZERL. EEM L
HRRZSHDIEHICR DB UMBERTEZITNE T,

FURHERR 5 g
—— sk 10mL --- @)
90 ACN 10 mL
REZHAX 13,000 rpm, 149>
ESIYIRESFIY— 2 - @)
— & NaCl1lg
AON I OEE3Na2/KFNY) 1 g
FRHN JT>EKER2Nal.5KF04 0.5 g
IRESIBRR 1558
—— s Mgso, (k) 4 g
;%S(UIGECD 28 .- ©

== -

i 59 (4]

=08t 3,500 rpm, 59
L

HEDIRLHhit

1 |
ACNED KREYGRRIE - KfE)
})Elt5 153 .
E:%\ﬁ%ﬁ 3,500 rpm, 553
DREE € ACNE®

H0 ACN (EBE-ACNEOE)

mL

(5]

1
@ : 15 mL ACNT %
& (ACNE)

HHR(ACNE) 1.5 mL 2H
b0 ACN 0.5 mL
HBRIBIR 2 mL

2EHEEMEEEST-L400 [T ITITITITITITTTTrN .
; — 743329 :
: VA4S :
ACN-7K(9/1) :

[ smart-sPE c18-50mg : 1522 ||

— BE[ER] BT 0.5 mL 53E
et ACN-7K(9/1) 0.4 mL

00 10%NaClZkKia® 912 mL
5433z

: I e

— | Smart-SPE C18-50mq : {233 || K

: Pe® K 1 mL

EEFZIR(ERHR) 253

—>|| Smart-SPE C18-50mg_|

Smart-SPE PSA-30mq : 53

q>57433=>9 :
Ty :
7t -AFH>(15/85) :

------------------------------------------------------------------------------------

il 0.1%PEG300-1ppmI1F+> bl >dik
SBRETENAER 20 pL - - .@

: 1 mL PR -AFY(15/85)TRE - - - @)

: GC-MS (25 pLREEA)

56

OESZYVIRESFTAY —DER

AILER D QIR & SERDIEE
1> b QLD BEBIDERE
@F&DIR UIMHBESE
@ SHRENDHICLTKEANBERE LI RDE

SEESIHICLT
KEANS

2]

(6]

(7]

T FIOKMNEGEALEZESICUTELEDE(IC
HoIEMEERTELEUKELSEELET,

DA U TRDR A E
BELTREES

AR BN L RS
IBLIICES IV IR
ESFAH—=m2EAN
FY,

RESFAH—

AEIEFEZDICKVDT2OMBUIRED UET.
CDESHBMRLENTENTWND S EECHERRE
WEY,

IRESBEIRBALET ., BRICRDFTSHMEDS
FREL THSELDBELET .

BODDEIEICLDACNE
ZIEDPITENTEET,

AETIFLS MLICEBLFEIDT. HIXIFACNEDOD
£17'6 mLOIGZE2EIE Dl (C(FACNZ(15-6=9) mL
ANLET,

CNUFAEFA(25UL) T DIHBEDRIMETT . A
ENRILDIHE(FIGCITEA T SPEGODIEREH'500 ng.
Jx3> b2 dRR0.5 nglTiRB LD ICRINEZEE
LET,

X I TF > bL D dRFAEROREZENHEERDIZH
([SAMMUTVWET, ESMEMIECIHERL TV
WNEBATESHDEE A,

REBRSHEREF CBEAERICT D L7
LEFET.

SEXM  EREFS, [STQECHIFDRORUMHEREDR | 5105

DEARRBEFSPIRRESESE



5,1)(1)@ ZII-)VERE

DA ERNBEREC(E7ILA—IL(IS /) —ILBEENT

WET, BEED 7 R FUIL10 mLTHIEET S EBE. IR 3R U RS,
KT b

EOBOTVERZNJIVEBICISY ) —ILHBITIS2ETI10
MLZBX. BRSNTUENET ., TTTHRETITHREDIR U
HEBEZZBNTULET,
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A0 7K 10 mL
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BEKENMRREREZZ <SRN TR NIILICHE
BB LRV 7 b 2RV TREOHHZITVET .
FEERODBECKDEEMBEZDB L. TDRDSRELICK
DZDAREDZBFRELERT
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[ Rhk(10-iRoEkE) mL - - @)
—— i PEh> 10mL - @)
RESFAZ 13,000 rpm, 153

— % NaCl 1 g

— A0 VIEE3Na27KF ) 1 g

— W0 JI>B5/KZR2Nal.57KF 0¥ 0.5 g
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AN 10%(W/W)NaCIKER 12 mL
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i —[Smart-SPE c18-5omg: s | K

PeE 7K 1 mL
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BETEN AR 20 UL ... e

EE : 1 mLPER-AFYY(10/90)THE - @)
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EREFS, [BKEMHOKRBEREOIR —FINTEDIRS —GC/MSHE — |
F12EHARREFEFSFMBERRSEP.42
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DURY — . JILIRSR— MMIFFE (KBEDE < 7K

s i [(DURY—R] OH
HEITVWET, ZOHEHRBHOBRICEFEEZE ONEL D5 MF : C3H8NOSP O:IlD
BB DFET. T THRETEMERF (RS >/ \OZTVE MW:169.1 ou NH
TR TR R LS RE LT, FTOMECERA A e y7ag g S 200 _>i0
DM DS LZAWND C ETRILIBTHEEKEZ EIIRIE 2.18+0.02(20£0.2C) HO
ZEEICUTHEY,
(DRSS R—B]
Qo s
INRSF— NP YEZDAIE ? +
MF : C5H15N204P o= Nz
MW:198.2 CHs o
FUHRER 1~10 g (BFR-RE 109. KE 2 9) @ LogPow : <0.1(pH7. 22°C) HO
RN 7K (25 - ERloEkE) mL - @) INkKSF— . .
MF : C5H12NO4P O
IRESHE 1053 MW:181.1 HO’/PMOH
pKa : pKal<2, pKa2:2.9, pKa3:9.8 NH;
—— S0 ACN #9125 mL- - - €)
* £E2N50 mLICBRDLICHEE

’ES 19
O RERETINIEREETHMEHRPOIVINIEENL g
wE 55 - @ W TFICRBLSICRIEABELET, (p.6328)
INERD . BININERET VT EZCEDRFHEp.61[7>T>

. 2SO ZTETZE,
=058k 3,500 rpm, 553

HRloEKELS CRBKDITKZER
- 0D FHROEKBEAHET25MLICRB LS ITKETRIN

LET.

Hhis £ 0.5 mL 53R © ACNERNIBTEICLD. >

I_ Ak L5 mL - ©) JOBEREIMEEE, EUHBICED
ABEETHRELET,

HERIEIH 2 mL (L B3R : K=1:3)
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:: 2 HEE R EST-L400  FRLLLLITEET I TEEI T TEEE T TEEE . e 5% )T ED AR S T sbin T S EEEE T,

a7 7 :
5%{:3 g : O KEFRINT BT ETACNDLESE TFIF. PBXADEAREN
A5 )—=)L- 7J<(1/9) MDD EZRESEET,
| Smart-SPE PBX-10mg : #5% |
O FEKERIMU. BEROpHEFHE~BEEC LET,

| Smart-SPE PSA-50mg : 1#1F |

— QAE[RF] HERIER 1 mL HER

LC UHPLC(Nexera X2) (Si2H{FPR)

— 565 X5)—)L7K(1/9) 1.5 mL
s K(1/9) 1.5m $Hh5L  TSKgel SuperIC-AP, 4.6 mm LD. x 7.5 cm

d et A : 0.1 mM FEET>EZD KB
Smart-SPE PSA_somg | g Bi® : 0.5 % $@£7K/§/ﬁz
: TR 0.8 mL/min
J33IVh B Conc. 5%(0.5 min)-98%(2-11 min)-

—— A 0.14%7>E=77K 0.9 mL : 59%(12-14 min)
: BT HSLEE 40 °C
S ¢ SEAS 5 L
— %0 59%+E-7k 30 uL -+ @

MS LCMS-8045 (E:E&4FFR)
EE : 1 mL/KTHE= «A>A4LE— K : ESI positive

1
i
v
HITE : LC-MS/MS
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BiAE DR > b Q@FEBEMIRL
QPSAEDIEEEAICLDIER

@NaOHDFN (7> T 22 ETHADHBE)
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FTIRES 193

RESHE 1053

&ES 153

EFE

55

AN ACN #925 mL **

PERZ & AQ-Tir v
.- €

AN 7K 25 mL

— 10 1 mol/L NaOHK&#& 50 pL - - - @)

-©

* 2250 MLICRBLICHHEE

=IO53EE 3,500 rpm, 553

it F SR

Hhih EE& 0.75 mL 2ER

w0k 2.25mL - @)

HBRIBIR 3 mL (B EER  K=1:3)

R SEEEHEHHEIEST-1400 TR

743324

4 %

—

" Smart-SPE PBX-10mg : #5% ||

A8 )=)b-7K(1/9)

| smart-sPE scx-30mg : 52 ||

i —[L_smart-SPE PSA-50mg : i

— G&HEMRE] HRERER 2 mL HE

-0

e A5)—-)L-7K(1/9) 1.5 mL

t I3[ smart-spe psa-50mg |

7B 0.14%7>EZ77K 0.9 mL

o
--------------------------------------------------------------------------------

EB : 1 mL/KTHZEE

1
H
|
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LC-

MS/MS

W00 5%FEE-7K 30 pL

61

O NENRETOTUEZCEDHENERERPOTOTVEN g U
TERBLOIHRMEZAELET . AIZPNEVOHZEEL g B
I DIBEIR2 gIREILEFT (p.6381R).

@ NaOHKBERERMUTZILAVUMKICT B ETEREDT >

TNDREEHEEFY .

ACNZRMT D E(CLD, F2)0BZEESE. Ed

DEECKDIERSETHRELET.

O Y2 )UBOEMERT IZHNTSHEFBERENET .

© KERMNT BT ETACNDLERZE TS, PBXADEARIENR

MAEDDREZRESEET.

HEHEEREN L gDIBE(E2 mMLDEL. 2 gDBEIF1 mLy

BRUCEHR(CaRULET.

@ “TEOKZRIMUL. BHBROpHE R~ LE T,

LC-MS/MS®DV >EEd—F+« >4

DURY— D& SRY SEEEMOREADREZIIFHILET,

.

HDSLORDDIC A=A %

BHEU. 1AALSSTO—
JEILO O— RZEBIEHRN
TEIREET. TO—TDEHET
2% > 8% 0.05 mL/minT
120 RBRUET .
I TR ERENRIFER
IR EEHERUTCVWET, F
e DEEARADEEFRS
nELATLUR,

XEB(CKO>TRYED—F
A T DBENRNMEEEH D
F¥9. FIEFI—Fr>TR20L
DIREETE—ORRE C DR
WEd,

SEXH . AER

U>EI—F 1 2I1U

i, AR g

JURS—hk

USBO—F120%BD

|

(>

isseton Pt bl e

JURE—k

INTLVREGRBGESS, [KEREE-IV>T

RBEDR]DHEH EERELC/MS/MSDIERZEDIBT (2013)
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* N VEDREHR

K LR ICAE0 7 hZ hU)LZFI U TS5
BELZECS. BHULYVI\DBEMIBLTERLZ. &
NEROLDBELIZ ECBEM U\ OBMNERERLE U,

FUN\OBREESEDEH. P RILERMLTH

S5 HFFE I DDNEETY,

® WO pH

775-53

INEMTIRET > T2 2% < EVHATI B TE TpHAR
& URWSE(FTURY — bOEIREMET UET . HHHEF(C
FRME(IRRE TR X 2(377)L D UE(NaOH THRE) (CpHZ %
Llz&Z37ILAVNTOEREN EENE U,

~ EEORI> N

@QAZJ—IV-7K(1/9)
—

PBX-10 &% :

SCX-30 #FH :

BB (RERL)
RS X % k A X

*e

REhiEDES
PSA,
|-CH2CH2CH@-ICH2CH@-IZ

0=P—
‘ ’
.
c

S
OH NH—
JUkY— ° : ak
S) s o
d»m&z—@

RIENFEDBE. PSARTSR
[CHFEBELTED. YA FRICHEBL
TWBTURY— k. DILIRS R~
heRFULET,

OKIHSR @FthZ kU3 mL =L DEEE
3mLF3ER N4 5 DfERE
140
120
_.1o0
X
~ 80
B
a 60
40
20
0 pH3 pH4 pH6 pH8.5 pH9.5
N—
BOURY—k BOKRSFR—b
HhiHBFDpHEAEE & EUREDRIFR

(IR RME R > DIRE

B A > MR DIR

PSA-50 {®#5 : HHE

TR © I A BRI

BEH 7LD UEDES
PS%8i-CH,CH,CH,NHCH,CH,NH,

“®

O:T*\

OF
oH NH
60 of NH,
@ e o
DRSS R—b ° e

JUkd—k
RIENT7ILOVEDIZE. PSAF
FELUTWRWEZSH, Y1 FXICH
BLTWBTURY— k. JILIRS
F— MMIPSANSIBEENET.
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(30.14%7 >EZF-K

® @BEmMEEH

OFAPEL mLETR
PBX-10 : {EARMIRMM D EFFELF T .
SCX-30 : B3-7 A > PG R D ZFRELE T .
PSA-30 : UMY — b - JILIRS=— M {REF
UEY,

@@0.14% 77 > EZTKICLDEH

FILAVUMEDO.14% 77 > EZTKICKDPSAZ
SERPRERC LTI UIRY — b - IR R—
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(1) XEW/NMEBORILEICDNT
52 ) EES < EDRBB) : KBTS T2 aS < SDRMB)  INEB) TEHELECTURY— h. DRSS R— MBS ICIREL
TERENMET$ BT ENBOET, T THNORMELHS U THIMEETOET,
ESCNERNDLS LTS T2 ES<ECHAFMETRTI URY— . JILRSR— MTF S TIASRS, HEDENMET T3 EZ
ZBNET, T THERECNaOHABRETRIIL TTILA UKL BT ETTNSAMERICARENS L5 LET.
(S RiLE D O—)
ST (FHRIDHAE AR TH SHTEERIRLET
S OBEES < EORANB] : AS) : IMETO— : p.60 B
CFUT RS ETTRB) NER)  FMBTO— @ p.61 [>T ES<EORA
(HEHRREDHZR]
SN OBES B0, FOT U ESEORNEBICRANOY ) WBELEFT ST VBN gUFICRB &S ICHELET,
MEBRPRDEEEDFER
FSNAE KT AEH BN HTE

AIRE100gFEHE, g

V) 92.4 12.4 14.0 39.2 14.2
KNI E 2.2 33.8 8.3 8.9 20.8
FoT 0.0 0.6 72.7 38.9 41.7
feE 0.4 19.7 1.5 4.1 2.0

HMEBRHFEEE, g

FEHRENE 10.0 2.0 1.0 2.0 2.0
K5y 9.24 0.25 0.14 0.78 0.28
Ky NRUE 0.22 0.68 0.08 0.18 0.42
FT 0.00 0.01 0.73 0.78 0.83
=1 0.04 0.39 0.02 0.08 0.04

AT BKDE, mL 16 25 25 24 25

BHABRIRERDFR2015FR (B5]) HS51H

(2) BRELERDIVINIBE LT VT VBOLLR
nAFREMOET B BE (TRR) TRF DT UNBEFENTLET.

aos BRoE (AJRE100gFDE  g) EWDnEE
Ky KRy FrTv BE & B
f7EDOS 14 9 63 5 A8 rUEDOVE
HK(ZHK) 15 7 70 3 A 2F A B
N 12 11 56 3 K INEE

RIARROET : B SHCRIVINVEETOIUNE<EFTFNTVEINABLEBREST VI VEZSATVEEA.

o BRlsE (RHI00gHOE : g) EYDHIE
R Ky RvNy FoTe  jRE At [
RE 12 34 1 20 < X%} 24 X&E
HhTE 14 21 42 2 < AR YU TR
WAITAE® 15 22 35 2 TXR A VH U XE
VIR A 13 26 32 2 < X%} VST AR
IVRYE 13 22 37 2 < AR} IVRYE
ERE 6 25 4 47 AR TvhEARE

SEXW :

1YNES FPARTAHYAIUR, [DURY— hBSXUIILIRSR— bDOSFOBEMEDRE | | 5E36MEERB IR EESEpp.119-124

Q)RR KNLCEEBRESESR, [RBREEE-SY S IRBORDEH EBRELC/MS/MSOIERZEDBT]  (2013)

INRNRF HRERRZDMAREY—, [BRPICEASNLIVRY — hESLUTILRSR— FORRDHT] [ RREEREZLMAR TS 5 —FiR
Ann.Rep.Tokyo Metr. Inst.P.H.,57,pp.235-238,2006

4KERE FHEII—TR—ILT 1 2ORERSE, [TURY— ~EDILIRS R— B XUREMIDLC/MS/MS—FDHTEDRFE | 5 35EIBEEIXEB IR
RARBEESEPP.92-97

S)EAKH BREVEHERBIATA, [LC/ICP/MSICKBKEKFICHTDIEHY S RBEODDITEDHFE] FM23FEZIEFAFIRLI4, pp.10-14

MEREFS TARTAHBALIUR, [JURY— bBEXVIILIRS R— bODHOBEEM DR - 528k — | | FE42RBERBI RSB EESEpp.117-124
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SRR =33

5,1)(2)@ SFADIINA-PRESE

SFADIVIA— NRERIKICEEMBIECEBR TR\ ESH, ITFLOSTFIMEE /KR MU AZKIIYI(EDTA)
ZRAWEZSRTA2-IF LT IV NEEER(UAT AT > -EDTABR) (CBR T D2 ETH MNUDLAEBDEIC L TKITE
FBESICUTHMELUET ., ZOERIAMMEAFILERWNWTAFIUZER UBHAIRCB TR L DICUET.

UNNUBALE(CH 1D NS OERIEFEMIRNTZORETIIRI L > BERBEESESSFEN MR LIRS TEZE © & (CGC-MS
THET 3 coDmBETEZEBMUEUE.

- (LSRR
SFANIL A~ SREEN S E3BRDAFIULMAECE T,

/ (AF) L] \

[SF AR A — FREEDIELE]
S
n
B ~ s (CH5), N-C-S-CH,
S 1 -
CHON-C-ST Z GHNA-C-S IAFN ?z.ﬁ_}% il
| (CH3)N-C- T, 20 CHNH-c-57 2" SFANNNEEAFI s
T34 p S CH; S DMDC ZYTIER
g I ! I (SFARIA=N) DMDC
- - Sz — S-C-NHCH, -CH-HN-C-S—2Zn| _ s G
1}
i : CH, NH-C-S-CH -
(CH3)2N-C-S +— Ni % jDE;?\j ] 2 3 FIL
- - CH,NH-C-S+, CH, NH-C-S-CH, 575}
“wTILER I ,Mn S s S e EBDC
CH,NH-C-S 0 0 IFLY F
S S CHNH-C-S=Zn=S-C-N(CH), | ¢2 SFADNNAT BT ¥>3t7
I EoZ Y CH,NH-C-S — Zn—S-C-N(CH;), EBDC JoexJd PBDC
(CH3),N-C-S 3 Fe s g g RUA—)IA—~  DMDC+EBDC
DIJII}RA CHZNH_P:_S_ /'ﬁUb—}\X—I\ %
| - -C-G-
S S CH,NH-C-S— Mn,Zn, CH, (I:HZNH C-S-CH;4
i i g X CH, NH-C-S-CH;
(CH5),N-C-S— S-C-N(CHs), Lt S
25 N>ae JoELY
EX SFARIVNZEEAFIV
PBDC

*  FOEtoRE

N>R T OFEMEDFIERUET .
SAFA 2 -EDTASRTHIE T 3 L TY R ITHNDEE(MN)MEDTACER DIAFENTKISHEFOPI VT MU DAECIRDFET,
BONTIDEAFILICKDS (CAFILEDES UTAFIUEID ERENE T

S S 5
R : |
CHZNH—I(IJ—S\M FATA> E"mgl " CHNHALs Nav  TOMATH inNH—é—S—CH3
n
HoNH-C-57 HNH-C-S* Na* HNH-G-5—CH,
Il TR T DEE (M)A Il SCAFILERBAL. % S
S EDTAICERDAFN TS S FIULDEERLET.
NS ABICRDET,
Sz v EBDC
IKICEEHBIEIC KITBTD ! BRSBTS ! !
HAEFEO
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OQUEChERSEZS%E & LTcHhit

RIALIRO ORI CBF B AFIL
wA>b BGC-BEDISHA

(58] 3K 100 g + SRFA>-EDTASRY 100g --- @)

SURHEER 20 g (X4 10 g 4BE) O SHEAEDS T -EDTATRERIML TIHREL
— A0 6mol/LiEEE2) 700 uLiZE (pH6.5C%) .- - @) KE?EE%L&?
?’EC'B 107 _Z*rd:&%ZI% fE?H'C/Zj_-/f/ EDTA/ /fﬁ’&/d\\’]ﬂ'ﬁ"gL
(TR Ufziiild, HER(CHBOKNEEZENET
SRON IVEAFIL 60 uL - - @) 10 GIBHICBS & S ICKEFMUET. TS RTA
> -EDTAB®RZ10 gm“bﬂbiﬁ'o

BUURES 307
K #910 g(EBDKDERE +R) + X7 EDTAER 10 g

RS 105
S ACN 10 mL @D HIFAEEBICENZ20 gFFEL. 6 mol/LiEfE%700
- " HLZBZ(CRIIL TpH6.5(CHEE S 2 D(CHBIMERD
RESHE 55 BERDET., TOBREATARBFNUET,
M NaCl 4 g EDTARSBERDADDCHELIE pHICHARLET.
iwesamg 101 - @) © IVEAFILIRNMUERIFTERIOLSICS T
S -EDTABREDHLET, TIMEEFETHU<IRES
STIN MgSO,(SK) 6 -
- W MgSO(ROK) 6 9 L(R2). IHEAFIVEE—CHBSEET. TORIR
&S 153 ESHTIRES UET,

=I05EE 3,500 rpm, 553 ITEAFIL

I
HiHBE(ACNIE)

N SEEEAMSEST-1400  [FT .

i ‘ : =1 5
: q>57433a=>) : = X2
7k (1) NaCI%-I—ﬁ(:}EﬁEEEL‘Cb\BMgSO4(E7J<)’&}?ﬁJJl]b?z"
Smart-SPE C18-50mg : $5% ACN-%(8/2) T BN TRTRIBE EMgSO,,(FK) DIEATRRAR
: +HCRBBENBOET,
SEEER] MHBE(ACNE) 0.5 mL 5 A3 0
,‘ : O AFILELMNEREH T SEEL & L TACN-7K(8/2)
#% ACN-7K(8/2) 0.4 mL --- @) : LT
TR : ) .
' . : O HFEEDEAREFPSAICGCK (IS5 T74 M—HRY) %
I 10%NaCPKER #912 mL BIMLTHEALET, GCKIABEED ISR 1 Rk
— 17 433=Y BELET.
. . h> : (HHEEDIEA)
. 7 :
| Smart-SPE C18-50mg : 1##5F | ci8
P K 1 mL Gek Gex
PSA ;SA

EHEEZIR(ZEZRNR) 253 : X
a>F«4>3=>d

174 v GCK(L)+PSA(T B
—>|| Smart-SPE C18-50ng || | T : (D+PSAT) C18() + GCK(h) + PSA(T)
=] 71’-"\ -’\=F'U‘ 3 7 .
[ Smart-spE psa-3ong: iz || -+ @ BN "¥¥>G/ ) @ AFIUCIHEEAETBBELE LTI R AT

: B PER-AFYS(3/7) 1 mL @) T TBELET
2 SRS PPPPLS 3 O CNIEFASIAQRSUL)TBIEADRINETT . TAS
. NEILBIBEEGCITEA T BPEGODIEXTENS00 ng.
=1 0.1%PEG200- 1ppm711'/|\I//d17k @ Jx > bL>dknt0.5 ng(C@%J:‘B(uJ\JJUEE’TEEb
BEVENBR 20 L F9, XTTF> bLAdEREHETEDDEL AN
FSFANILINA— RTFPEG300EmM/zEER BTz
EE 1 mL PR -AFYY(3/7)THE .. @ PEG200Z={#EFRUEY.
¥ ) O EEBREHEEREECBEMERICT DT EEHEL
IE : GC-MS K&E3FA25L —

1),2) D ERAR T EFp.662ZELSEEN,.
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1)> X541 >-EDTAIBIR
(SATA >-IFL ST = NEEAR)
%1000 mMLIERDIZS
DL AT GRS —/KFNHI50 g&#I800 mMLOKITENLET .
QIFL > = NEE KR NI LK
(L FEDTA)50 g8 ANE T,
* COIRRETIZEDTAILBEE LEE A
* EDTAOHE (C(IBPERDRA T — > = CFEAFENE T,
GIKER(LF U™ A (NaOH)$I28 g ANZE T,
* AGRNN ENDIBHET,
@EDTANBIF7=2512 mol/LNaOH* T#IpHI.4ETHELET,
OBRDBENEBHHEICTNDIDZFSE. pHO.6ICTHAELET.
FBRODBENENEPHNEZE LIRVDTERICER> THS
pHO.6(CHELET,
DARS )2 —(ZFELTKTL000 MLICARTY I UETY,

%12 mol/L KEMEF U LKIBR(20 mLOIES)

#9915 mLOKITKEALF RUDL4.8 g2l K<L
%20 MLICEBLFY . ARREHSALSOBEREICANET .
SAEDER G TKITKEE T MDD AZANET T, KEEETF KU
DALTKZEAND EBIRTT .

2) 6 mol/L 1GE

35%IEFHEEKELITREELET .. ARDORE®IKICE
B ANET T . BER(ICKEAND ERAURBIKRTY,

66

PTViEAO LVI-S250(AiSTI Science)
1>9-hk Z13) (BSE) (>Y-h
FANRE 70°C(0.27min)-120°C/min-240°C-50°C/min-
290°C(14min)

GC 7890B (Agilent Technologies)

FENE AT R

2SN ZBERT 4 min

A WhNiE 50 mL/min

T3 R4 d>24> k70—, 1.1ml/min

h3L VF-5ms, 0.25mm i.d. X 30m, df;0.25um
A-TVBE 60°C(4min)-10°C/min-125°C-30°C/min-

320°C(4min)
159-71-ARE  290°C

MS Agilent 7000C (Agilent Technologies)
MS XYyR SCAN



(EDTAL(F]

EDTA : TFL > =77 =2 ik (ethylendiaminetetraacetic acid)
BEEFSFTFRNIDAETHD [TFLST NS —KR-F MDD LAZIKFIYI(EDTA/ 2Na/2H/2H20)] D EZIBULET.

HOOC-CH, | , CH,-COOH HOOC-CH; | , CH,-COOH
; NCH,CHN — , NCH,CH,N + 2Na*
NaOOC-CH, CH,-COONa -00C-CH, \ CH,-COO-

HEemRT. IEHEE. KTEFITN

(ZF IV A — MEEDOHMH (CEDTAZ £ SHEHH]

EDTAD4E
EDTAXTILOVUEERZRSZ L DEBA A EIEBICEERBEZ DL 3EENSB D, ©
DEDTASBIE(IKICK<IBIFET . _<°

CDXS(CEDTANERZEDAALZ [HHEK(FL— )] EEVWET. F
L—bhEREBESHZEBRRITDF IS VETY ., RBAACHERKETEHA
FNELDSPRESD N ESHTI D ZHSZTABRFICBT DV EH D
KO ENET,

e

SF VA= MMIKICEBHEBIRICEBITRVWZHEDTARR(EHEIC(FS AT A > -EDTABR) (SBENLET. €DF
B ETEDTARZFHIL) A — bDEBZWMDIAHZF A NI AA— RREBENKICSEITDLICRDFET.

o
O.-
N Do
[
N-‘ E ‘~.O_
o ©
o

4 - N
>xJ
: 8k°_<° s
CH,NH-C-S < :
e ?n  + SATLEDTA - VAL CH NH-C-S
20 BR N CH,NH-C-S-
g S/o o ’ 1l
IKICEBRBE(CEBIBITIR0 © SE(ZN) P CKITE S |
h J

ZDESICEDTANERBZER DIAD [C(FRBEpHMFEN D D ZFADIL) A — FREBEDIZE(EpHE.5E72DF T,

\

PHAMESIZDH+DRENE /2D & EDTALES U TWLWEEBAAIMDH+IC K> THULIHEN, EDTASBIRORRBNE D,
FBRDPHNREICE <132 ERBA A KB £18 0 TR L TS BMEANH D, pHD LR (CHE> TERM UTKB LM DR ERE
NEDTASEDREE LDELIBD> T D& EDTATEIRE DR L CTERODKEEMHILET B,

X EDTABIEN ZERDE—TEDPpHIRIICIRSNTH D, BOpHMEE(SERE A A > DERCL D TRIGD,
SIAXHER : LEFRFE"EDTADEWNTT" DHLF, 8%, pp.207-214 (1959)

\_

SEWA

DNEEE. BOEs, [REMPSF ATV A — SREBEOQRDHTEDIRGT | E110EBARREEFRBEESSEp.63(2015)

2)EES. MOESE, [BEMPZFANDIL A — FREEORERDITEDIRS (BB2E)] ,E111ERARREEFRBEEE%EDP.63(2016)

3)S.Ishiwata,S.Imai, [Simplified Method for the Determination of Dithiocarbamates in Agricultural Profucts by LC/MS/MS] ,12th European Pesticide Residue
Workshop,Programme & Book of Abstracts,pp.130-131(2018)

DBEWS, [SFADII A= NRRI DU —ZJFE0MFE] | E41EREEBOARSBEES%pp.221~226
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5,1)(2)® TPN-FvI75> - hT k=)L - RIARY b

TPN(ZOO~0OZI). FvT5>. ATFKR=)L. RIL
Ry SNEIEBD RIS (CHRT Dz, BAERLETIEY > 8
iN7%Z. QUEChERSEA T (FEFEABDITHBZHEVTUVE
Fo FEFIARYRERELEVDORME D ZEOER T
TEEBFDPSANTPNSHERDER D LR D ulgEEEIREENT
WET3), RETIECNSDIRREZEBUIZSETT .

FRRRSIP12HREBE: - @)
v
EUANRER 10 g
R ERERRCMIENGROSS) - - - @)
(HE(-20°C, 309)(RIEEERDIBE)) - - - @)

— A0 ACN 10 mL

RESFAX 13,000 rpm, 153

Al NaCl 1 g
R0 JIBEE3Na2/KF) 1 g
— R0 VI B4KZR2Nal.5KF 0¥ 0.5 g

IRESERR 1072

bl MgSO,(#K) 4 g

o

[TPN(Chlorothalonil)]

MF : C8CI4N2 C':@:C'
MW:265.9
LogPow : 2.9(25%C) cl ) N
o)
(FvTH>]
MF : COH8CI3NO2S (:E:N-sccg
MW:300.6
LogPow : 2.8(25C) (0]
o)
(BT FHR—)V]
MF : C10H9CI4NO2S (:I::N-SCCIZCHCIZ
MW:349.1
LogPow : 3.8 O
o)

(FRILRY K]

bt

MF : C9H4CI3NO2S N - SCCl,
MW:296.6
LogPow : 3.1 9)

AL DRI OB ERTE I L ZHIHIL . SRR D DIENNZ
I, TPNZEOEEIIHILE T

N SEEEAHEEST-1400 [T :

&S 15
|

=IOBE 3,500 rpm, 553
|

HhithiR(ACNE)

— 7433z
V<

Smart-SPE C18-50mq : $5%! ACN-7K(9/1)
BRE[ER] MER(ACNE) 0.5 mL 5¥E
%e ACN-7K(9/1) 0.4 mL
britump ol

AN 10%(w/w)NaClZKia#® $912 mL

I— 1>57433=>9
Va4

Smart-SPE C18-50mq : {255 | K
FEid K 1 mL
EHERZIR (BRI R) 253

74334
V<4

| Smart-SPE C18-50mg ||

| Smart-SPE PSA-30mg or AXi3-20mg : *ﬁ@

7eby- /\1'—*:?/( 1/3)

B 7 -AFY(1/3) 1 mL.. 9

------------------------------------------------------------------------------------

®

EE 1 mL PR -AFYY(1/3)THE - @)
v
GC-MSHITE (25 uLAEEA)
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@ FIMENGREROIBS. WREEOIFEN LHREFTRIT
1 %+ EREFEAREFTRERMLET,

© FNEUGREROBE. RPN ERCRED, BERNEE
{ELBVES-20°CTRHEL. 2RLET .

O FIRYPIIRFDELD [CHECEDRMERD ZSD
SR TIIPSAZFERUEBES. TPNOEWNREMETFLUET,
ZDESRERDBE(FAXI3-20mgEFRT R E(CLDE
INZEAE EUE T (p.69SHR),

XAXi3-20mg : REMEERURXFL > TEZIIARE Iy
DAE— REBIEA A 2 SHRFEIRH|

O HREEEBHEEBIHTE N AFY(1/3)E A
LET.

@ PEGEMEALEBE. FAOTRILT IEENT RO
KD DDEET DERN DD D, RECTFPEGRHERLE
HA(p.69ZER) .

0 EEARIRPBREEUBEARICT DT EEHERUE
3_0



5,1)(2)ERIRTE TPN - FvrIHF> - hTFR—Ib - RILRY b &

o~

202012ver.

DFAT RS 71 AR
MBS | OF TRV BRI EMDIGES = SOHAY TDAXi3-20(C £ BHFR

@7 -ANFH(1/3)[CLDIBEL

OFHSERESROT (FNERHROBE)

®  EBiRMEEREHR

EE (%)
150
R IT L. EEmRLEEBTE ( ) @TPN mCaptan mFolpet wm Captafol
BUNEA B LS BIEmAHSNET, 100
FIERIMNEUGRER TS [FEESHERAIE
BRI ZRMITBDETET I, IR 50
ILRY . BTIR—ILOEYRZELE LU
F U, TPNICDWTIEZTD TPSAEAX 0
DEINE | BHBTTELIZS0N, e #mﬁﬁmﬁ#‘m&#ﬁ FRAHE
iR A ®Bia
N4 Fa19U FrAY

INERE : ERH100ppb
FERIEE : PSA

e BB | TS AFTS
PSA&EAXDEIRER BHSAE | 7 N> -AFH(1/3)

ENXE (%)
150
HIRFIRERF CRBCEVDDORME T @TPN  mCaptan mFolpet 1 Captafol

=S HE A CH L TAX¥(Smart-SPE
AXi3-20mg)ZFERH 9 D Z & TTPNDEILR 100
EhmEULFELE,
XAX : REMESIRUIFLOSEZILRI TS

TV ORE— Rl A > ZRFTEH

50

J| PSA[  AX || PSA| AX || PSA AX | PSA | PSA

Eyatg BR¥ FrARY KR Fa19Y [LFRESN

AE
AINRE : SRR 100ppb(FEEEH)
A - ERAER TR

BHBE : R -ANFY(1/3)

~ R BU Y O RAPEGODRIE

E—o EOIEEER
PEGEILEA LSS, E—UmiaEn Lt mTPN = Captan m Folpet m Captafol - J2F : 50ppb
BODNEFHSNELZ, PEGISIALCE 400 P TRbAFT (1/3)
D\Elufﬁmiaﬁgﬁ%<m5tw 53 A
([CHERT B ENFSISNEIDTHRET - B 1%
(FPEG(HMERLTULEF A - PEG : 200ppm
50 SFEAOSRM
SEAE 25l
SEAORE
70°C-120°C/min-240°C
-50°C/min-280°C (26min)
0
SEE PEG#E Fig PEG &+ PEG

1)M.Anastassiades; www.quechers.com
2)FEES, [ RSA 74 AR ELIRFE MR CBRTPERBEE—FON] [ Fo8HARRFEFRFMBESESEP.49
3)KHHEKRES. [QUEChERSZREL THEL D] BHABEFREE,37(4),pp.362-371(2012)
MERFFS, [ RSA T RRIEDPEEESTQEZRAVWEZTPN, FvF5> HTFR—IL. HRILRY hOFEDIRE ] [ E114BARREESR
REERERESEDP.34
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http://www.quechers.com/

5,1)(2)@fERIDriE RAZIF.)A K(202012ver.)

Ull
:
77 =33

51)(2)® RAZJIF/AK

IAZOF A REEFEDRR) FFETERASNTOEIN. Y/ F(CHVWTERFRIREREO—R SN TS, AF
T(FEUR EEINE T—EMERMRBINEATNERT . UNUBARTRHEBRHN RSN TORWZODHDORENSVRETI,
CZTESTQ-LCEFERAZIF /A RRBR(CREE UTEDEZBNMTUE T,

R (A=

N
RAZOFJ A RRFERA T5) 54 RREEA
FEHZTYR FroaJur 7)bE§§’7DI\/ F
. R — . _ MF : C12H11CIF2N202 .
MF:CLOHLICING ™ MF : C10HOCIN4S e p P : c1an B 4N@
MW:222.7 o) ey MW:252.7 A 288 mOJ No
LOgPOW : 0.8 N LOgPOW 1 1.26 {/s LOgPOW 112 N
. . FroaJURFIR
=507V K " i - 0
1) R4L:E
WF. ContoaNs2 . Gl g GFTOOTU Kk . VRS = > R
MW: 2557 C,OJ W MF:C10H11CIN4OS — ~ ~ A ™ =
:255. . ‘ .
LogPow : 0.57 " E"WI'327°:7 N
ogrow: VRS TOIL N
MF : C10H10F3N30S PN
MW:277.3 4 )< °
. LogPow : 0.8 s
OOFFT=S> B —FIESh W o
MF : C6H8CIN502S W, MF:Cl1H15CIN4O2 "7\ )"
Cl.
MW:249.7 \(J/\J\\// MW:270.7 ot \ "
N NN, — /
LogPow : 0.7 °  LogPow : -0.64 HC
JIZTIVESY—ILFREREA]
SIFISY CPF
—_— = s = Hg Ia:jD_)l/ 2 i
MF:C7HLANAOS & L . . =~ (GTXESLAEN) Cp MF : C13HOCI2F3N40S _ | T A
MW:202.2 - \"L/ Sch MF : C9H11CIN202 I@—/NJ MW 25 F N\N/
LogPow : -0.55 bl MW:198.7 N7 397. ’ a N
° LogPow : - LogPow : 2.9
FIABRFTA o CPMF ) ] Jo«OZIL i ClNH, l'i .
MF : C8BH10CIN503S N‘/”\o' (ZF7> ES LREHD) M o MF : C12H4CI2F6N40S | s
MW:291.7 AN MF : CLOH14CIN3 - w7 MW:437.2 ! T
~ 7 1) C|OJ A\
LogPow : -0.13 =N Mw:i211.7 \_/ LogPow : 4.0 c
LogPow : -
|\
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DSTQ-LCEDNSA

AILIR D @Smart-SPE PBXZ%{EH

R b

@7t b hUIL-7K (2/1) (CKDEARERMER D DERENRUP

HAEE 109 ... Q)

— 00 K (10—EtRoSKE) mL - @)
— A0 ACN 10 mL

RESFHAX 13,000 rpm, 153

—— %h0 NaCl 1 g

— A0 VIBEE3Na27KF) 1 g

— Il VI B4K3R2Nal.57kF0% 0.5 g
RESBERE 107

— &0 MgSO,(#8K) 4 g

eSS 153
|

w8t 3,500 rpm, 59

HiHE(ACNE) - €)

I_ a>5433=>)
ACN-7k(2/1)
Smart-SPE PBX-20mg : 55 v

| Smart-SPE PSA-30mg : ¥&5% |— 107433z

— GEHER] HBEE(ACNE) 0.5 mL E
— %% ACN-K(2/1)0.5mL - @
piitayii

27123z

ACN-7K(2/1)
7K

— &0 7K 0.5 mL

Smart-SPE PBX-20mg : /5%

—— @@ ACN-7&(2/1) 0.5mL --- @)

.
--------------------------------------------------------------------------

ES : 2 mL/KTHEE

P o EAHEEST-L400 _

ACN-7k(2/1)

A - G 59 TOfMmEER 1~24g

RDIK D ZENB0%RFBDIZSEKZRIMLET . K
(FEBIDKD EENETKA10 glIHERD LS TR
MMUFET (p.15(1)B8).

SURHRERE & KRB DB

HAHRERE | mROKDEE | KRNE
et
(g) (%) (mL)
IN\FZVY 5 17.6 10
ZK 5 14.9 10
2 5 12.4 10
FSNAE 10 92.4 -

W BARMIRERDER (20156 (£51)

© /\FIVBERLOBEBOR
BENEL. 7ML
HHRE SKBHSREX DY
WD TEENBETY .

@ STQ-LCAT(FCI8ZEMFERALTLWEIH, ZAZIF )
+ RREET(IRU Y —REBKME/BUKER/ NS > ZFEEA]
THBPBXICEELEY ., TNIEICISTITHRBDID—D
T3 DCPMFHC18(CIRE U ZDIFH [CESIMEREN KRR I(C
RBENETY ., BERETAN TS ECI8D T CEE L
PSATIRIF U CL\ A A MRS E—HE(CBHENT
UEVBEMENTADET,
CPMF(PBX(C (FIE SNV DERIERIE TOFHEH W
B, PSANSA A MERMERDZ AR T DT &<
REDZLIUNT B ENTEET,

O PBXICERY BACN-KDEHER(FACNDEZEAME (F E
{EABMEIRMERR D DBREDRNEEDF T . T TIEXRE
DHBHE SN BACNLER(C T B T & TIERARMIRMERR 2 D
BREDRZSHTVET,
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DSTQ-LCEDGA

IR D @Smart-SPE PBX % {$Fd
R b @rthZ rUJIL-7K (2/1) (CKDIEABIEIRMER D DIREZNEUP

@EREERIOHRRICKDHDTFRRDMFRE

eSS 29 - @)
L =0 K 10 mL O  FEEERCHEL T BHREIEE2 geLET,
O T NUYIREERT B HERREERECHER(ACN
—— R0 ACN 10 mL B)&2KTLIMEFERUET., TIICLDATFEERE
L. A AALBEEEEHLET,
RESFAZ 13,000 rpm, 153 Ef TIA2BLUVTIENTFEFRRCEHFRETER
—— A NaCl1g O P __ IENFE>
] Ry — HITA>
— 0 VI E3Na-2HO01g o TeAOhTEL — TEBOnFEIHL-—b

""""" . b?j@‘/ﬁs\/\
IE”"?#’\A\: HITA>

N HI>E2Na-1.5H,0 0.59

IRESERE 1070 o

—— 5740 MgSO,(fE7k) 4 g FHHBROTICOOR RS AR
(& : #0810, 033 giad, T : 10 01 giay)
w®ES 19 © LOETIFCISEMALTLWEIN, RAZIF /AR
| REET(IRYU T —RFKE/IFKFE/NS > AFTIERITH
OB 3,500 rpm, 59 ZPBXICEELEY, ZTNIFCISTIEHREAD—DOTH
| BCPMFHIRE L Z DA (C (R ERIENRE (LD S
TY. TOECI8DTITESE UIEPSAIRIF LIc A A M
HnthiR(ACN/E SAF D E— BB ENTUEVNE T, L LCPMF(R
PBX(Z (ZIRE SR\ e DB IEBIE TOBEEBMER < |
}E{‘H;ﬁ(ACNE) 1mL4E - - 9 ZOT(TEFE U CTULVBPSAICRIF U1 A M RMEB D %
BT BT ERHAREDEBIRT B ENTEET,
|7 A 7K 9 mL @ PBXICER Y BACN-KDLEEE(FACNDLEEEAME N (F E

EARAERMEBE D DIFENRIBEDFY . I TIEWHK
BAHNEE SN DACNLERIC T D T & TEAR ARG T
DRENREBHTNET,

HBRAIR 10 mL e : k=1:9)

2EBERMEEBST-L400 T .

74334

[ AcN-k(2/1)

Smart-SPE PBX-20mg : 5% || - © LC UHPLC(Nexera X2)
o S HSL : Shim-pack FC-ODS,
| Smart-SPE PSA-30mg : 155 |— ]ZZ—‘;&;:(;;JI) 2 mm LD. x 150 mm, 3um
\ . . : FEZ L : A : 0.1% FEE+0.5 mM BFES7 ST LIKIER
 RARR] HRER 0.5 mL 7R : B : 0.5 mM BHBE TS E-ILEEAT -l
— ¥6R ACN-K(2/1)0.5mL - @) i : 0.2 mL/min
o : JSTI> b BConc. 5%(0-1 min)-99%(15-20 min)-
MR i 5%(20-30 min)
0 K 0.5 mL 7=y NSLEE 40T
:}‘(CN'*(Z/U FAE ;2L
Smart-SPE PBX-20mg : #5& MS LCMS-8045

L ®®& ACN-7K(2/1) 0.5 mL e -« A>4EE— R : ESI positive and negative

e X REIRAREERORAR
: LC-MS/MSHIE T (FRER RN BE © E— R CHET S
ESHEEERIEY > TILE R CERER CORMEHELET.

.
---------------------------------------------------------------------------

EE : 2 mL KTHEE
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5,1)(2)@EBDHHE RAZ

*  ZEEDPpH
FAZIF A RREBEOAE(CAEEEOBBIAZEALET. BBEICFHBZRINT S & TCPMFOE—IRR

1F /A R (202012ver.)

NeESNF T, FTTAEREE (1>>T 023> 8) OBEBEMREBRIEES% EBRIERZTIFTHE<LETE
TORD TRIFRE—IRIRNEONET.

B.conc5%®2o 0% 'S A

I e L BIERIAR DEBMAMREB Conc.5%(CF
7500 . 2T ETRIFEFBODREVERDDE — IR
100 NeEE=NEY,
1250000
1000000 600000-21400>12800(+) |
750000 CPMF 500000721 400>101.00(
i::zi (RT:6.2) 400000
T T T T T T 300000+
10 20 30 40 160 170 180 190 min 200000
100000
LB A ok /\ ;
B: 60 70
175000 _ 20315>11415(D) |
15000004 2>)FI5> ggg}ggg%‘g;{)
1250000 (RT : 6.8) 500000}82::;178320(
750000
0] 250000
250000 “ )A’A\ A
10‘ o ‘1‘0‘ o ‘J‘ﬂ‘ o ‘4‘0‘ o ‘5‘0‘ o EU \o/ BD ' 9.‘0 IDO ﬂ.ﬂ 120 ' 130 ‘14.0‘ lE.ﬂ 160‘ ' |7‘0‘ H ‘18‘.0‘ v ‘l.‘;ﬂ‘ o ‘20‘0‘ ' ‘ﬂ‘liﬂ \ 0 6}0 T 7“0 T
ST~ B Conc.5%(0-1 min)-99%(15-20 min)-5%(20-30 min)
BRORI> B
@ACN-K(2/1 ®§ﬂliﬂ%§(ACNE)0.5 mLGEEEH)
(2/1) HBRIERO.5 mL(F)
@ACN-K(2/1) —»

BHMBE(RERL) @
BRGMERLTY

PBX-20(L) &% :
{EARTE RN D DIRE

PSA-30 158 :
BERAES. A A > MESRMRADIRE

YT~
SUSTRYT

PBX-20(TF) f&% :
(AT > DFRE

PBX-20(T) f&% :

< OENYIE

°
A

©EmME
J| RATIFI A RREE)
syt— OB
FAZIF 1 FREE)

X kA o

SEG

1)INES, [STQECHITD/\FIVHRRATZIF A ROHADISA] 5370 2%K
BOMARIBEESSE, pp.119-126

2) ERES, [VERNY > TU > Jnizhd RS 7 ARiEmHamRst] 551068
AERBEFRFMBERESEP.115

3)FH5, IQUECHERSEZFAVWVEISBES LUICKARAZIF / « RRBEED—F
DATEDIRE | BHEGHERIBMA TS Y —FiRE14%, pp.32-39

4YNaS, [STQEZSAULERAZIF /A ROFEDRE] $E43EIREXEB DA
DEWEEESE, pp.163-172

73

O (ACNE)(FRDIBE (FEHERAR)0.5 mLE &7
PBX-20 : {EARMRME D ZIFELE T,
PSA-30 : AERFEEEISA A > RMR D ZBRELET .
@ACN-7K(2/1)0.5 mLE&BR&
PBX-20(_b)N\SEMME(RAZIF /1 RREE)%
BHUEY,
[©F) &yl
IKFINC K D ERBERDACNLEZZ T (FTPBX-20(C&
{9 32 & TOTERETERN D IR IRME RS 73 77 bR
EUET,

@® ACN-7K(2/1)0.5 mLEERK
QTEIRENZH S EEHME(RAZIF /A RFR
R (SERBRE (CEUR L E T, PBX-20(F)D' S LE

ED

{EARTEIRMER Y DIRE

(RAZIF ) A RREZ)
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5,2)(1) ESMAERERR—FIR a
EMAERERC(IRLBMEDREDINED. TENSZ—FD (L7 7 8l]
HIBIDEEBZTEHDERA. KETEI7EZMZNIIL(F AR ZIIRS T = REEEABIRCE LAY
M) EFEET7E b UL (EEM ) D2FEFRDIBE THE DR Uikt LogPow <2DEHANZE . ExEiE
JOZAEl 2OM)ZREEELTNET, MF : COHIN302S2 ; /@z A
(BB DM : https://www.aisti.co.ip/common/pdf/as191001.pdf) MW:255.3 | N }
LogPow : 0.1 e ‘
(#/O>#]
AR 5 g 4-F /O =BEXRBRCEDMEW CEAS
— 0 7K (5 SRk E) mL LogPow 2R AN S P
FAFYVU B

3
7h0 ACN 10 mL MF : C13H11NO5
RETFAX 13,000 rpm, 19> o MW:261.2

w0 NaCl 0.5 g I—OgPOW :-0.2 R ,
IRESERE 1072
AN MgSO,(FK) 2 g _

,_--------_
x
Zg E
o_©

N\

RES 153
I O ACN : KGERFADEBEST)DLEEL:1-52:1(CEE
=08 3,500 rpm, 553 FBETH/OCHOERENE ELE Uz, ZNIC
! . FEL\NaCIRTUMGSO, (oK) DFIIE &S LTV E T,
ACNEB® FBLERY) (IE - KE) F/o 1B B it (M (ACN). 2[EIE Ol H (FEE M (F
|—;mu S%EBEEACN 10 mL - @) MEBACN)REEZRDIZHITBGRMLER A,
ARESFAZ 13,000 rpm, 153 @ 1EEEFACN(RE). 2EE FFBSEACN(EE) TH
B0 3,500 rpm, 593 DB U ZITVET,
1
5%LESHACNER O miroTHEBEACN-KEEATZETF/ OCAE
voes — PSANSIAH LET .

|
EI 20 mL ACNTH#E

& (ACNE)
LC UHPLC(Nexera X2)

:‘ 2HHERHEEEEBST-L400 [T TIIITIIIIIIITIIITN X SHFHS A YMC-Triart C18,

—— Branyy 2.1 mm LD. x 150 mmL.,3 pm
ACN

: : HEhiE : AR : 0.1 % FEOKBR
| Smart-SPE C18-50mg : 155 " B : 0.1 % FEEACNIETR
i | smart-SPE PSA-30mg : 153 BFezazy AR 10.2 mL/min
' ACN-7K(8/2) JS5ZI> bk B Conc. 1%(0 min)-15%(1 min)-

40%(6 min)-100%(10-15 min)-
1%(15.01-18 min)

ARE[ER] HMmHBE(ACNE) 1 mL 538

—— R 2% EEEEACN-7K(8/2) 0.5 mL - - @) i ASLEE 140 °C
: FAE :5 pL(+10 pK FHEA)
TR

MS LCMS-8045

— A0 7K 0.5 mL 1 A>4tE— R : ESI positive and negative

q>7433a=>4

: ACN
! || smart-SPE c18-30mg : 5% | K )
: XIRERBRERRORR
*ennnnnnsfeannn e na s EE R R R R R R EEE R R RN R EEEEEEEEEEEEEEEEEEEEREEEEEES 4 LC-MS/MS},EJJE_C(iiﬁﬂﬁi@ﬂﬁ%ﬂﬁﬁb\@fgbE—GHZ%(C%%@'%
EE 2 mL KT e DBAEATET> TILER UMRER CORREHELET,
\i/
LC-MS/MS

SEXMR : 1YNES, [STQEZRAVWCEAEER —FONA\DICADIR | £108EHARRFLEFZRFNBEREES%p.47
2)E5, ISTQEELC/MS/MSZEHEHFEDETEERNTOBYMAEERSE—FOM (FILER)| HBl114ARREEFRIFMBEREESp. 124
3)85, ISTQEELC/MS/MSZEHEHFEDE BMAERRSE—FON(E2R)] FE115HAERBEFRFMAERESSEP. 110
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RIS D
RL>b =
ORDIEUHIHRDESTES

Q7T b MUIL(PH) EFBET7E b MUJL(EEM) (C L DR DR Uik
QEORUHHREEDE D CEICLDZ—FIMN

® #EDRUMNESZE

SER
AC;E;‘] " KESFAX ED F O AL ] B YLITE - A
i 7 NUBICEIT @ /O %
#/m/ﬁu(mﬁﬁ —> m—> = i
B~ HE — [+ ovmerEces |
BI\ 7KE /
0
00 —p [
%2%33 A () F+/0:2 ﬁﬂzﬁx
ACN n 3 . N > ~
- RESTAZ | s of [ ACNJE(CF51T ] a8
B |‘$ q
O RISIERzREE . l ES P p AL l
=
oo T BT 7H */ 08
: D/Ll(uﬁa : o) 120 120
1
'-U--lllu °> “ “'-’ln o> oo || 100 N Zo
g J 2w | ] =
HoC HiC S s0 g 80
RN PIEDIZSEFRERRR RIBH BT DISSIERFRIRE LR g 60 g o
&b FJ OAIKEN D) O THEHE(ACNE)N E g
8 4 B 40
¥
20 20
FJ O FIORFRE - FERFBIAE o 0
B AFYVUEE) 0 1 2 5 10 o 1 2 5 10
FHEHBE(%)

FHESHRE(%)

hiazole —a— —a— Oxolinicacid —s—Marbofloxacin -—«—Miloxacin

4-F /O ZEARBRICEDLEMTZEDEROHIC
-COOHEZE DIz, FRIRNHHDBE SRR S
DKEBICRBLET . RENBEDOSESIFERE S0
BHEACNE) (CBBILET,

~a— Sulfapyridine

HILD 7HITIIFEZERING B EENEMET I BTz

HHISOFERIREDIEVC S DEMRRDLLRFI (BT EH)
=E 0 %7z,

F/OHTREELUZEINEZBSND X SFHRE S % E&ERLE L.

@2%FEESBEACN-K(8/2)
— OHK(ACNE)1 mL

C18-50 #&H# :
(BB R DR

PSA-30 &% :

C18-30 #5H :

{EFRIE RIS D DIRE
@BENMEE/ O A)
ENNE(EELE) ¢ b
SRS ®x koA X .@EB‘JME

BERBER. B2 7 > MMM D DIRE

OHHIE(ACNE)1 mLE&TE
C18-50 : {EMEMEIAR D ERBFEL T T,
PSA-30 : BERBEEASIE - A MM D EBRELE T .
F/OVHMREFEIND EBEASNET,

@2%FBEEEHACN-K(8/2)0.5 mLz&ER
BMEREER T D ETH O FIZIFFERIRRER(C
REFT.

@7KZ& 7N

KM K DHRBRDACNIEEZ T (7 TC18-30(C&
ﬁ@'% C ETOTRETETRN D ITARIRIERMRL 73 = IR
EUFET,

@EMEERRECEIRUET,

PSA(CDU\TI(3pp.106-115 [7,3)(2) 1 A>MHS Al BHETITELLZSLN.
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5,1)(2) ¥Sh14 MU=

° LSRR

ISHA MU= KN EREDBEREE U TRERICH (%S hARIU—> : MG

BAenExEan,. BEROEBEADFERFZEEESNTVWEYD., ¥ MF : C23H25N2 O
SHA MU= (EADRENSD D DFICIERRENRD S MW:329.47 g
nxs. pKa:5.06

KICERA N O O "

T anEIO— s A

(O35 HhA MJU—-> : LMG)

EURHRER 10 g MF : C23H26N2 O
- MW:330.48
O VIR - BEEER(PH3)D 4 mL pKa :5.46 O O
KICETE N N
AN ACN 10 mL \ /

RESFAX 13,000 rpm, 193

A NaCl 1 g @ ST R - USBEER(pH3) THET BOTOT

BRIIAMUEE Ao
IRESERE 1072 v 0

il MgSO,(#8K) 4 g

@D SEIBETHEBERICURIELETY.
RS 15> (BEFSRETHH)

=058 3,500 rpm, 553

AR(—20C : 60%) @)

HHHiB(ACNEE)

P S EEERMHEEST-L400 R )

— T3
: Vid<d %

| smart-sPE c18-30mg : #5% | ACN

i —|Lsmart-SPE scx-30mg : &35 ||

— RHAEMRR] HmbR(ACNE) 1 mL S5

6% ACN 1 mL

{ Smart-SPE SCX-30mg |

B 28%7>EZ7/K-ACN(1/9) 0.9 mL

--------------------------------------------------------------------------------------

EE : 1 mL/KTHE

I : LC-MS/MS

)OI - UOBEER(pH3)RRSE
OUI> 63 g=EKITBEFREUL LICESUEY,
@U>E—F NUDA215 g=KISBFELUL LICESL
£9,
ODICOEMApHIICHAELET.

LC Prominence (E:E&{EFR)

SANSL  Atlantis T3, 2.1 mm 1.D. x 150 mml.,3uym
FEZE AT : 0.1 %FEEKER

Bi& : 7ML

0.2 mL/min

B Conc. 5%(0-3 min)-95%(10-15 min)-
5%(15-20 min)

HSLRE  40°C

EAE 10 pL

323
L.

1

ST

3,
i
\l/
%
7

MS API3200 (I—-E—-Y1IVvIR)
AAALE-R ESI positive

SEXM : NS, [LC/MS/MSZRWESRERISHA MU—2RUOAINSHA MU -2 ORESEDIRE | B 103ERFEZRFMBERESSEp.45
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LD
A b

DC18-30 TDEABIEIRMERL T DBRZ=
@QF7>FZ

TIK(TILAVM)ICKBSCXN S DB

@ACN1 mL —

R (ACNE) (pH3)1 mL

| 9> IIIL—F
SUSTRYT E C18-30 &% :
BB R D DR E
MJX
SCX-30 &¥F :
E MG. LMG
* *
SRME(RIELE) e TR S - PIEERERD DIRE
PR TETE {EFRIE TR D DIRE

YRR : S8R5 A > 3TH
pKa: -6.5

A A2 S AEpHICE
DEIRICHEIRETT.

SCX(Strong Cation Exchange) ~N

BICNAFXITHFE

O

ZILIRZILRZE>

\_ J
BRIEH RIS BELN7ILAVEDIRES
scx MG scX MG
20 < A s o \
lo=door [ Snut 1 lo=$=0) N

RIEFPBEEDEE. MG.
LMG(ZT S RICHE URBEIRRE
([C/2D . SCXEFBIRETH D
MG, LMGIEZSCX [CRF=
nFE9.

)

[l

BREATILAVUEDBE.
MG. LMGEHEE I IEHERIK
BE(CI2D . SCXMSRELTE
HEnxEd,

SCXIC DV TIEpp.106-115 [7,3)(2)1 AN S L] BHETTEI LS,

7

(328%7 >EZ=F7K-ACN(1/9)1 mL
—

_» OENME(MG. LMG)

O (ACNE)(pH3)1 mLE &7
C18-30 : (BRI D ZBRELE T,
SCX-30 : MGELMGIHREFENZE T,
ACNEHH (FEEMEDIZHMG, LMGISARBEIA
REERDSCXICRIFENET.
C D& EBBER VPR IEIHERL D (FRERE EBIC
BREESNET,

@ACN1 mLZEHE&

ACNIEFHEDTZHSCXICRIFSNIZMG. LMGIIREF
STNTEEFTTEBIEIRGE D ZFTRIC K DHEE UBREL
ES

®@@28%J7>EJI7K-ACN(1/9)ICKBDiEH
FILAIHDOBERTERT DT ETMG. LMGI3IF##
BERRE L2 SCXH\SBEHENF T,



53)hEE 7IS b+

5,3) 7IS5M¥SY *  (EAMEHR

IS RFZZ(UFAFS) E@TARILFILR - TFINR

(Aspergillus flavus : IS HED—BYRED SERENZH [ oo s | BvTsERE )
EBOUIT. THAFBLEEAN CRERNBIN A S 775 h¥>>B1 (AFB1)
D—DEUTHBENTWVWET . BEFEED B 7T5 M2 MF : C17H1206
S ORERE] TIEB1., B2, Gl. G2HAWHRELRD TULET, MW:321.3
logPow : 1.23(#£EME)
AIALEE D O0—
RIALE J (775 R4S B2 (AF B2))
sA$RER 50 g MF : C17H1406
MW:314.3
AESFAZ 8,000 rpm, 553 - - - €D \ J

FPE f

I = s
s (775 b+>>G1 (AF G1)]

MF : C17H1207

Hhitid 5 MW:328.3
I_ =00 K 5 mL - 9 logPow : 0.50(H#EETE)

B053EE 3,500 rpm, 553 - g (7I5 M2 >G2)
| MF : C17H1407
SESAR 10 mL MW:330.3

logPow : 0.71(}#EEfE)

B =HEEHREREST-L400 I I e, . K
' — o=
Teh>

| Smart-SPE C18-50mg : #5% | ACN-K(1/1)

: O FETCEIOCRESFHAH—
— BFHLER] RBRER 1 mL HE ZRANWTRESFIILELER.
m TIS5 hFEIIRENEE BRI
PR ACN-2K(1/1) 0.2 mL Ov FRICBIHEL TV BTest >
FotHR TUSHTRERERT ZEN TR
: RoREEES< LET.

D K 12 mL ~ o ‘
5433z :
[ a7 TOEARESFAY—

Smart-SPE C18-50mg : &5 x

@ KEZHMU. ACNEREZ TS T(#I45%ACN-7K)C18(C
REFSEFI.

P K 3 mL

ElRszR(ERHZ) 108 - - @) © ELHSEICK DERM RS

EESCH

257433
i > smart-spE c18-50m_| Tihs
: Smart-SPE SCX-30mg : 55 ACN

| Smart-SPE PSA-30m§  FER |

O CCTOEZHRIEMEOERENT(ER< . EBAX
: : TERHIEEN T BIRICERDEHRN SREHNEE D%
D o <O RDOTI0MCLUTULET,

ES : 2 mL/KTHEE

HITE : LC-MS/MS

78
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FinEB D OC18-508 = [BR] (C K DEARE MR 73 DFRE
RA b @C18-50 [RFF](C L DEHMIEIGHERL D DR

(®SCX-30. PSA-30(CK D1 A > MHRAM D DFRZS

~ BRORA N

®@ACN-7K(1/1) — OHBRBE®RL mL @ACN

” B A —F
S USSR C18-50(L) ¥ : C18-50(F)
et EEERERDDBRE
SCX-30 HBH :
BB A > R D DIRE
PSA-30 $5% :
C18-50(F) &35 : AERFELE IS A A > KRR D DIRE
AFs
* | ©EMME(AFs)
BHME(EERS) @ iR : SRR DIRE
MRS X x kA% -
OHEBAR]L mLE &
C18-50(L) : ACNIBER45% CETT L. (EAREIRM
BREBREUVET,
®  EREHEORS @ACN-7K(1/1)0.2 mLEE&

C18-50( L) S EHE(AFS) B UE T,

A AR D DRREZ BN & U CEIMEROERZRETLE L,

@7}(%/]\\}]”
= 1 B2y 9V =,
TORRSCX+PSATRIFIBEIREN RSN LI FKFNIC K DACNIRE Z#4%(C LTC18- SO(T)(C%

HBULET ., CCTENYEIFZCLE-50(F)ICEFTIEN. B
120 IRMEIRMERS 73 (EFR i UBRE SNE T,
mAFBl1 ®mAFB2 mAFGl = AFG2

o e o LATEL WAFE2 MAFGL WAFGZ | e
@O®ACNICKBBEH
- 80 C18-50D T ICSCX EPSAZEFE S D Z & T A MR
g 60 MR ERE LN S ENEESEUET.
=
& 40
( )
20 L SR TE A5 J
0 e
SCX+PSA SCX+SAX LC UHPLC(Nexera X2) (E:E&{FFr)
BAA DI, 181 A S IDS AlCB1F B ERBOLLR BTN L Szh'c)m;ﬁcl"gc;‘ﬁ%mmL 3 um
7 —FE> Rty Q(L &R N U CEHi
(78> MBHRICREERERM L CHFA) BRI AR 10 MMBEETSEoILKER
B : X9)—)l
TR 0.2 mL/min
UESAWIN B Conc. 40%(0-2 min)-60%(10 min)-

90%(12-14 min)-40%(14.1-15min)
NILEE 40 C
EAE 10 pL

MS LCMS-8045 (S:i£EEFN)

A1AAtE—R ESI positive
. J
SEXM : NES, [BERUERE(CKD7 IS b+ > (B1,B2,G1l,G2)BITEDHE] E115BEREEFRFMBERESEp. 142

79
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° LSRR

AT ELCASZIUEIEDREEIE UTERASNS (FHN
SIFR— b EERRERARIERBICHASINTVET,
UM U, 2007F (CHERNRY T — R, 2008F(CHRERFLE
FREMIAICASZONRECREASN. ASZHAREEED
NDRERFENSEIRENH LI,

~ BRI O—

4 N\
[(X5=> (2,4,6-NUT=J-1,3,5-RUT7S) )
NH,
MF : C3H6N6 PR
MW:126.12 NI SN
logPow : -1.37. -1.14 Y N)\N/)\NH
AREETESL : 5.00 (257C) . 5.16 (20C) 2 2
N\ J

SARER 5 g

7O ACN 10 mL - - - @)

#&ES 159

EI05EE 3,500 rpm, 553

it R
Hhih EBRR 1.5 mL 53ER

I— FMAKOSmL ---@)

HUBRIBIR 2 mL

SEBDEEHEE

743324
A,

— BEHER]

TR

| Smart-SPE C18-30mg : #5& |

Smart-SPE PSA-30mg : 155

ACN

FERBIR 1 mL SER
— JER ACN-ZK(1/1) 1 mL

— %300 0.1 mol/L HCl 2 mL

 — 743324

ey

| Smart-SPE sCX-30mg : 245 |

ACN

o

Smart-SPE SCX-30mg
|
ENBEZIR(ZERNA) 208

--------------------------------------------

EE 1 mL X5 )-)LTHEE

1
B 0.1mL --

-©

EE 1 mL X9 )L THEE

v
BIE : LC-MS/MS

B 28%7 > EZTK-%9.)—)L(5/95) 0.9 mL

------------------------------------

80

BZM(FadlL—b. 9yF—1RRE)

FARER 5 g

AN ACN-7K(1/1) 25 mL
&S 19

|
=08k 3,500 rpm, 553

icilu ol i 427

it EiER 0.2 mL 53ER

I— RH0 ACN-7K(1/1) 1.8 mL - - - @)

Smart-SPE PSA-30mg : 155

— BFEDER] HERER 1 mL D
— & ACN-7K(1/1) 1 mL
ity

— %300 0.1 mol/L HCl 2 mL

 — 743324

S
| smart-sPE scx-30mg: 2435 || AcN
o

Smart-SPE SCX-30mg

I
EBEZIR(ZFRNR) 201

B 28%7>EZTK-44.)-)L(5/95) 0.9 mL

-----------------------------------------------------------------------------

EE 1 mL XYL THE
1
1

v
BITE : LC-MS/MS

SHBRIBE 2 mL
2LHHEIERTEE /) ........ .
743324
I A,
Smart-SPE C18-30mg : 53¢ ACN

wnt
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HISLER D _ .
RS @C18-30IC K BEARMEIRAERL 7T DERE

O7t rZ bUILHHIC K BBREY >/ D(FHDBE)

(®SCX-30. PSA-30(CK D1 A > MHRAM D DFRZ

O A THHMEBEAEACN-KE U

»a. mLUTHEREIBEIITTY

Bt LR\ EH(BEE). ACNICEE
LEULE.

HHAEZACNCEE I BT ET,

SIS INTENZEN - BEIL.
ELDEEC KBRS > ) VONVEIEE(C AR HETER
ACN-7K ACN

BROFEUE(BEA).

@ k=AML, ACNZER FIFTC18-30[CART I
TIRARMAE RGN D ZEPRELE T,

© AERENMRESROBEREDHEANICADLSICI DI
HFEIRLUET . NEDRIFESRMAT(E0.1~10ppbDREITE
RiEDHESRSNFE L.

®@ACN-K(1/1) —»- ORBB®L mL

2T~
| C18-50(L) 5% :

SUSTRYS (BRI DIRE
0.1 mol/L HCl
0.1 mol — PSA-30 ¥ :
BERAELEISA A > IR DFRZE

SCX-30 &$f : AS=>

BRME(RERL) @
BRAMER Y X % A

SCX(Strong Cation Exchange)

BICRAFRCHE

YER : 3851 A > 3R

pKa: -6.5
O
A AN S AFpHICED
SPEICEBRETY. S IR
BRIBHEMEDIRES BIELNTILHVUNDIEES
-%(;7417\(2%% *.%‘(CV'H'Z(Z%E
/,
scX , o 0 \ ScX f Os_o.\,
o/ [e ¥4 NH,
&/© ;S W AZEY &/@ T Ay ATE>
Si I N&N \ Si )‘\ _

TSRICHB Py
~

~ -

BIENBEDBE, ASZ2E@TISX

BRIENTZILAVEDRE, A

LC Prominence (Ei2®{EFN)

DN L TSK-GEL AMIDE-80,
2.0 mm I.D. x 150 mml
ZEne AT 2 0.1 %FEEK+2mMFEE 7> B LAGETR
Bi& : ACN
TRIR 0.3 mL/min
J33IVK B Conc. 95%(0 min)-90%(1 min)-
60%(2-4 min)-56%(6min)-
10%(7-12min)-90%(12.1-17min)
HSLRE  40C
FAE 5L

MS API3200 (I-E—--H/4IVIR)
AAAEE-R ESI positive

@28%F EZTK-XE ) =)
(5/95)

——

¢ GEHNME(AS=>

OHEARL mLz BT
C18-50 : {EAm4 MR D EIRELET

PSA-30 : AERAEESEIE 1 A > BN D &EPRE L E T,

@ACN-7K(1/1)1 mLEER
C18-50n'5EMME(AS ) =B LET.

®30.1 mol/L HCIZZh0

HCIZ 7NN L CiRBR SR E B (C UTIRRE TSCX (@
BUET ., BEHERHFTF(PH<3)TEASZEITSXIC
HEIDEHSCXICRIFEINET,

@O®28% T EZTIK-AL ) —)UICKDEH
FILAVUEBREZERT D LETAS IV (FFESN
gsCxhsEtEnEd.

FE=NRL

—_ =

SEE

SCXICDWTIEpp.106-115 [7,3)(2) 1 A> P S

Ll BHETIELEZSL,

[CHEBL. SCXEHFEBRETH DDA BENRVDTSCXM BB ENEY.
SZ2FSCXICRFFENET.
SEXM : NS, [ ASZIHTEOBEEEDRGT | E107RREIEFSFiHRSES%E.49

81
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5,5) STQ-GC A%

STQ-GC AE(FBAGERE (—FatBE) 2RI —ILI D> UIEECIRDFET,
EERIAVVREDOREZMNRETEET TN TODRBREIRONT+D LBBMEEND D, FICEHULGC-BENBEIHTIN &
BLLUTOBBHERDFTYT . LC-MS/MSZRBL TLRWES, BEREDODTICHEIN T,

a>57433=>9 = 0
| g o ey @ EABEDIS TS5z 00T
Smart-SPE C18-50mg : 452! | e ° S UNRFERIDBA S U HBHLAEE T+
Te SRR AR D 1280 (CEARSE AL DETRISH L]
— BHELER] HibBE(ACNE) 1 mL 5E 53 (CPUKULET,

B/ ACN 0.2 mL
GCKZ E(C. PSAZTI(CI2DLDERELEI . FIC
BEIREDEVEEZRANS L THREMRZEHD K

i
E
=t
®

7l MLVI> 0.4 mL SICULET.
HERBRDO . .
A>7433=>7
7Ebhy 2 mL(FEE, HUE3) (3] U —){—(CMgSO,(K)Z AN, ZZ(SHREER
ACN-NLI>(3/1) 2 mL OzBRUTCHBRBERODKIZRKLET,
Smart-SPE GCK-20mg : $5%5! \ .
sma ng - 12 | ) MgSO,(FAK) DRV EBRANTR+4) & 12 D ¥ER
| Smart-SPE PSA-30mg : 55! | MEMETFLET.
——— DN MgSO,(fK) 0.3 g --- @)
(4 GC-MSTHRIE T D=7 b -NFH 2 BRI(CER
aFlER] HBRESRO BUEY,
Bk
B HlR ACN-MLI>(3/1) 0.6 mL (5) CNIEKREFA(25UL) T DIHZEDHRIMETT . FA
- EHRLBBE(FGCISEAT BPEGDHEREN500 ng.
JIF> ML dERH0.5 nglCRB LD ICHRMBEEE
LET.
g AEEecE XITF> b AKRIGSHIEROREZEHERDIZD
(SRIMUTVEY . ERMEMIECHER LTRSS
——— 0 TR -ATY(15/85) 1 mL - - @) AIGBRTEBOEEA.
——— N 0.1%PEG300-1ppmITF> h>dik - - - @)
EA7ENBER 40 uL (6) EERRISEABR EE UBIEERICT D &R
LETY.
EH : 2 mL 7Eh-AFH(15/85)THE - - - () @
(7] EBEZZEUCEMBIDCEEHETT. €D
v BEPEGRU T TF> ML dDFRMENO LB &L
ST : GC-MS SCHBLUET.
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5,5) [2%] STQ-GC A% (201809 ver.)

a-qwza) BN DI L B (SRS BIRE T
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6,1)FEEEUNR

6,1) EEMOUNER

BIUREN20%(EN) EN200%(REICEWV) (LR EHDEFEAN?
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6,2) ZEPE AR YR EtAR

6,2)Z ERER N EUNEHER

(1) ZEBEFRDNEIUNEEER & (3

ZERERINEIINGEER & (FRTLIE TR OEBORE TENMEZRINL. ZTOOREOENSBNMEOES ZHRT D
MEETY . AN RITwoOTE Mada] o Fabgl o [MERRZ] O3RBTEREFTRERIML. TNTNOEMDEIUR
REE - M I DHFEZRELTCVET .. CNICEIDEDTREICHEN G OEhZHRTDENTE. ZNICROZH
RZBUDCLTHRRZWEIDZENTEET,

(2) ZExBE A EUREXER D FIE

OTFEA.. B.. CORERBTRERRZRIUZAM D RERARNZRARUVAELET.
A. HIEEDRI : WO SBEEORMEIGRERT. ARTFER(CHEERRZRIMUET .
B. MR : BARMME 24T SEICHER (CEREFTRZRMUE T,

C. R  AER CRILIEN DO LHBRERICRERREZRMUET .
D. BEARFERN . BRIOCBEULCEREBTRTRERE UV TEALET,

QD.FERBZRER E UTAHBIRM, B HHZRIM. CARBRMOBINERZRDHET .,

- AEBTEIRR(CENHDHEFHETOOANEZISNET .

- BECTRHEINKR(CENDDHEFRRETOOANEZISNET,

- COMEURER (IR (C(F100%(C/2D(FT TIN200%°#10%7R ERELOUNK(CIRDIBE
(FHERFDY MW IX(RMED) CXDEENEZSNET,

A BT DN B3 iRmN C.AAR®IRM D. /&R R R E RN

< |
(B E) (B L&) CH'EEMULE
A<BDBE B<ChiHE DiFE
W TIEX ! BRTIHEX! BIETREESDD !
p.94/\ p.96/\ p.88/\
|
|
KUD! u
RRE&FID O =T ! !

v

IR (ECHEERLINE(20%)DIFE.
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EIUREREERELIUNE(20%) XD XY,

87



6,3)fRRIZRIMDEEEINE

6,3) FREERIMODOREEUNR

FEERRRINDEINER (LFNNEDTIENROOTHERHC(F100%(C/12B(FTTI . ULHMUERERC

(FHMEPRBRIRZRCRIEN R £E200%E B X DIEREEELIUNZEDE10%DOEEKEUER &/ D FERIL TN T B EINER
BANBDET., COLSRBERET N WIRNRENDNET, = TET Ry IR P1100% L BT &
BET3 S22 SN BERETINCHT3REENEOMGHZEN LET, DHBBAI
BRIE- - -
SEITE I
A. TR B. iR CABBERM
[EINZE200% BN
or 100% LR 1 1
B 20%

—

2y I RBELIT

GC-MS. LC-MS/MSEDRIERICY MUY IX(CKDBENRDDOE—IRR. BE, RSN ZEH I IRKDOL
TY ., BREFOLENE(Y MY v IR 2SR/ AERRIREL A ¥ 100) TFHMRLE T .

(1)GC-MSIC (3 53556

GC-MST(3200%Z#BX 2 L OREEBEIRK LRDEEANE I EENETT . EXSNDERRERERD—DIRELXRDGC-MS
DEMRNDRETY . PIR(IREIRCEA Y DBFEBERREARDGC-MSOFESRICIRE L. E—TEBNREL T D FHE
REBADOHEMENNE K IXD ZOERE L TEESENERICRDFT, WHREUTEFERUY bYW U X (PEG)DERWIEEETA
AENCKDESERZEI T+ >0 U TERERBNEESRCRE URBVWKSICLET . BT MU W OX(PEG)DERDULTI(Ep.91
TEHICHULSHBLEY. BEEOREDES—DDERAGFY MY IINENC EICKDUEANDEZETT . ¥ hJYIXDF
ETIARCRENDHET DHEELOINELRDBEEHDET . UTICHRE CBEIRMIZEHLET .

BSIET EZx5n3ERA POk
) TSN HNSE M o (IR SN EFEE AR SR MU w 2 2 (PEG)DfER
U ARSI (CEURE DS < 12D [6,4)GC-MSHIE(CHIF BT MU w2238 (p.80)] B
AR NSE I R (IR S ERE DR .
2 SEANTVD
U TR (CEURE NS < 12D BRI ORI
3 EBISEASTNBT MUY IIHE <A BREORRBARERRT
FCEER523 CAIERICAERAERDT U Y IR ERBST)
A EAEICEBRIT BT Ny IINS < FE8 HHHEROFRIRT)
AR5 (BAR R CAR:EHECaRT 3T NI Y IR ERST)
c BESR+ITT MW IZHH53 (TR RS EDEE
ETETULRL (EEEHBEOZEE)
EREDRE
6 T MU OIZHS FERNRA5>
VIANZ SR TIN5 Ry IR ERST)
SFDRETAEET RN Y ORESDRMERELCHEL. T0d&ITBIE(T N w IR U)ICERL T BRI %8
FRZEZLWET, RAISAIE LR U w O R(CKDGC-MSOiE S E O —F « >0 DB RIASE S S (IR
EIBOEMEILET.

E2)E UARERTEEMRERAR [CHERERNIT DHNRERBRBRZERNT 2L DBRMIREERDET,
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6,3)fRRIZRIMDEEEINE

(2)LC-MS/MSIC 35133 31356651

LC-MS/MST(320%*°50% & L\ D TR BEEIR 12 2 EERNZE <R S
NEY. COLSBBRKREAAACAEZEGDNH) EIFENFTT . FEES

EMREEE DB A AAREE W SHREBDET, MEEGCRECT RN
ASNBT MUY RN BVBACELET, LT (S50 & BIBfE > MaATER

RERLFT. KEIOEATBIVHNIYIRDEZRRIT DOMNERTIH
ZNTHEREURWSEREY M)y IREFIVZEALEIT. YhUw
D AREHR(CDNTIFP.123 [8,2)EE/EDNTEM] ZZEBLESLN,

BNl EXSN3RE —
- RS ORSHBRSRE AR

EBIOFASNBY My OINE B

1 SBITERT (AR RIS U S
ElrEERES S GRITER (CAHAIRSAIE Tﬁ(D?‘I\\ W ORZRST)
CEARERST
5 EHECaET BT N WIS K58 HHROFIRT
HFRA+5 (BB C AR EMRCART 3T Ny I ERmST)
] BENRHTT Ry IZD 5308 ERSEDES
ETETLARN (BHB BB O EE)
EEREORHE
4 T RNUY IRNE < SEEATAS
7 Z SR BTN ST Ry 22 ERST)
TRUYORNSEL . LRI~ATHNE
5 bmm’ = T N R IREEOIEF

FLVY MUY OZRERE (SR T S > TRER CTHRIR UTREMEZBTE LR UTTREBIR T, MAER SRERRD
N hUYORDEEERF TEET I (p.12388,),
E2)B UARREETEEREER ICHBRZERR I AN RSGBREREHINT 2L DBRIRIFRADFTT.

NA—
BAUABRTEEHSERICHR
FBANENNICRBAR.

SEXM : BARRF S [REEEDMI > THERVHEDNIN]  ET4HR 2018

89



6,4)GC-MSHIE(CHIFTDIY MY Y I RAZHR

6,4) GC-MSHIFEICHITEIVY VY I XZHR

6,3)(1) TIERTZL S ICGC-MSHIET(F200% /2 ERESEEURENECDIZENHDET . TDRED—DE U TRERB DA
SH—RMOBS A AAVRECHFEIDENE (RE) SANORENSHDFET, CORKEVYRIYIIXMREFEINFT. 2
TIINY M I ZEHROME & DR THDIFMUN bW IR (PEG)DERICDNWTHRIALET .

(1) Y MUY I RHROEE
OREFONBESIZTECIINIYIRDRDA A—S

FERN TIIEERZBEB I DR, TO—HNEERICIESND L TRESFF TOREENHRILEFT. LML, YhUyY
DREZOHMTE. YA Y IINERERICKRE T D2, RINURELRHIEERCIRESNT . BETT (CRIEBRETE
EUFT . TORR, BEUREAR TRMNEIREZEH I EIC/RD100%ZEBRD EVWDIRRERDET,

R TR OREEAZEERR (RIEIHER)
R . 0 T
e
10 /
A
< KU w ORDSEE SR
d—Fa>70
JA\
f“
R 10 RSN B (BEES
—EANEERICRE o 5_[\ ( DEEEZI,
RHENSEERHEHD LTS, (10-5) ZAENNE100% & UTEHET B2, FRINENRED
200% &E78D,

QRERCBITBIVNVY I RMDROZE
EERICIEITDMEEE—ELEISNTLET ., DFH. BREGEEREOHZENKENT LT, REBREFRULITES

B, TIREHREIRDET . IREROREMEMBLDERE U TCUED EERMEICKERRENECEIT . INTE b, B
HTHRERIFRENENMESN TV ZELUTE, SIELTEEERBBELRDET . FICRBOMRVRERTIIREL O EESEN

BEODXT,

N 60,000
SRS DEAER A 1 l|
: 50,000 £
40,000
5 95 Jl v
A 4
j= 30,000
A N . /
JEMERORZE /)N (100—95) | EEEEE P
) 20,000 \ / /
,\ 10,000 o pd RIEREHENS _ |
{RRE DR ,' \ L BonNEEEE
' ptnd | |
5 [} 5 0 %4
0 2¢0 400 600 800 1000
BEEREENS % (ght)
JEERDFE ¢ K(10-5) TIBSNITREME
REETRR. EEROFEEZ (T <R3,
—_ {EREIE T ORERN
(REFDRERDH) 2RBHRICIR B DI
10000 1400 ZOWDTERDEARR ]
0000 yj93.641x - 484.71
8000 R* =0.9975 / 1200 &
7000 1000
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3000 — 400
2000 = ERREELX 200 X RESNY
A d
1000 A Z> T3,
0 / . . . . . 0 IZL T T T 1
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HRE (ppb) WRE (ppb)
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6,4)GC-MSHIE(CHIFTDIY MY Y I RAZHR

()R R MUY O X(PEG)DfER : PEGHIIEAE

Lrza<=bk2r™ F4] T IPEG:

e . . 7&&26288 — O
ZREARPHTRUIFL>OUID—)L300(PEG)ZRIMIT B ET

PEGHEMUNY MUY IR ELTERERZI—FT 0 > T U, BRERN

PEG PEG

. oL QFG

DEERANDREZRRKLUET .

PEGIFEFEA EDREDREFIBZN/\-LTHED. Fe'DT
SOAS M AZEFEICI00U T DIz EHIME (RE) DY AAN

IRNILEERDICK<WEWDTERIER S D ET,

OPEGERICKZAREROUNBREDA A—>

PEGHIFAZITHRVNES
1RER A
FRAER A SEME
10
A
A\

—-_~
—_—'

—EANEIERICRE ﬂ )

4. OE+OY

PEG

O . OFEH+OGHH -
R. T—>:0015: OOZO 0025 OOSO 0035 :00

PEG300DTICY/OXR NS A

N Uy OREEAEERR (RINEIRELER)
TREESRY

Y hUwOX

< MU OZHEE SRR
d—F«>7

1R SN SREERRHITEIER

IR CHE T SRERANIRL (10-5)

PEGHITAETSIEA
it
] Y PEG

JEMER

PEGHYEMERZI— 74 >0

PEGHYEMRZEI—F+ > JF D,
RAESRH LB ROFEERIFIC <0,

2% . REREBRRNECH T IH—ES

GC-MSTRIREDHERDIRERTREE

10 =
h /\ FEERITIRN,

@H:’I%g(: TA_CUD/J\JJD L/7— ﬁ.ﬁ—%uit*“b\ﬁul_ (10_>10)
AR ZE100% & LU CETE T D726, RIMEIUNEL 200% £12B.

N by ORmEATTRERR (RINEINEEER)

JhUwOX

PEGHEMRZEI—F+ >0
\:‘

PEGHYEIERZE D —F 1 >0 9Dz,
N hUYOXDORECKBDEERDERZITS.

BOREBTREAE UtiZa CTHEENE
RBJGENHDFET ., CNIFHEHRDOEESR
BOANKDEERNADIREZRZ LY
WeHEEZBNFET . COBEEHRD
BEEBRICPEGZERMUL., HFAZITD
ETREDFERNADIREMER SN, K

JOVEVURADERIZEERSBRE BESEEBRODLILE
SRIESM EAR(E
1 [BMREESR(ZOLEURIDH) 995,061
2 |R& 32(ZOLEURRED) 1,518,705
3 RAEERR34(V0ILEURZIEER) + Z0OLEURZ 1,335,686
4 |BRIEERK(Z0ILERADI) +PEG300 1,294,356
5 [RAEEERE32(JOILEURRED) +PEG300 1,669,142
6 |RAEERTI4(VOILEURIEER) +20)LEURZ +PEG300 1,719,705
S
c1OEEEIRE/NELFT—U>IRIRIULTND,
< 2E30EBELFFR U TILEDEE—TRIRNSEL.

DIFERESMEISADITd I ENTED &
EABNFET.

91

HEEBEMUTZ,
- PEGRINIC KD E—TRRNEL. EREEBIEMLE
\ (41516)0 /




6,4)GC-MSHIE(CHIFTDIY MY Y I RAZHR

(3)PEGHEEAICL B3R
BRAERRIZ TR < RIEHBRERCAER) CEPEGERMNT 2T ETY MY IRICKDEMRDIERZPEGDI—F « > (C
KOS TENTEET,

\
m Y BMUYIR(CKDERELINRDOIER
B RBRERLE (—ORETERDITIHREMRDETD)
m E—IRRDOBME (PEGHEMESRE I—T« >0 UBMYIENIRE SR \Tz8)
B HSABIEDRILE (PEGHSEMRZEI—T+ 209 3HT NIV IINEERICIREEIENE LTERSRALEZD)
m PEGHIARERECKIIREBBROEREDOR L
EAERPHISRUT RV WO X E U TPEGERINUIREREER T DFETT . YNV ORREIROMRESR THhD PR
\ IRIEEOHEZZITERA. (p.123510) /
[PEGHEAICK D20V RS LADLEBEHI]
4 RS54 THE N xAF«THER )
L‘ PEGH h‘ A/ PEGH
N - - Vo
) MﬂAPEGf
- A PEGHE PEGE i wJ\P\ESﬁ_ / ‘\\ J\PEGﬁ
PEGH PEGH ﬂ fJE
L IO CoesmR RS )L R ZLI )

(4) PEGHIEADFHE

HFACERT BPEGII I PEG300ZEALE Y. PEGA00U LIFEFHRDPEGHDEE NS AIKDAIREMNG D DEENDS
LOWHEZEZEZR TUERSIENNHDFET,

PEGIZ#EXENS00 ng(CaBD XS ICGCITEALF T, 500 ngk DVIRNEHRMNELS . 2T LWEZSISECUERE
NECDEREMN S DET . EABCKIDBERNRING SPECOHRE EENERDETIDTITEEMNET .
OPEG300D:ARS &

a) 1 %(w/Vv)PEGT7Z b B
PEG300Z1gFE L7z h>T100 MLICEEFLFET .

b)0.1%(w/V)PEGY&Z h &R
a) 1%(w/Vv)PEGT7tz bRz 10f8/IRLET .
10fEHBIRDAB : a) 1%(w/V)PEG7E h2ER1 mLERUL. 772 ~>T10 mLICES

[PEGDiFbn{I]
oA e - R ERRA\DPEGORINERE &g
EHRDESEZE GCA\DIFEA=Z
BE RINE SEANEE
1mL 1L 1 %(w/V)PEG 50 pL 500 ng
1mL 2L 1 %(w/V)PEG 25 L 500 ng
25 L
1mL .. 0.1 %(w/V)PEG 20 pL 500 ng
(LVIXE5EA)
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6,4)GC-MSHIE(CHIFTDIY MY Y I RAZHR

Q@PEG3000DER LDFER

4 PEG300% £ Y 2. R
GCITEA T Bi#ExiE%500 nglC T 3.

LVI-S250fFFDAREADBE (FEFBEZ290CIC. XTVUY bLFADBEFFIALEEZ270°CICRET B.
GCHF EEmmEZI10 CSDLLRIFE U, SRhRDPEGEZDEEN S AITFRSTR,

REERAREDSVNS LZHEER

GCDA >H—J 1 —REE290CITREL. BHRDPEGE A >4 — T T —RITTKSRAN,

J

A=T iR
EmmE310°C (598 k)
HAHC LB BENIER SN DHE(E320°CICERTE
BURHENIEHINPI < BIDOTEER

EAOZEMAF
LVI-S250KEFAN : REEEE290°CICRE
2TV bLZFAODSE(F270°CICERTE

290°C Lt
AAACERE
260°CEL L

RRA DS LF2)
EMECALIEH S [A0.25 mmx0.5 M
e b EY)(C L BDIENDIREFIEDZ

4>»9-71-15.1§]

ZLHSLED

REMHCNIES S I
0.25 mmx0.5 M

REEHS L

EmsfH(CX U CiAEDSD D
DEENS LR

i*1),2) [TULHSLERRA MBS A]
OTLHSA

AREFAORBELVI-S250E AR EDB NS LADFAORCT L AS AOEBEFREAKRELTVET, XAETAOTEA>
H— MSHSLNADEACKHBSND DT L NS LAZEEET D ETHRBEMIARIODTNS AOKRKISHAZRBESETH
SERERIEUDRENMEE DL SICLETEHRDNDSACEASNDETTA-—T D FVIPREDFHCHELTHEFT ). N
(LD E—IRIRPERUCENDORBEZRIFICLET .
ORA MBS A

STQETIHIREZBACRRA MHSLEDIFBRZEZBERLTVEY. 125 —TI1—REBDEHSLA-T>EEEELDEL
FRESNTNDIESD, A2 —T T —XPETEEBRMEEMN NS LARCENE U TRESND AN D DILHRA MDS A
EEREIDELCEDZDBENZHEEFY . RAMASTLARTLASLAEBLEDOZIEATEET.

ONEH S L L DHERR
DEENSLETLASLAERAAS LAOEGEICEHSRBDT L AT« v hORIFZANET,

(-T2 RE]

TLASLRURRA AT A . o .

FEES U hFrvESU—F21—T
XTLAS LR NS AL M#£0.250 mm %+£0.350 mm K10 m
#90.5 m(cHY FUTERLET, (CatalogNo.1010-36322)
(VA RFT BT RE]
TLAT«w kI8 0.25-0.25
TLRI 1y kRO U m

10fAAD

(B4% : GB-5010-501)

£E3k : 1)Tameo OKUMURA, Journal of Environmental Chemistry, N0O.5(3), pp.575-583 (1995)
MEREFS, [EMHPERBEEODLR—FDITE —GC/MSHR— 1 4R ARRBLEFSFMBERESSEP.33
3INEREFS, [GC/MSZRWCEMPEKRBREDINICH T IREBMRICET IR B3 REEBINARIESEpp.217-222
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6,5)HthTECTDIRX
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SEIRA AN S| - - pKadp D, pHIC K DERER/FEERBEDIREENZED D
AASIHIS A
WIEA AN S A |- - - pKalkU. pHICBRG S B (CHRRt
WA A DS A
Sl AP S |- - - pKadsD. pHIC K DEREE/IEREBEDIRENED D

E BB EET B/ LR\ (SR IERE) (SRABOpHICERUES ., T TEEICRBON [pKal TF ., pKald
FEDHEEREL TUL\BpHERLE I (p.113888),
C CTIEEITERDOREE/FERBEHC DWW THTHEL L D,

MA A ZMAS L HI)SAX. SCX

1 7 14
B ]

pH I—
I< B (AR >|

SSISAA>RMADS L HI)NH2 pKao.8 NH20DFFH(Ep.109 [AEICABHIC + - - @) ZTELZS),
7.8 9.8 11.8 14

(F(F100% s 50%f7E¢E (FF100%IERZELE >

1
le—
I
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7,3)EREHHH—MVYSD

ABEICABHEIC - - - @

~

RICEI2A A RN S A THDNH2(7 =/ TOEIL) EREREE(R-COOH) =5 (CEAE & BRI B DfRRE/ FERFB DR R
HTHELL D,

NH2DOBRE THD 7=/ TOEILDPKald9.8TH DpHI.8T(E#I50% D7 =/ TOEILAEFEE L TS RICHEL TL
F9 . —7AEREEDPKaE4.8 LT 2 &pH4.8TIFHIS0%DASALEEN R L+ T RICHEL TWVE T, FEREEEZNH2(CR
FEEBCEMECEREET2REIREBICIDVENSDDFET, pKaDENSpHA [2] EESND L(FEFMEBEEZ(F
(FIEAEBEDIRRE(CIRD F T (p.11388R).

Z DRI TIENH2DPKalE9.8TIMNSZEINSpHZE2MEL U7.8(C9 D &IFF100%FERERAER(C/RDF T, AERHEEDPKald
4.8TINSZTINSpHZ2E L U6.8IC18D L (FIF100%MEBHRAE(ICIRADF T, DEDRIBDPHE6.8~7.8(CHETD &
NH2EREAEEE (F(F100%A78E U /IRBR S/ DB EVER (C K DBERABENH2 (AR SN E T .

BERAEEDPKa NH2®DpKa
1 2.8 4.8 6.8 7.8 9.8 11.8 14
pH
R-COOH R-COOH mEEF NH2 NH2
SEfRRE 50%fEHEE 100%fi#Hk 50% &t SEfR
EHRICRIS

figAAEE : R-COOH
pKa = 4.8 (pH4.8T50% %)

R-COOH ea R-CC@+ @ RERABEDN A F AENH2DT S INBIEES
I KO ICHEZ FFFEBIRECTD

B30 o > iR
Vv B NH2 (PSUT0EL)
@ pKa=9.8 (pH9.8T50%f##k)

'Sl'CHzCHchzNH3 & 'Si'CHzCHchzNHZ

33 (SRIBDPHZ 2. 8L T (CHR%E I D S REAABR (SIFFERPIRRE (CIRDNH2 SIBHENE I, FTTBREDpHZE11.8 EIC
FREE U TS A (ENH2D IFRBHR R (TR D RERAEE (B SNFE T . pKaZE DA AN S LADBEFENMEFZ(ZE
HDOESSHEIFFERPIARE(CT 2 L TENMEZBTHUET.

RERAEEDPKa NH2MDpKa
1 2.8 4.8 6.8 7.8 9.8 11.8 14
pH
[EidEES NH2(F(EZF
100%3fFRE  R-cOOH R-COOH (FEF NH2 NH2  100%3Ff#at
At E 50%fER 100%#75R# 50%fRHk JERERE i
R'COOH 'Si'CHzCHchzNHZ

[ Q AARRNS LEES LEEpKaZARNTH 3! :l

NS J
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TSRCHBLTVBEMEICY A FRICHESEZBNNEZERLET.

(A A=)
PIZSENMEZRIEMEL T D ERMEERPTEHEREL CTYAFRICHELTVET . CORETER T D EBNNENE
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(STQEICHFBISA A >N S LDEWNS]

STQ-LCEICH T D1 A > 3HH S LPSADEL
BEOBHSEZOLTVWET,

<PSA(Primary-Secondary Amine)>
YER : BBRRA AR

pKa:10.1. 10.9
HTRIEICHFBIRETT.

B LCE(EE)TIO— p.46&kb

| Smart-SPE C18-50mg : #5% |

| Smart-SPE PSA-30mg : 5 |

— QELER] HMbiR(ACNE

— %R 2 %FEESHEACN(pH2)

zx
I

HR

= 0 7K

| Smart-SPE C18-30mg : 5% |

— JE® ACN-K

B

-----------------------------------------------------------------------------

o

KEGIEA A NS LIFPHIC LD
BERENEDDEY . LCEDS

§

BEHTCHELUELD. RIBROPHEZEE [T TEHNMEZRIFS

<EgIEME>
REAAEE (RMEERSY) : pKa4.8 R-COO+ H*

4-CPA (B%): pKa3.56 CIOOCHZCOZH

(R#F]  PSAFE(CAERREAPREENTHERALE T,
R (P IEFE(C (BT D) ERT
\
PBERAEE SAZEE L TN RIC. PSAEREL CTSXICHE
\
BERLES (S PSAICIRE (RFF)
LN U4-CPAD K SIRERIE R ZR B B (CHERE U CPSAICIRIFSNE T,

PSA

»

e B

CIOOCH

4-CPA (B2 pKa:3.56)

BERAES (FRAMERRSY pKa:4.8)

€250
BMERIE (2% FEEEEACN)ZR S
\:
4 -CPAISIFERBE (CRDHB LIRS
\:
4-CPAIFPSAN 5B

PSA
Si-CHZCHZCP@CHZCI@Z
~(Goor)
o@ OCH

RERAEE (FRHERLSY pKa:4.8) .
4-CPA (B3 pKa:3.56)

-
N

/

(BF : JUKRY—b - LIRS R— MCBITFBPSADRENA]

JURY— b - J)LIRSR— MOITIEIBERIC NS OREZIFFERE(C T DD TIIR PSAZIFERE(CLTVET .

(p.62Z88),

JURY—h - DIiksx—N(BE8)I0— p.60&kD N

Smart-SPE PBX-10mg : f5%!

Smart-SPE SCX-30mg : {53!

| Smart-SPE PSA-50mg : fR¥F |

BRE[RR]

R *X5.)-)L-7K(1/9)

| smart-sPE PsA-50mg |

Bt 0.14%7>EZ77

0
-----------------------------------------------------------------------------

[{R33) GLY : UK — )
HHR () &R GLU : JJLik>x=— bk
l
GLY - GLUIIfZBE L T 1 RIC. PSAIZERBELU CTTSRICHE
l

GLY - GLU(IPSAICIRE (fRHF)

J
FILAVUEER(0.14% 7 >EZT7K)ZRT \
\:
PSAIFIEREREIC/RDBELIRL RSB
\:
GLY - GLU(ZPSAN 5B
PSA PKa:10.1. 10.9
Si-CH,CH,CH,NHCH,CH,NH,
S ©
(D

o>r
OH

NH,
NH- “3“3
GLY G ° GLU 0
6@ e

o TR
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PIZZENMEZIEEMME LI EBIPERATIHEREL TT S

EfRIENMBERURMEDIDESS EEHEFALE
IH ZCTTEROMDPILK T ZeHEHRCBNNEE
DHEEFREVTHRALTHET,

—
CTES

LTWET . COREETERT 2 EBHNMENE

HICRFENT T, RICTILOVEOBERZER T D SIEEEME (SIFFERIRR(C/RADFE LR < RADZHEREN SENETH S
NEY, BAAIZMHDSLADEES EFRICCDRD (TRIEDOpHZEE T D ENRA> AT,

A A RN S LADENS DA XA —2 (BRNMENMERTMEDIZS)

4 % . iy ™\
hEOBERER T FSR-TAFROEENE TILHUEOBERERS
Wi EEYERESE FTERE <2< i SR EI RSB LR
1 | 1 | 1 |
BA A% B A% B A%
, B|HS A B|HS A B|HS A
Bl FIHUt
O —1> O— 00— OT—0— ° X
BHE
O—1—>0— o o0
EfEE
© ——>0— (+] - o—t—o ©— =
TS RICHBLIEHIMEL BB 7> ST BEoMEIn'IFAEaic1s DT
YA FRICHBL TV BENE S AICTRIFSNITIREE LBV OTERED SHEINS .
[CBlEfHFBns. e —
Q T B L SERIEOPHEE X & |
—

.

=

(STQEICHFBEA A >N S LDEWNS]

NTHA NI —=2BIECH T DBIBA A NS LASCXDENSEZH THELLD. MIBOpHEZEI DL TEN

MBZRIFSEIZDBESBIZOULTVET.

<SCX (Strong Cation Exchange)>

) \
YERR : BBE- AR XA SHROS APHIC R (B 2R T
pKa : _65 %DB?%(:%%‘*%TB} \L
— MG(3fFBEL CTTSRIC. SCXIFHEICARBEREE TY 1 R (CHE
<ig i > o . .
RSP ITU—> (IFMG) : pKa5.06 MG SCXIZ IR (45)

------------

R Y ShA hJU—>TJ0O— p.76 KDk
: Smart-SPE C18-30mg : 455!

| Smart-SPE SCX-30mg : {#1F |

Smart-SPE SCX-30mg

B 28%7>EZ7/K-ACN

B

MG(pKa5.06)
— BHE[FRF] hibiE 5
(ACNE : 1) Ugf}m UMEBIR(28% 7 > EZT7K-ACN) ER \
e ACN J . BIE(28% 77 2|77 K- i
® MGIZIEEREC/RDHBELIRLRSD
l

MGIZSCXh 5iaH:

&

SCX

H_Si

3’

MG(pKa5.06)

-----------------------------------------------------------------------
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7,3)EREHHH—MVYSD

OffftDIgR HAEREEHKa

BROfER e R IIBEREE LT [EEMERIEE Kal B'HDOET. —MBICEMEHEMRNT [pKal TRSNET, A AZZHS L%z
fERY 2 L CHBHAREIEERELRERD—DTIDTHUSHATNEXLL S,

ABECABHIC - - -
~N

O (C(3FE L SEFEN D D, BEBEODIRARIC K > TREDBSWNRE D F T

(8] AT TRLCRL TV, (838 KB TREREL TL\BEMD EIFMBIDEDNFIEL.
AH —> A~ + H+ BT TZDRIED UTHEEIREEZ R D TLET,
AH : SERRBEREEDEE A : BREEIREE  H* : KEEAD AH = A + H*
OpPHDBE S
pHE G [FKERAAABE] DT ETKERA A BEDFEHOME TERDENET .
L pH = —Logo [H*] )

A N

BARREEEE(Ka) & (FBEDFRR D LT S ZRUIZED T,
Kal3/KERP CEENRBE U COKRA A ZIRH UTE EEDKERAAIRE[H+]. BBHAROIIEE[A-]. IFFEBHARRDIRE[AH]
ZRAVWTTEDOR TR, —EXRHFTTREREREBDFET.

KaldZDFEETIIHTEHENE <OHHD (S VW zsh—MERICIE#E AT IpKal TRULFT.

R

e [A-][H*]
fsfERtEE Ka = ———— ‘ pKa = -Log,,Ka
[AH] 10

FIzpKaEpHIZUU T DX SIEBEMRICHDFET

[A-1[H*]
[AH]
@ADLogE EDET, ‘

Ka=

A_ +
logu, Ka = Logy, AT
[AH]

BDEDFET.
[A-]
[AH]

Log;y Ka = Logso [H*] + Logy,

Znic pKa = -Log;gKa & pH = -Log;o [H*] ZHTEHET.

B& Do EHUWTEA-]
E[AHIDE LW E
pH=pKall/223®D(EFHh
ofek!

PH =

CCTIA-]1E[AHINE LWL EE[A-1/[AH] =1T8& D Log,, [A-1/[AH]=0&E7RDFET, DFEDAHMNS0%EEEE L TULDIRETI(E
pH=pKa&/itDx7d,

- J
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7,3)EXREHEN— YUY SDENS

[pKadDRA]

OpKanil
pKalFBENNEWNFEEBVNBETHDZEERUET,

pKaMNEW—=Kaht K ZE WS [A][HHID AR E V\-EEEE L TLDBDONEZ L\ B

[AH]
PE REW

O/ IFRRREDIRREZE(L

pKa&E UpHT(3#)#53(50%)HYEEEE L CUL\DIREE TH D T & (dp.108, p.113TEHALFLIZ. UM UpHNRIRD S fEREE
DEIGEFZEEUFET. pHOEN1ERD EHEHL TS EDEIFFEREDEDDEIGN10EZENDET, 2873235 L100FED
BIzHIF(F100%FERER 1 (FIERFREDIRRE(C T D (CIIpHDEZ pKan 52U EEX D T ENMETT,

BIZ (L3 DEAHDPKaZ4 EARELE T . pHATFAHIETFEDDERREL TLET.
+ H*

AH —=— A~

PHAY6(C13D EH DIREN MR 1R BT HFEIAICEISAHNNR O THRHARRDA-EHY MMER FT.
AH — A~ + H*

—73pHN'2(C78D EH DIRENS < 12D e OFHEEICEIEA- EHT DYRD TIFARBHARRDAHNMBER F T,

AH — A + H*
pKah 528 zpH pKah 528N izpH
TIF(F100%IEfFRH TIF(F100%FZE5k
Pttty AHO)pKa o
pH |[ 2 ) ( 6
AH — A~ + H + AH—A—+H+ + H—> A+ H+
i Bl 0.99 R HERRBE D it st W 90 et/ 99
= sanfoomser . FREY/IEER T RRL/IFRE - —_
1 99 e oot SO 10MEZL AN 102 HENI00EEE .99
99%h IEfREH 90%h\IERZEH 50%h et 90%h et 99%h et
\ / \ /
N —

PHAYIZENDD & CATRICER
Bt/ IR DR ENED DA
. CNTRE2 LT
nEHOHMOEL !
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7,3)EXREHEN— YUY SDENS

@1 A>ZHh S LOFRFEE
A AN S LCERFBE(p. 1058R)DH DA A > SHREE L EEDFIEEN SR I T ENTEXT,

AATMBEE?

\

AARMBE L FA AN S LADBEREEDA A DR TEDHBRO— i A DEDZ ETIMNZ I TIEA A
PDSLPMRITFTEDAACDELELTERF T, BHETREAASTBREEERIBR1gHZDDAAZTBEE L LT Imeg/gl
(meqd&FH#H73 1 =Y - AT/ b Ay D)TRSNET. [meq/gl (FEHRDEEDPRMI EICTREODTVET,

A AP S ACRRBEIF CEIERMBEIUTOLS (CHHET I ENTEFET,
EREFRIECTEIRAE(NG) = DFE X AAKWE=E(meq/g) x FEE=E(Q)
Ge=1))
TROBEOEREZFELTHELL D,
- REFETEEVWEBDSFE : 300
A AKIBEE : 0.8meq/g
- F5iE&E : 500mg

Hm MR cE2RAE (mg) = 300 x 0.8(meg/g) x 0.5(g) = 120 (mg)

CDAALIAS A TR COMEZER LRAR120 gRFI D ENTEFT.

[f#E] meq&(d? .

meq(milli equivalent : =Y - 4 04)NL > M) EFBREDEZRIT B C TFLDstEXN TROSNFE T,

meq = MEB=(mmol) x ALk

A A IRBE(EA—T—
[CLDTEEDL, BUOA
—HD—THERRB(ISUR)
[CKDODTEBEDK!
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RUERIRZUTVWBIEEN S DEINTTELSILESL,
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XAHA RT Y ITBALTNBIS T 71 bH—RUICIEGCKEGCSHH D ET . TNSBBREHDENTHD., EABNRUE
HEGASE T, RAERBGCKDHDIRFT B> TNET,

@I3I74 FH—RH5 LAETHRBEMEDOHEFR

DS3T74 MH—RHASALATRBEU S FEBEZFACEWHNIT ST 7 A bH—R OFEBEDH (CA DIAHRE (REF)
SN, UHRIBEDEDEFFED UF T, > TREEFROIOOT « )LOWHIERD D SR A RER EOFEBEDRMRL 7 D
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@I3T7A MI—R>H5 LDFERMHE

TEEFAL > ZDGC-MSDSCANOIOXR MISATY ., 5T 7A MA—IRASLZERIT DT ETISR A RENRE
ENTNBRTENDNDET, COESFERBEDEEEIS I 71 MA—ROASALCRFENTLENEFIOTINSEE
HIBCEMLIZERLET. BUNLIOLEENATRDEERFSNTVEI SR A REEBBHSINTS 2D THER
NMLI>ZERT DI5EEFZTDERZENMNEN TN TEDIHER/NEICTDDNRA> hTT,

HRMESIRDFT.

AL >SZERAWEGCHPSAS = H— MUY S EBHIBIRICKBSCANIOT MM)'S LALLR

-~

1PSA-30 mg

Hod

-

17 R>-AFH>(15/85)

GCS-20 mg+PSA-30 mg
MLI>-7EB>-AFY>(10/15/75)

GCS{20 mg+PSA-30 mg
P> -AFH>(15/85)

RT—> 1000 1500

]

GCS-420 mg+PSA-30 mg
>-~NF1>(15/15/70)

—tr
i J

=

ﬁk h\

)

20:00 2500 30:00 i31)

R.T. (min:sec)

TR -ANFHUTHEHUES TSR A RE
[FEFEAERBETNTLRLV,
BEUL7E R -AFH TENMENTDEIRE
NTVBRS5HAT MLIZRT BEIRN
Ko TEDOANENVWEUEENOEBEERS
naun.

ISR A RE

~ U
/ 7Y
Q!

MLI> DLERAMER D
ZETI SRS A REED
BHEMERFT.

\
0
o1

DST7A MH—RAEST

RBVETARC ISR A K

BoTB3D I R—XASAN
EhoREERL !

DSIT74A NA—IRASLERE
RY3ZETISR A RAEAREF
EAERBENTVEEA.

BB EIREN TR T ~
I THREY D E=EFENY
BB I IREED NLIY
[CLUTTEBRIIRMMD N
TIRBVWKSICUELD !

/

(2% . BHBERIERIC K S OEINEDOLER]

DST7A MA—RUASACRBESNEEBEGI NI OLERZ FFTEAEI D ETEREEE LELET, ULHMLTDS

BN EBHEUCEFTIOTERNVETY,

BIAR  NLLo -7 o ~FT IR

ftaw®  (20/15/65)  (15/15/70)  (10/15/75) _ (0/15/85)
NI
20% 15% 10% 0%
=T 89.2 89.7 61.9 31.8
FIFSTTY 94.2 93.0 95.9 59.5
STRYIFIL 100.2 92.9 88.2 37.7
pulieoiubl 100.3 98.8 71.0 41.3
pu Vi) 101.1 101.2 92.7 60.9

(G [RBEREREMT —4 GCS+PSAS”HSAEAHBIRICLIEINE] SR
http://www.aisti.co.jp/common/pdf/kn1305.pdf
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8,1)IREIRDIERRTT &

8, 1)REMRDIERRTTE

EE2EZRDDDICEBIRER TINCOERSECERICLIDEEMIAEZTLERDIBEENGDET, T TIHEDIERER
EEEZEEHTEHICGC-MSAIE (CH T IIRERICDVWTHRALET,

BEANZGC-MSTRIET 2. Z0—EAEERCIRE SIURHENRD T2 ENBDFET (p.90SR). CDORRIFFIC
KEEETHEECTHD. TORERREBFOERENZ UL, COREFHNSEHINCEE2EFIERBEEAETERDET, €0
BEIREROERSE BRO5IEH)EEEIT DI CETCIDIEHREEMEZEHR T I ENTEET ., REBDIER A ECIFELR.
HAMTEER. R WERENBDET,

(1)RERDIFRRS

TRERFE(EVITFHILT )DRERN (7RE)DRET —ID SR UTTAREIRT I .
BRTHERLUCHE, BREETORMELREBMOINANKRELLOTHD. EEEEEREBEEASELROTVET,

=5 RERHSDEEE
BERER
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3500000
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3000000
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2500000
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Bkl 3G |
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