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XFEE ACN : 7EhZRIL
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MagSO4(ﬁ7J<) D BOKRBE D22 D O RE - W59 TOMEEM 1~2¢
&, EENZOHRNIHNERELET. TOB
ARBIRERNE < 2B D UERECE TR
BB 100 €) ;(_;tmwn 1V < 123 e o BITE RN (C 6 T ERRERL
T EEROFIEIRROBE) O TIERIENEDL/20UTFICRBLSCLET,
@ FTABERRORIEFACNER Y 3 50%E A<
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HADKS S BHBO%RBDBE AR L
¥, ARIICE2DDBENABDET,
OBEARBSOK D BEAET S,
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WMUET.

OB AT (OB R LT < TS,

SZIREA T (ORISR AT+ (O,
B B RLSHMELET.
N VTV EOKR2NaL KA 0.5 9. .. @) KRN (Ep. 15(1) 2B TZS 0.

0 EEOEELUTOENTRILET.
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o ein @I > B3Na2/K 1)
LR N6 @5 T > EkF2NaL. SKAH)
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OBRBRDEREDKDEEFAET 3.
KIFEERPDKDEESHI0 gICRBIKDICTFAELUET. NI ETHRINT DIEHNKI0 mLICH T D=
[CRELTWVDEHTY, (REDE TOETNR TIENEMIC/RD I DITHRMUET, )
> TERBDEKLEZRNNETNEDUKDEES0 %K) (CDVWTITHRFER (CKERINT IHENH DFIED,
ZRBOATINBICDNTIE TR [KRNEDCER] 2TELEEV. bk IEE [BABRRRDE
(E2FE)] PXERIZEDWebY 1 ~ (BRSO T —4R— Xhttps://fooddb.mext.go.ip/index.pl) H&&E &0
F9,
QBEEZEANCRESHEEZHMB LI <T B,
B, S FRETERUERNTEEBENMERASSBEUICK LWz, FHOKTREEFESIEZ T ETHE
PHERARISRE LRI KRN, BEMEHEINDIRDFETED,

KFEMEOBE
At K (%) HEHFE (90 HIKE (mL) fwE

BEzEnsS 15.4 5 9.23 5 mL+(5 g—5 gx15.4/100)=9.23 mL

F1) KRR EEZCTRET DN, FL@PPF1-—TJCEZLTURES L. BRNELRESTEFY. ARANTR(C
MO TCVWDZEZHEBRRVE T .

E2) A - 53 - RO CEEEBHIKR - BERIISHMEL. MR ZESEERT.

E3) KEMHEFCRINTDIEETEFTT . TDHE, FEFHROEENS glCRBILIITFELET.

(2)EEERDFN

HBBEN 7 b Z MUILDTZHRINARERRE CNICERI DBETHDIBENSH D, 72 KUJLA®
TR ZSBHUET. NFHUREBREUICVWEDE, HIBEE DB UBINEARIE T DER LD
FI, FRNMIDBEREGHRIDL/ 20U T Z2HENDUE T, BEDKRENMER D BRI BIRSNESME(C
FEEE5ZTT,

(FRERRTINROEER]
ORI DREFTRITEIRLIIFPEBCE LD, HBEDL/20ATFICRBLDICT D,
QOEFREBFRZHFMEILEML. 30DIEEME LR (CHBREZITD.
ORI BDREBRIITEBEINFYUBEZEFTIRNKD(CT D,

SEYE  1)BAREFR [RBREESIH O THERVLEEDNIN]  ET4R 2018
MRS, [FZREIWNEANOKBREDICEH T DHMBRFOKZENR] , BAREEFZRE 31 (4),pp.431-434(2006)
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(3)pHiA%EE

HIBRA(LE> )R EpH3RBOEEE A T (E. #HATICS mol/LKEE LI MU D LKERZRAWNTpHE~7IEE(C
RENBEIMZENSDFT ., BIERNTIIRES FAXR(ICRINT 2RO I TS U D ALK DEEER
DIRIMBESNENEENHDIZHTT,

(pHIAEEFIRDHEIES)

PHIAZEREAIDITE — pHIAEE — RINEOHETE — MEBRACMOFE — RERINCRINEUNGHERDES) — pHIEE

(pHEREE 73]

5 mol/LKEMEDS bUDLKBERIER | KEMET bUDA20 gZiBH/K100 mLICER#ET B,
XFRE (LEEREMRNET,

@itER 9 DA & (IR (CpHIRAZADHNZREY D

®5 mol/LKEEF bUD LKERZ100 UL DRI D. TDOEERERSCTHBMEIESL. pHIERIKTpH
ZHERT Do

@ pHE~7(C/RBDETOZRDERZ L. 5 mol/UKEMEF MU D LKEROVESEZRDD.

GO EFER. BRREZMNLKCEEST D(RINEGRERDES).
XERFEETIVOVBERNEREHEAMY D ERENDHET DRREEN DD ZHTT,

®B®IC@ODEDS mol/UKEMESF MU DLAZTIMU TEEE LU THh SHBRZRMIn T 2.

I‘

(4)HiiED7L >

~
=~

SAHC LD THIHIEZET L > 2T B EICKDIMENEOEERZF/HDENTEXT . KERETH
RNRSNFET.

®@15mLihtE

D7 cZ hUJLEZEISMLICIEY T L THEDRZSHD ZENTEFT,

SUBHRER 10 g (FRFES )

(D0 7K 10 mL BEEDHA)

70l ACN 15 mL ACNIRINEZEM

RESFAX 13,000 rpm, 15>

bl NaCl 1 g

AN JIEE3Na2/kF) 1 g

IR0 VI E8KZR2Nal.5kF 14 0.5 g
IRESTBRE 1582

RO MgSO,(8K) 4 g

&ES 19

=O05EE 3,500 rpm, 553
XACN : 7z
NaCl : #&{tF I LA
ACNE MgSO,(FEK) : BKRREE~N TR DI
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QDR UHhERE
HEZ2EEDIRUTHESNTTHEREZEE - EEI DL THEMRELEBICEERERODIIENTEXT,

(R1FFIR]
HHIBIT >R ODEE 7 R Z MJIVBEARX T SAOLCHE (P2 hJILEBD) ->KEBMICTE N
Z MUILBRI-RE SHE>EODE -7 M Z NUILBQ->7EZ b MIIILBOCENDEER

sRIERER 10 g (%485 g)

(D0 7K 10 mL BEEDIZA)
7N ACN 10 mL

REZF4/X 13,000 rpm, 153 DB HhiH
%0 NaCl 1 g
0 VI BE3Na2KA 1 g — RMACN (ERE-ACNEOR) mL
I VI EKSR2Nal.57KF 0% 0.5 g BES 19
RESERE 151 |
I_ A MgSO,(FK) 4 g E=ODEE 3,500 rpm, 59
&S 19
=0EE 3,500 rpm, 593 TV
ACNE® B (GRAVE - k)
|
ACNED BRERY (GRAVE - /K E) ——
< XACN : 7ERZRUIL

NaCl : #&{tF MDA

Ole=y] MgSO,(FK) : BKIREES TR T

ED : ACNTHRZE

fit
1}

SEWL

1)http://www.quechers.com

2)Masahiro Okihashi, Food 1 (2007) pp.101-110

IMERES, [EMFRBREED UE—FDE-GC/MSHR-]1 B4R ARREEFRFMBES BEES%Ep.33, B-7

4)&ES, [LC/MS/MSEB IEABREDSZHDTE—FDITED R5T] FEISEIRARREEFRFIRERSE HESE p.39, A-21
SYE4EFS, [GC/MSAZEFAZ AVVERRHPIABREEDOIE—FON EOFHI | ,FISEHARBFEEFRFMBERSE BESE p.40, A-22
6)Michelangelo Anastassiades et al., J. AOAC Int., 86, pp.412-431(2003)

IWEREFS, [STQEICHITDEDIR UMIBEREDIR ] SF105EHARGBEFRFMBERE BESE

8YNEES, [STQECABRERE—FDINE)CHITIHLBTREDIR, F113EAARRFLEFRFMBERE HESE p.o1, A-17
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3,4t [BF] —FHallE(EMERE) ML FIRG (202403 ver.)

1, #o0—

SRR B, FX : 20.0g
B, SHEKUMERESE  10.0g
BRRWRY T : 5.00g

(7K 20mL X3, GEROEERMA. FRORY TDHBAE)

(OKZFI U ISEE 300 EME
X GC/MSIC X DEERED—FERE.
LC/MS(C L BDERFO—FMENE I TIH15DMME)

< 7tz kKUJL 50mL

\ 4

REZF X 1min: 1 @B

1

%5138 : 1 @8 > R EBY)
| «— 77t h=ZkU)L 20mL
2/O
REZFHAX 1min : 2[EH
v
51518 : 2[EH
\ 4
v
BE - A8

1

EEF:100mL 7RI hUILTHEE
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3,4l (8] —HEBREGEMRRE) ML FIAG (202403 v

2,(ERY B4R - A=

® [ERAT3EE - 5E

(%51 3:8]

- R34

NSkl

- ZADJSRAIF(FERZT - BREEDED)

- 100MLAEB A X T S XA (3R T)

- BHR(5A)

- IRBIR> (0w O nISER)
FRAEL—H—-TE

v

- 54 bNo.545(E 1T « JLAFIEHEEE )

- K

€iiifan)

STRL—I—RERESTA T BEE
BB MR TRBTET

Bty b

c ARSUAH—

- 50 MUEEE (1A : BEAN)
- PR RUIL

- BRAEARwW

21

XBE(@EFE—HITI,

<B&RDH>

ORESFAH—HvT

Q7RI FAR— PPILOUA 250mL

®AGCF /IS X - IWAKI E=IEE 100mL 2355-1003U—X
KQOMEWETERR



34 (%] —AHERE AR MILFIEG (202403 Ver) O

3, %0m
~ (1) X5 BiBD%ER ,

ORSIFEDOH(CERZIRO=ATJSXAIFZAN. LICR}E
SH(5A) ety b D,

mt
BHE(5A)

=ADJSRIFE

QUEB| UIah 5P BDKETE S Z R CEESE D,
MHERISBER)

QOFHIESA haEE (OTETIcMIZEE(ILRDE) ANd.

@K (T5A1 MiT2(CRD1EE) ZMATZE. K595,
(REIRISBESR)
XIKZENMR . WEITDEESA MIESCRD,

GRBINHED D T SIREIEBDHRD=HT S5 X FZ100mLAX T
SAOCZHT D,

100MLAXR TSR3
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3,4t [BF] —FHallE(EMERE) ML FIRG (202403 ver.)

~(2) MHERO%ER

BIRRETHEAI D TRLO~ODBEIFINTIOOMLARX TS X ICENT B,

© 1 EEDHHEE : 72~ KUJL 50mL

@ 2EEDHHEE : 7~ UL 20mL

1 BIEHIER O DFEFES KU 2 BIE DAL & U TER

QBEFXVIAHFBR : MU EE
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3,4 (5] —HHRECGE G gﬁ

4, i - IR5138
[(RR - BRDES]
(1) SHBEFE S SRR

OB = BERCHET D,
R=E. B : 20.0g

@ 1 EEOHMHEE 7 b= hJIL50MLZSERICAND.

® (2) il - RESFAX - -

®#910,000rpmT 1 DRKRESF A XT3,

@ WEICKHLT) E>ty hTHOMDFAIZEIRT D,

@7 b= hUIL20MLZEAE [CATURES F A —DHZEH{FT D,

XPFROT7E M MUILE2RIEDMHER E U TERI DT
BT,
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34t [8%) —FRREGESRERE) ML FIR (202403 ver)

\
y

® 3)WEIBE- - - 1EH
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200 C-8 C/min-310 C(5 min)

MSDhS>RI7—SAViEE 290 C

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

N R [=15 7]
BE#EUREEBEOHEIICESHS EE

(Youtube) L
Er




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

4,2)(2) STQ- GC-BEDIEE
®  STQ-GC-BEICHITDRMMARREDES:

[GC-BiZDHE]
BAATTEE LB (FE = NUJLE) (C. 1828 - ¥EE & OBATIER S

| l FFE OKB) [CBITL. TNENESBLEY,
RESFAX s RNUSD UL R EERESAMRSD (THEE U THBT R ENTEET,

R’eS
[ @C18F5%= .
PRy Y oO0T 1)L () REDE~MKIBEM D ZCISICRIFUBRELE T,

|
ACNTE

I Smart-SPE C18 : 5%

|| QC180rPBX(CEERZ 1R :
BRSEDIBEOBMEEZTDHDCET. BHICERZEIFLET,

—" Smart-SPE C180rPBXE1)2) : {RiF | OFFER S DR E -

| | eumussECIBPBXICRE SN TRESNFT,
TR RS P
| OEH .
EWEEIR(3]) BB (FPSAIC K DSHRAERPELTR &1 A MRMR D ZIRERELFE T .
| SERHC K DPSADH TRRETETRWIBE(IRMA D (TS U TERE/REHE
L, EBMUET.
|L__ Smart-SPE C180rPBX | GCK : FENBETMA S DR E
Smart-SPE GCKorSAXorSI : fa& SAX : faA A IR S DR E
( Smart-SPE PSA : 5% I SI : HITA>DBRE
| | PSA GEIN) : P& A > SMMDDIRE
L 1) PBX : KUY —REEENRUZFL > S8 LA PSSk BokiE) (S > 2 78k
e 3F2) 2EFEMEMBEEFHADRES(EC18%. FEDBAIPBXZHEHRALET .,

C18& PBXDIEWA T

FETO-DOIEHIFTBCI8EPBXDFEABMNEIRIU TEESEREDRIF(CIANEFET, COITRTIFHII2 mMLOREERLEYT
NIKDEEENENEHS U HROCLEICFEN TR I D EENNOIMDIRIFENESE Y. T TRUI—ROPBXZAWVTIRIFE

EEHTNET,
(SRR DIRZEDELZE)
4 FKE (3E) Bk (EimE) )
WRAT  C180rPBXIDMEER(RIS GCK¥5® cigEs RS ER
( TERERMRS R )
iy ~AERR!
m B TSRS R T BT RS y
s m v &
1% 3 NS 3118 -poaJ40 y &
® R A . RIS 7L z =
M M - y b
- i . Y - =RZILI-I -
2 v cAITTA> ) - 2F0O—JLA & %
o TS i
- B ARASAAEL Z
\ . Ei )
\_ PSA,SAX{ER! )

SE1)PBX 1 ARU N —RKREEEIRUXF L > E I E UK /BOKIE/S > X FEIEH]
F2)2EBEEMHREERDEZSEC18%. FEDBA(IPBXEMEALETY .
SE3)BEEMETIHCIBICIFEALRITFENT MU L THEENET .

38



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

GC-BETRAMCEENTUVBRERS (C GC-BiE HREIBFEODE

IECT. BREMEZEMLZDBRBREZE

FIBTLLSLVBRVRESDHDIZENT al Ei8A : BR |
EEER §¥:‘ﬁﬂi(1p38 F4,2)(2)STQ—GC—B‘}£ BRELER] HERACNE)
O)*aﬁiglqjj %:‘%<Eéb\o _ﬁiﬁ ACN‘7J<
L. BEREENL CRENRAE LTS E .
;ﬁiigigi ;§I?§2§'Ei§i%;£ N 10%(w/w)NaCIKER
Y 573 JCCHER \I-A
LEd. o 2 —" E4EB : ®1F ||
I
> ENEEIR(3])
EtaB
of EMEC : BR |
B ERAE
i) 4
\ J
GREBIDFER D]
i) ElfHA EltEB El#EC TERAIE AV
TR A ~ O—
HE- T8 BE-HHE | C1850 | C18-50 psa | EhenFTY Bx
(15/85)
T h-ANFH
L&SH, KE. FFRL (10/90)
. C18-50 | C18-50 PSA _ .
TERHRE TR -ANFH FRIEEDLOUINEMET
(5/95) 9 20EEMEDD
MVI>-7E b AFYY | EEEEDEREREHRE
1 Iy
GClcrpsA 7(’5c/ t\(‘)/?\?ﬁj‘ igg‘*m‘*&:fiﬂ%&t
i - D Y B =FEZX
ZH, BROZEN C18-50 | C18-50
ISR, BROZGER (15/85) LRSS
7 ~ - ~
SAX-APSA TR NFT
(15/85)
MVI> -7 b -AFYY | EEBEDREEZRE
BRRENTT A %%LE (5/20/75) 9R55
- C18-50 | C18-50 |GCK+SI+PSA _
CREy TR -ANFHY THBEDEEZTRE
(20/80) LRWBE
FHOBEE BLt |PBX-10%V* i ALt

1) PBX 1 IRUS—RKREEETRU XFL > ZEZILARS B EFUKIE/ERKIE/ S > X FEER]
2) £EFERMBEBEROBAEC1I8%Z. FEDBSIIPBXZHEALET.

W TIEWebtr N(http://www.aisti.co.jp/appli/)IC HRBEEERT —F] EUT—HDERCDODVWTHEREE B
HAEOBACLZEWNERZB/BH U TCVWEIDTIESETELLESTV., BINSDT—FE—HTHDRIT UEDH
BRERIEIDIEDTIEHDFEFRA. BIPNEEBRCCHERENEIRIOBBOUET,



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

B EBHBRICKDIBRUIR

RRCHEAITIEREBHBEOEBRERUERCIDBRIREIERDFTI ., CCTREHELBFHBROBEEE(C
LIBHPROERZZENLEFT., BL. INSOHEERBCIDEEDOOERNKRELEHLETIDTITEEBEVET,

“  PSALBHIBIRIC K DIERHE
PSAEBEAARMEMEDHEFRZHERDEHETIT . BHBEOT7E R -NFYZDILE(CKD
RBERIRNAERDFET. TREFEFINAEDHTI., 7 DLEEZTIFS I ETPSAICKDIEMEDK
EWRAE<RBDFET. BUT7ER - AFHCOERCIDREDOORNKRNZH I ZIHENHDEFIODT
TERBBWE I (TR [PSALBHBRICKIDEINK (K] B8R).

Dnahysa] TIC Yl - fEEfES
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_ PSA-30mg PSA
FerZ-AFT> (/1) ~Si-CH,CH,CH,NHCH,CH,NH,
N-ZOEBILIFL>STE>

\-JM —RABEERA  BIE - (B AU

@
1
1
1
|

(3/7) @ Hexadecanoic acid
et OW
(1/4) oH

WL”AM_ \/\

@ Linolenic acid

(15/85)4mm 58 5 1% Lb
. L_,JM Mot OW
p AP A" P p mn o
e VRNV VI Al b b iad AL L gl hAL.uu\P‘ Mig?:l/\/duj_)b
RT-—> 1000 1500 2000 2500 000 o R.T. (min:sec)

ESNABRICHITZPSALBHBR (FPEMY-AFHBY) [CLKBSCANM—FNAA>0OIMISLDLE

WP (C A EFSNAEDS
PSALRINBRIC &3 BIRE(12H) TROE : SAIER0.05ppm (i & )
BHEN  FhEU-AFHURE F(FEhoESHE) BB FER-AFHUHE F(FHESHEE)
&S it&Ha (50/50) (30/70) (20/80) (15/85) {(10/90) (5/85) (0/100) /" t&ha (50/50) (30/70) (20/80) (15/85) (10/90) (5/95) (0/100)
50% ' 30%  20%  15% ' 10N 5% 0% 50% ° 30% ° 20%  15% ' 10% ' 5% 0%
121 Etofenprox ; 5 151 Fluthiacet-methyl
122 Etoxazole 152 Flutolanil
123 Etrimfos 153 Flutriafol

124 Fenamidone

125 Fenamiphos

126 Fenarimol

127 Fenbuconazole
128 Fenchlorphos
128 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 Fluquinaconazole
149  Fluridone

150  Flusilazols

154 Fluvalinate—1
155 Fluvalinate-2
156 Formothion
157 Fosthiazate-1
158 Fosthiazate-2
158 Halfenprox
160 Hexaconazole
161 Hexazinone
162 Imazamethabenz meth:
163 Imibenconazole I
164 Imibenconazole-des—b
165 Iprobenfos

166 Iprodione

167 Isazophos

168 I[sofenphos

169 Isofenphos P=0

170 I[soprocarbe

171 Isoprothiclane

172 Isoxathion

173 Isoxathion—ox

174 Kresoxim-methyl

175 Lenacil

176 Malathion

177 Mecarbam

178 Mefenacet

1789 Mefenpyr-diethyl

180 Mepronil

EUNEKRDRT—F(EHPD ERPEBRESHCHS ITIERMEEZZAV CESINIBRBOMRE-$E3E-1 2JEBLLE
=L\ (http://www.aisti.co.jp/common/pdf/ss10001p.pdf). BB INSDFT—FE—HBITHORIT UEDER%E
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® SURSIV (SI) EBHBRICIDIBRHR
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I
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I
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Ll . ) o, PSA-30mg ‘
1 FERS-AFH>(1/4)
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! : &% SI-30mg+PSA-30mg ol e e
FER-AFHS (1/1) e
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o N ' FERY-AEH(1/4)
“MUJW3/7) 3‘;:
L .2
" ! 1 °%HML-WLA%W
(1/4) qmm 5 EERLE S
ot fas BRERICHBITDISIOHT A VEREHE
R W0 RT. (minsec)
e SIEEATECETRAUBERLTEN T TA >0
KRDSI+PSALBHIBETZEMN-AFHI(C BREMRNESNS

&LB3SCANR—=FILAA>o/OI IS LDLE

SI+PSA&BHBEIC ' HA R
ERHBIRIC & BENE(RH) FARE © 5UAR0.05ppm (Hi &)

BHEE TER-AFHULE F(FEbESHE) BHBE TEr-~FHUHE FFebvSHE)
5 E&the (50/50) (30/70) (20/80) (15/85) (10/90) (5/95) (0/100) #HSF RiA=2:F (50/50) (30/70) (20/80) (15/85) (10/80) (5/95) (0/100)
50% ©° 30% ' 20%  15% ' 10% ' 5% ' O% 50%  30%  20% | 15%  10% ' 5% ' 0%
121 Etofenprox 151 Fluthiacet-methyl
122 Etoxazole 152 Flutolanil
123 Etrimfos 153 Flutriafol

124 Fenamidone

125 Fenamiphos

126 Fenarimol

127 Fenbuconazole
128 Fenchlorphos
129 Fenitrothion

130 Fenobucarb

131 Fenothiocarh
132 Fenoxanil

133 Fenpropathrin
134 Fenpropemomph
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
148 Flumiclorac—pentyl
147 Flumioxazin

148 Fluquinaconazole

154 Fluvalinate—1
155 Fluvalinate—-2
156 Formothion
157 Fosthiazate-1
158 Fosthiazate-2
159 Halfenprox
160 Hexaconazole
161 Hexazinone
162 Imazamethabenz methy
163 Imibenconazole |
164 Imibenconazole—des-b:
165 Iprobenfos

166 Iprodione

167 Isazophos

168 Isofenphos

169 Isofenphos P=0
170 Isoprocarbe

171 Isoprothioclane
172 lIsoxathion

173 Isoxathion—ox
174 Kresoxim-methyl
175 Lenacil

176 Malathion

177 Mecarbam

178 Mefenacet

149  Fluridone 1 179 Mefenpyr—diethyl
150 Flusilazole x 180 Mepronil

EUNEKRDRLT —F(EHPD ERPEBRESHCHS ITIERMEEZZAV CESINIBRBOMRE-$E3E-1 2ZEBLLE
U\ (http://www.aisti.co.jp/common/pdf/ss10001p.pdf). BB INSDT—FE—HBITHORIT UEDFER%E
BRIETDEDTESHDEFFA. BRXRSEIBFICCHBINETLIOBENUET.,
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SAXFBAAZRMBRDZREITD—ATAL>ZTRETFTROKXS (C2-A"FHFH/I)ILTJUEEO—-)L®
TSR A REDBRECEMIRADDET., PTERCOERZTIFDZZETSAXICKD2-A"FBTH /AL
JUE0—- LW ISR A REOKRENRNIE<RDET. BLF7ER Y -AFHLDUERICKIDERDH
INENZEITDHENBDEFTIDTTEBMNETI(TEL [SAX+PSALBHBECKDENEK (k)] &

7.
[nyhoz4] TIC Y : FEHEW
[100]
SAX-30mg+PSA-30mg -
FER-AFB> (1/1) Q[
ron | SAX
I I ‘Sl‘CH2CH2CH2N®‘(CH3)3
[ NUXF)ILZ=oZOEIL
hot D01 1 —RHEEER : B A
|
|
Iko2 ® 2-Hexadecanoyl glycerol
Mo2
1 OH
1 O.
J | W
[ HO 0o
Mo
|
|
(15/83) | mBEEEL
I | @ ISR A REE |
Nod ML@LJL__JLMMJ@W "o 0
1 ! O o @ o
(1/9) . I O]
| ' : 7 |
Mo§ . ._J. l;ﬂ ‘L.JL A\,‘ 1 A P | L koS O\ °
RT-—-> 10:00 15II]EI EIJ:‘I]I] 25:‘!]!] SEI:IEII] SE:II]I] - _.T.'(minisec)

ALOSICHIFBSAX+PSALBHIBER (FEM-AFYD) [CLBSCANM—IILAA>OOIMISLADLEE

SAX+PSAEBHBRICKDIENEKR(IRE) S AL
RIEE - AP 0.05ppm (L& RM)
BHEER TrEh-~FYHE TF(rEroSHE) BHEE TrR-~FHULE F(TEb aHE)

8 E&ha (50/50) (30/70) (20/80) (15/85) (10/90) (5/95) (0/100) #HS E&ha (50/50) (30/70) (20/80) (15/85) (10/90) (5/95) (0/100)
v 50% ° 30% | 20%  15% ° 10% 5% 0%

L La L L L
50% 30% 20% 15% 10% 5% 0%

211 Phenothrin-1
212 Phenothrin-2
213 Phenthoate

181 Metalaxyl
182 Methamidophos
183 Methidathion

184 Methiocarb 214 Phorate

185 Methoprene—1 215 Phosalone
186 Methoprene-2 216 Phosmet

187 Methoxychlor 217 Phosphamidon
188 Metolachlor 218 Phthalide

219 Picolinafen

220 Piperonyl butoxide
221 Piperophos

222 Pirimicarb

223 Pirimiphos methyl
224 Pretilachlor

225 Procymidone

226 Profenofos

188 Metominostrobin
180 Metominostrobin-z
191 Mevinphos

182 Monocrotophos
193 Myclobutanil

194 MNapropamide

195 Nitrothal-isopropyl
196 Norflurazon

1897 Oryzalin 227 Prohydrojasmon—1
198 Oxadiazone 228 Prohydrojasmon-2
198  Oxadixyl 229 Prometryn

200 Oxyfluorfene 230 Propachior

2001 pp-DDD 231 Propanil

202 pp-DDE 232 Propaphos

203 Paclobutrazal
204 Parathion

205 Parathion—-methyl
206 Penconazole
207 Pendmethalin
208 Permethrin-cis
209 Permethrin—trans
210 Perthane

EIUREDLFT —FFHPD [RRPEBEESNCHS T IEEBMEEZZRAVCEBSRNBERBEORRK-E3E-1 2B
W (http://www.aisti.co.jp/common/pdf/ss10001p.pdf). BBEINSDFT—FFE—BITHORIT UEDHBER~E
RIATDIEDTIEHDFERA. DREIBRCCHEIBENEILIOBBLULET.,

233 Propargite(BPPS)
234 Propazine

235 Propiconazole-1
236 Propiconazole-2
237 Propoxur

238 Propyzamide

239 Prothiophos

240 Pyraclofos

SEXM  ERTFS, [BRRPEBEENNCHSITZERMBZEZR  BBRILIEREORT-5E3R-1 1000 FEREEFRFMEESES%ED.52
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® JS5T74A hh—R> (GCS) &LiBHBEICLDERMNR

GCSEEBR(VOOTAIVPISR/ A RBEEVOEFEBEDRMHEDZRELFTT. TREAL >
DFITT . PSAOHTEBFEETERNDEISR) A FEDKRECHRMABODET. BL. FTEBEDEHN
ME(BRR)ERFINDIOTITEBHVWET ., TOBERPBERBECMNLII>ZFERALEI. MLI>D
RETIFBCETHRENREELLBRDET., WREENSA TR -AFH2OHFTHELEEINDHEEMLI
SEAETIT, MLIZ-ZE - AFHCOUERCIDBEDOORENZEEFH T IHENHDFIDTIE
BREWE T (TR IGCS+PSALBLHBRICKDEINE(IRE)] B8),

; GCS
DSIT74 hH—HR>

PSA-30m _
P LS CRABEER | TES.
(15/85) 1 GCSEGCKIFMBZ DB TH D,

EBICIST7A MI—ROTY,
RTESGCKDHDIRZE 12> THD
EED

Mol [01

GCS-20mg+PSA-30mg
NMVI>-PE R -ANFH>

(15/15/70)
MNo.2

® ISRIA R

GCS-20mg+PSA-30mg
MLI>-7PE R -AFH>
(10/15/75)

—
-

EE

; I
—————E—————&Z—————E———@—:

Mo WN

Y

GCS-20mg+PSA-30mg
MVI>-FER-AFH>
(0/15/85)

Mod = Jio 4
RT--» 10:00 15:00 20:00 2800 3000 3600 R.T. (min:sec)

ALOSICHIFBGCS+PSALBHBER (FEMY-AFHYY) CLXBSCANMN—=FIAA>/OIMISLDLE

GCS+PSALBHBRICKSEURE (KRR S ESNATS
( ) RIEE A 0.05ppm (3B &)
HHEE  MLD-TRR-ARHUHEE BB MLD-Thb-adHUHEE BB PRI TE-ARHUEEE
5 E&ha {20/15/68) (15/15/70) 010/15/75) w1505 S E&hEa 20/15/65) (15/15/70) (10/15/78) /1585 HBF {E&HhE (20/15/65) (15/15/70) (10/15/75) 0/15/85)
20% i = i = T 10% 0%

15% 10% 0% 20%  i5%  10% 0% 20% 15%

91 Diclofop-methyl
92 Dicloran

93 Dicrotofos

94 Diethofencarb

95 Difenoconazole—1

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

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 sulfone
108 Edifenphos

109 Endosulfan

110 Endosulfan Il

111 Endosulfan sulfate

161 Hexazinone =
162 Imazamethabenz meth 396
163 Imibenconazole

164 Imibenconazole—des-|
165 Iprobenfos

166 Iprodione

167 Isazophos

168 Isofenphos

169 Isofenphos P=0

170 Isoprocarbe

171 Isoprothiolane

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

175 Lenacil

176 Malathion

177 Mecarbam

178 Mefenacet

1789 Mefenpyr—diethyl

180 Mepronil

BUIREDET —F(FHPO [ERTEBERESNICHITIERMEEZZAVCEESTIIUEBERBEOMAE-E3E-1 2B
W\ (http://www.aisti.co.jp/common/pdf/ss10001p.pdf). KRB CNESDFT—FIEF—HITHEDBIT UEDER%E
RIETDEDTIEHDFELA. ONRREIBFICCHEREINETELIOBBEONULET,

115 Esprocarb
116 Ethalfluralin
117 Ethiofencarb
118 Ethion

119 Ethofumesate
120 Ethoprophos

145 Flufenpyl-ethyl
146 Flumiclorac—pentyl
147 Flumioxazin

148 Fluguinaconazole
149 Fluridone

150 Flusilazole

SEXM  ERTFS, [BRRPEBEENNCHSITZERMBZEZR  BBRILIEREORT-5E3R-1 1000 FEREEFRFMEESES%ED.52
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CCTEHULEDNICBITIEHEEBTHBERUVERDEBWVWCKDIBEDROEREZCBNTUET. TRIE
HEZETPSAERFSAX+PSADERZERVEBRED N—FILAA> IO NI SA(TIC)DHEETT . SAX
ZBMTBRCERPBEHBEDT N DOEXRZTIFR3CETHRENRNASEDET. BEULERAITIEHEES
HBERVLERCIDEEDOORENZEH I IBENGDEITDTTERFENET,

Dazhi5al TIG Yid - fERE)

[o0]+
PSA (o,
|
A Fory-AFYY (3/7) ] e @
1 .
! ® @ Gingerol
Nl 0] ‘ I I Mol
B  PSA-30mg+PSA-30mg J [ T
(15/85) .
No2 \ o2
l I HO
C SAX-30mg+PSA-30mg |
(15/85) I o
Ho3 i | Nod
D PSA-30mg+PSA-30mg ' [
(1/9) I
Hod i Nod
E  SAX-30mg+PSA-30mg ‘ I
(1/9) I
HoB ‘ | Nofi
PSA-30mg " 1
.
Nof m| L WL PSR N | l alls _L_J L_..L..Ju .L,h._.L.‘ Nof
RT--> 1000 1600 2300 2500 = mm #®0  R.T. (min:sec)

UCLSHDREREBHBEZPERM D -ANFYUICELBSCANM—IINAA>OOR IS LADLLE

BRMRITICEIF TR, EEAACIVOIM SATERSNFET. TRELLOINICHIFTDIATT
SEISIFINEATOSACOEEA AL IVOI M SALATT . BERARTDRIBEFE-INES(CT
NEI(A), FBEC, EEFTRTICTRERASZREVWIESNEBANEEAA> VO M SLTIEPSA
DHFDOBRUFTRHE-—INERSCINDIMERANHFSNDIZENSSAXZFERAULEANBREIRNIEED S
ERDODMDERT,

100%

Mefenpyr-diethyl i T Iprodione

2 E= 00%1 512 =40.90
E—738/8=68128.25 E— D34 EE=58202.00
A PSA(3/7) sow TR 442691 0% ] T fi1=300428
RIFRM=27.95 RIFFM=28.51

E—DO#E(%)=21.87 E—DDHE(Z)=28.44

i
R
[
7

0%
19 @ m=53.83
E—D3EE=81337.75

B PSA+PSA(1 5/85) 50% Egg;g;sz

.76
E—DO#E(%)=21.69

7E 2 {i5=48.26
E—D3aAE=68030.25
50% | TR E=371500
1R¥F 5 M=28.37
E—DoE(%)=28.31

G SAX+PSA(15/85)w - | \ J

AR E=52.13
E—138[2=73839.00

D  PSA+PSA(1/9) =EESi%%

[ 3 2.00
o]
7E & fE=48.45
E—D3AE=65751.75
s0% ]| EE E=373095
7 1R¥F 85 M=28.30
E—DO#E(%)=21.63 E—DOHE(%)=28.23
o%
100 e g =507 0% s m=as.13
t'*’i%ﬁli:sesw 00 E—D3AE=64338.00
50% | T {E=404691 % | T fili=370359
E SAX"‘PSA(]/Q) : 0% (5 s ni=28 28
E—DD#E(Z)=27.62 E—Do#E(ZE)=28.21
L e — ——— ol

100% 00%

F PSA(5/95) o

27.71
E—DO¥E(%)=27.64

EE

E— 734 E=55797.00
50% ] EiH{E=317217
1R¥FEM=28.32
E—DOifE(%)=28.25

2750 27560 2170 2780 2790" R.T.” (minisec) 28110 2820 " 2830 2840 2850 R.T. (minisec)

UVESHEBIFIZFEMEBHBRPEMN Y -AFYUICLIEEAASOIOIMNISLLE
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4,2)(3)STQ-LCi% (HEb) (201809 ver.)

Bl

4,2)(3) STQ-LCi% (EI&h)

LCHREBRZEBEEERMBERE(ST-L400)ZERA L TH
HLFT,

=)
o

OI/URL—F —([C K DIRMEIRIFIR L

A>57433=>49
ACN

Smart-SPE C18-50mg : 5%

Smart-SPE PSA-30mg : & | 1>5¢33=>%

ACN-7K(8/2)

— afEpEk] #HbEACNE) 0.5 mL SER

— R 2 %FESHBACN 0.5 mL -

$2)

Piita vy

I
=

— h0 7K 0.5 mL

A>7433=>)
ACN
7K

Smart-SPE C18-30mg : 5%

s

& ACN-7K(8/2) 0.5 mL

&1

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

EE : 2 mL KTHRE

€

AIFE : LC-MS/MS

e L EEIRHEEEST-L400 |1 )
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46

AL D . st 1 s =
7'—{4) l\ @ﬁﬂ]—ﬁaﬂ%ﬁ/ﬁ I /ﬁ\ I /ﬁ%ﬂﬂ%ﬁ*ﬁ
QO IARARDIIERFREHY 1 053
(I)Eﬁﬁﬁﬁ FAERL S X % % A %
@2%FEESHEACN
- DIHE(ACNE)
‘ C18-50 mg : f5& ]
BREME
I - A~ AR IRMERY T
- oI+
SUSTRY - SIRARREE T X ) L4A

- ER7ILI—IL4E
- AFO—-I)LEERE

PSA-30 mg : ¥5% - - - @)
BENE

A SIS

- ESRARbE -
TS o

C18-30 mg : f&& -

—BREME
- AEATIESRAERR 73
-oOoa7J« )L
- SRAEREE T R ) AR
- =7V —ILER
- AFO-)VEERE

(2)iEmR

@ACN-7K(8/2)

—

C18-30 mg : & --

BREE
- (AR IRAE R
-oOogJ«alb
- SIREERFEE T X ILA
- &7V I—-)LEE
c AFO—-)VFERE

O

L e
o

Pl

=

o [=15 7]
BE#EUREEBEOHEIICESHS E.E

(Youtube) L
CIpEas




4,2)(3)STQ-LCi% (HEb) (201809 ver.)

O (LEKaERE
C18-50mg Tl oO0T v )L (fkEe) /R EDE~K LC UHPLC(Nexera X2) (E:2&4EFR)
TRIEFMERR Y. PSA-30mg T fRABARER TR & D1 A 1%

DA A Shim- k FC-ODS,
FOHR D IRERE SN, B URRE CEIN S ’ m-pac

A1E2.0 mm x £&150 mm, HI#E3 pm

nx. ame AT : 0.5 mM BEES7>E=T KSR
B : 0.5 mM BB EZILNY ) —IER

CDESEHHEREIPSAICRIFEINDIZD2% TS TR 0.2 mL/min
BACNZRY CETPSAICRIFESNIZENSDEREZ J53IVR B Conc. 15%(0 min)-40%(1-3.5 min)-
PSANSAHETEET ., (Tie 2%FEESHBEACNEACN 50%(6 min)-55%(8 min)-
DEYELLE | Z87) 95%(17.5-30min)-15%(30.01-40 min)

HIIEE 40 C
O mitEEEENREURNMESE. FREFETT, 7 SEAS 2 uL(+40 LKk HEA)

L= MNUINDHZEERUET .

2%FHEF 7 A= MUILEFENER UIEENME MS LCMS-8045 (Ei2&{FFR)
T93EBERENBEHATDCRDEIEMET TS 1A4EE—K  ESI positive and negative
feOREEAR UET .

© C18-50mg+ PSA-30mgh* 5 DFHEICKZE R L.
ACNDIZE %= T 1=IRBE(#70%) TC18-30mg(Jid@HR L
F9. ACNEER TS TC18-30mg(C@ERI B ET
C18-50mg T (FBRE T Eirh o IR RMR D = IR E
LET,

ZDED(C2EDCI8%ZFEF U TEE~ARABIEDIRMERK,
DEBRET DT ETLC-MS/MSTHERTIAHHS A
oS )yNDEaEBEBEZERLEIT . FMEp48

[4,2)(4)STQ-LCEDIER| B ZEL\,

O (2)ER
C18-30mg(CACN-7K(8/2)&ER YT 3 & T—H
(B> T EREEAH UEY,

© LC-MS/MSHIET(HRESROMEMRNREE—2
AR (CEZE T BT DIBEBRIFIT > TILER UMK T
DRIEZESEBDHLET.

KA - EARE E O\ D TERBR AR EDTI,

2%+ EEHEACNEACNDEURELLE (T IR>) ~

pKah'3~4HAE T, BEE(C-COOHZE B DL SREL IR FEITEr=Z KU TFERZRUIL
PR BE 7= 7 g — _ pKa pH3 pH7
(& PHRETEMREELTIAFRCEBLTVS S, e EIRE (%) BV (%)
SRICHBUREPSAICRIBIEINE T, SBHOBRIC(F2%FE Cloprop . 30 15
ACNERWTEIREEC T3 2 & THIEBEREIEMREICLT Dichlorprop 3.00 77 24
PSAN BSIBIH LE T, —HACNEMALEIE SHIE R R f'bbere”_'“ ;‘-g 17082 ‘9‘
L ~ . . mazaquin .
1| E N = A ;'2—«\
BHRBEDE ERD TPSAN SEH SN T ENENMEFLUET . MCPA 3.07 28 1
oH, Sl—CHZCHZCH@HZCH@ MCPB 4.84 84 17
QO—CH bon Mecoprop 3.78 80 18
o Naptalam 4.6 68 15
\ ooZOov>r (BF) pp.106-115 [7,3)(2)1 A 3SEHS 1] BHETTEIRE0N, )

SEXM : &F5, [LC/MS/MSZERWZARPIABREODIE—FIINEDIR |  HI3HARBFEFSFIEERESEDP.46
HES, [EPRBEEORR—FHITE -LC/MS/MSHR- | HEI4BARRBEFRFMEESESEDP.46
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4,2)(4)STQ-LCEDFFR

4,2)(4) STQ-LC ED¥EE
® CISHBRICHBITIBLCANHS ADEIBER

LCOBIENS AFODS(=CI8)I K <EONTNET, —fRHRT ST MBI TREIBDA > 2T 023> 08E, &%
(CHRENE U T ERBIBEREEZI0%UALICU, B~ERIEIGEM D ZDRNS LD SEL. BFEITDVENDDET,

STQ-LCETIE. TNSDIMENZRET DI ET. BIENDSALCINSDIHMED DA SIRNKSICLTNET ., NI
KO, HHEBENRE LD, AERBOEEZRS N TEFET,

[2{EADC18IC &k B E~EITIER MR D DIRZE] BH : ESNATS

AFO-)VEE
f_H
1DHE(C18-50) (&t
RACN)TERL. &
Smart-SPE C18-50 HRIE DIRMERS 73 MR FF K
ENET. JIEBBTIRFIVE
i mEZLI-VE| G
S T T || i l LL Jm mﬁ Clsfmm o
R T P I BT o L. 100%ACN
nl_umlLAA._un LL_"'I'*. . _ ,,i‘;w 80%ACN/7K sem e
. 2> B (C18-30) & |~ *“J“M b B S 1 ACNiREE
lﬁl ACN-7K(8/2)Ti®&RY | T JJJLA b e bACN/?
DIZDBRDIBEN S e v R P — o 50%ACN/7K 1K
Smart-SPE C18-30 <IADFRT, EDOZSH
1IDETEHEFINR A CNIZE(C LD RRIRIE A\
D fe B~ RAR DR
M D2 DEDCI8 _ _ C18IC & BRRFEMS
CREFENB &SR — -
< . esyOOT+
= © SIRAEAFEET A5 IVAE
R o ERFILI—ILE
: ardbggriWiandgs
100%ACN 809%ACN/K SRTO-NBEE
\_ J
(LCRIFED S AICH T DEEMERMEDIRED A A—]
A TEHEC18ZAVLVRWES
ACN : 7K DSSIT> MR > ACN : 7K ACN : 7k
(5:95) (95:5) (4:1) LCTHAENTNS 9B
SRS HSAE ToDS) T, B
FHC18 B U FIERIRD T,
(31%) FHEMCISTHERT B
ETLCAS ANDERZ
BRUET,

SRR
RAHERK T

-

BIAETERCISICXBHRRZE LIEIES

amEEEEEEEg, .
L 5d a
. ",

~"“(:18 ey s b A(Z."’- ® LCHSLDSbZEB L
L LIERHE S o C— RO

IRCTL ® HTEFE DIEHE
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4,3)(1)STQ-GC-Bi% (&) (201809 ver.)

4,3)(1) STQ-GC-BiZ (F&h)

GCHREREZFH TRELET

OI)URL —45 — (C K DIEMEIRIFIR L

_ \ BISLED | OBREEOB CEEROZSE AR
- BRI SBIC3B RAZE | OBERRIEN309/4100k

BENZERURIY—RDPBXZERALET .

—

rsamsy @
TR 2 mL(kE. HUE3)

| Smart-SPE C18-50mg : 155

| ACN-7K(9/1) 2 mL

7ol K 1.5 mL

CEMEAE. BLEIBRLY)

— SBE[ER] #HHiR(ACNE) 0.5 mL 535

& ACN-7K(9/1) 0.4 mL

a>57433=>45
7 -~AFH>(15/85) 2 mL

Smart-SPE PBX-10mg : 1#F

——

(Fois, HUED3)

— &HEMRE]
TR

HERIER

AN 10%NaClka® 10 mL - -

TRy 2 mL(EE. HUtD3)
7K 2 mLGEMS L. HUEISRLY)

HEREE

@

v

Smart-SPE PBX-10mg : BRI

— &HE[FEN]

— R K 2mL

EtEsROEE) 39 - @

—>|| Smart-SPE PBX-10mg ||

q>57433=>%

7R 2 mL(%EHE. HUtDB)

" Smart-SPE PSA-30mg : f5%

TR -AFH(15/85) 2 mL
|- @ GEHEAL. HUTISRLY)

=

L

]
1
|
v
il

REERDEN

: GC-MS  (KZ5FA25 uLEA)

B 7R -AF5>(15/85) 1 mL

D0 0.1%PEG300-1ppmIT+> Mo >dtk - - - @)
RA7ENER 20 pL

: 1 mL 7Ehs-AFH(15/85)THHE .- @)

ISR Ep. 3788

* ¥55¥5647801095

(O>F 1 2 a > JEF &R R L)

O EREE OIS T3 =>TICDNT

S URZRFERG. U AHILSAERE T HYmESE
NIZREEZ AR Db (CEMEH b DER(EH L) 5
([CHUKUET,

TR (K& RN UACNRE % #935% (- T 1 72itER
BROZEPBX(CERIUEY ., OB T (HMEmERE
HPBXICRIEF SN, th~EAEER SR UBRE(C
EURENET,

PBXIFRUN—ROKREEERUIFL >ZEZ)LA
S EUKME/BOKIENS > AFTHERIDEETY . FET
DIBRIBIEZMBICT DIZHICCI8TIFRRUY—F%E
FRUET(p.38. p.51Z8])

TBRIC10%NaClKE R =R LU TACNRE £ H)
7%(CTF . BDIERMRZRIz e AROZ R
BROZERUEOERUPBXICARUEY ., ENICK
DHENAROTRIF TE RN D e~ BB RREZ BE
BTExEI., —ECACNEEZTIFD SEBEREN
UH—)(\—F(CIRE T DeH2E(CHIFTTACNEEEZE
A TCERUET,

COLERBEREDTEII—MOAZZ RKR
(FPBX-10mgIcRIFENFBADTLCETHRIBEULET .

PBX-10mg(Z5% > ek hVEiR (GC-MSHITER)
[SRAURWE D [CEEETZR(RS) LET, A—k
Uw SO TR—)L R(SEE S BIzsdbD 7S5 T —I(C
HBELUTVWDKEEHAETIMDET.

PBX-10mgh'SRF LIZEMMBEBEE LET. ZD
& EPBX-10mgD T ICPSAEDEHEZEE T D& Tl
TRABRAEETR E DA A IR D EBRE UE T,

A (C (RMERY 3 DFELE (/G U CEBZEMLIZD
BHBEEZEEI S ETRDERDRESZHD N
TEFEI, (T TEREEDEN] . pp.38-44548)

CHUFGC-MSICAEEA(251L) T DIBEDRIMET
T, SFAENERDIHEIIGCITEAT BPEGOIENTE
500 ng. 7> ML dEN0.5 nglCIRB KD (TR
MEZZBLUCULET., XTTFH> L AdRITRIER
DRBEZEBFERDIZHISRINL TWLET . ESMEMHIEC
(FEA L TULRWZDRINEHABTIED D EE Ao

EHERRSEHRER R OBIEERICT DT & xR
LET,

XKARE - AR O\ D TERR (SR ED T,

2]

©

(4]

(5]

(6]

7]

18]

BIETIEERHCE TN DM
ISR THRREHEZEMNLIZDEL
BEEEEIDIENTEFET,

U EffZEmMU TREZNER
HE LD & —EBREDEUENME
TN bDET. BHNYE
DIENNE (FSEFTCCHEREVET .

\

@ JERREENZ LB DIZE (I« THU\3K)
SAX-30 mg+PSA-30 mg &

7 h>-~NFH> (15/85) 1 mL

XTI EET IS CETRHREMREFTEDFIN. BRCLD TETDICERSNRVNGEENHDET.

@ N T TANLZULGEMDBEMI : )
SI-30 mg+PSA-30 mg &H

7 h2-~NFH (20/80) 1 mL XSI=>UHTIL

X7 E20%UTICT D ETHI I A DBREIRNEEDFT.
O BRI T SR A RABLGBIDIZE(H « HHIESH)

GCK-20 mg+PSA-30 mg
XGCK=JS I 74 hH—R>

X MLIZERLUTEF ) AFAR— FDKD (CEUREMEOFEEEED

BENSDFIOTTEEMNET.

B/ MNLI>-Ebh-AFH5> (5/10/85) 1 mL

FIAFAR—b

NS
oo
CH; NS

*HFETeE47801095
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4,3)(1)STQ-GC-Bi% (FH) (201809 ver) ®%. a0 oS

1RF 73 B DRREH

® C18THHR

:‘"’“ > /

H#HR0.5 mLZEC18/\&1af

iR R E (/)V) (YR

QPBXNERZRFF (2B:PERES)

-
(RFF1EA]

ODFHRICKZNZ TACNEE ZH
35%I(C L TPBXITIBR

'
iy
l"l

TR R E (OK) (CEIHR

(R#F2EH])

RIF1EE DR HRICNaCIKER
ZEMR CACNEEZH7%ELE
EPBXICHERY 2.

2EEDORFFVUT —/)N—(K)ICE
BU. K5I ZR—)L RaER

TR (3 FESE

OE1HEZR(AE])

BEHHDRITIKIHED TS & B
BEREDBEUBRCHEZSR DS
NH2DTHTHREINZR—ILRTH
5| UBHEZFR T 5.

EB8zIR (%51 Fil (BB 745 T 5 D
KDEFLDA TORETERDIRS,
B EUY —/\—=45 L CEHREZE
CEDEERD

@B &PSATHER
€D

PBXD T [CPSAEERREE, 7>
-~FH(15/85) 1 mLTEAL

o
o

EHME(RERY) @
RS Xk A %

C18THE~EMIEDIMAA D ZIREL TR
HEFRIL—=EFT.

«— YT/

FREME
- S~ RARIEIRAE RN D
° -ooaJ«Jb
- SRAERAEE T R ) LAR
- =RI7ILI—ILAE
- AFO—JLEERE

C18

0| — =maE(n

(R¥F1EE]
HREKTHRIRE. PBXISEK UEARE
X BREEZREFSEFT.

U —){—=()

PBX BRI R R

0 |«—atmeEx)

(R#F2EH]
THRICNaCKERZ RN, BUPBXIC
BRL. P~EEEREEZBRECEEY.

\ U —){—(X)
{EARE ~ SR E TR VVEER

k///// ZRUHSLCREE

. PREME

- SRR 5
o .y
(] < KIRE

BET7EII—MOASE RIRAREFTBEREE
PBXICRIFENFBADTLCETHRLET

PBX : /RUNY —ROKRMEELRUZFL > S EZILARS L KIS
[BOKNS D RFERIDER T, CZTEREZRFSE
BIEHICHEARLET.

' — HSAUH—)1—
T hUCRBUT =)D
TECNOBLE <T2th

PSAT (FEHREMHE-BREZ

MREME

- A A SRS
- RASEHER

- BRLRE

o« AAGREBRE

= S

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

4,3)(2) STQ-LCix (F#) - OI/URL — 5 —I(C K DIRMERIFIRL
' BILED | gumn—matEs D DEEEES
LCHS R FH TRRLET. R b OEERRAIEH 1553/ 4 14k

(O>F« 2 a= > JFERFFMIEER)

7433z

ACN 2 mL(55% - &ML, HUtD3)

O RS UAZRTERIOBS IS U HHILSSE T

| smart-SPE C18-50mg : 52 | PSR E R DIz [CEWEEMH OB
M . oo T 5oy LIS UELETH. A HBREICER LR
Smart-SPE PSA-30ng : 58 ACN7K(8/2) 2 mL (¥ei. HLEI3) HA2 MLEBRRBNES[CT B, = TIEEH
EHEHEICAVWEEREHULEIDET,
27« >3 JBIEERNEE LRVNK D (TR
—— BFE[ER] HMHEACNE) 0.5 ML HH ... @) PHSEREERUEY.
@ C18-50mgTiy>oOO0T v )L (i) RED., T\~
BR 2 %EEMSEACN 0.5 mL - - 9 RATR 4 IRBE R 5 PSA-30mg‘C‘%%&HEHﬁE§@ EDAA>
_ . PR DN IREIRE SN, BEEB UHERE [CEUX
TR Nn=x9.
L ik osmL - @) T D& SRR FPSAICRIEEN B LH2% TS
BACNZBRYI BT ETPSANSBHEEET. (p.53
[2%FEEHEACN EACNDEIURELLE: | SE)

— © mMEERENRELIVMEAR, FREFRETT, 7
A>743a=>) = MULDHEFERALET .
ANy LLR) 2%FBEHT T N NI ER LRENE
Smart-SPE C18-30mg : 452 CEMAL. BUTIB) T3 CHMEENTHATDCRDEREMET IS
T ARRAR UET,

@ C18-50mg+PSA-30 mgh'SOFRHERICKZRI L.
— A&E0ER] ARERO ACNDREZ T IFTZIRRE(#970%) TC18-30mg (& L
£9. ACNBEZTIFTCI8-30mg(li@BRIDET
C18-50mg T (FBRE T E > BB IERMRR 5 & bR 2
6 LEY,
CDEDC2EDCL8ZER L T~ KT EDTHE K
NEBRET DT ETLC-MS/MSTHERITIDHAS A
OpSyNoBalEHZERLUEIT . FMEp48
[4,2)(4)STQ-LCEDIER | #ZELSTZE0),

— B %8 ACN-7K(8/2) 0.5 mL - -+

EE:2mLkTHEE @
O HEBREROEREERDCL8-30mg(CACN-7K(8/2)% B
FBTETECT(CHEO TUEREEEHUEY.

v

LC-MS/MS @ LC-MS/MSHIETHAESROEBRNHEDE—2
BIESRMEp. 472 B EEWN AR (CEE T B IeDIEERREH > FILER LR T

DREZSEDHLET

XA - AR E VD RIS RBED T,
(O>F423=>7(CD21T)
FEEICKLBCI8-50EPSADI T 43>V IdMEEEE U TLFIETITO THEBULERA. R MIPSAICHKIC

ACN-7K(8/2) BRI TETT, L
>57433=>7

ACN-7K(8/2) 2 mL

(Hig. HUtD3)
ACN 2 mLGEM L. BUtD3)

| smart-SPE C18-50mg : f&55 |

| Smart-SPE PSA-30mg : 5% |
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4,3)(2)STQ-LC% (F8) (201809 ver) | - 13 0

E v

' Jﬁmm( A o dh
Ly 77)5=3y
T\ R

BAEREDEES EMEGERRE) o

SRS X % % A
®C18+PSATHHR

4 C18THE~EIBIEDIGM RS, PSATREANELE S ZIREL. B
?mﬂj;ﬁols mL%C18+PSA/\ﬁﬁ Z)b_gﬂig—o LJD\LJ _ﬁl'ja)ﬁgll‘ﬂz E(ZPSA(;ﬁiﬁéﬂiq

PREME

- B~ ABAB SRR T3
-oOa7J« )b

- BRAEREE T X7 )LAE
- BRIV

- 2F0O—J)LEAERE

TR R E (/) (C[EYR

REME
C18-50 5 - A AR
- ERAERAES
@C18+ PSAH > %A -H CBFRRE
PSA
< —EOBMMERNMEEEIND
2%FEEACNZE
C18+PSANIER L. C18+PSA )
Y e T BRECD
mx
TR SRERE (/) (CEIR PSAICRIF SN /B MRS (F M D 2% FEAEBACNEBR S B
T EC K DB JFMRBIRAE(C L. PSADSAHEEETY.
(FEZR)
QGCI8THERH
>

4

¢ 7K7%&0.5 mLARML. HEHD

R £ 4070% (CFIF . AR OBEREZH70%(CFIFTCI8(SER
B ETERADCI8TIRETETIAN D I {RAR
ERMR D EBRELUE T, £/2CI8MSBHL
TV O IZEEGBHUET,

REME

LRSS
C18-30 - o070l
. - ERASAEA T R 5LAR
CI8NER - BRIV —)LAE
- 2FO—JLERE
— X RHERE
. =3
TR X R HERE (CEIIR
2%FEESHEACN EACNDEURSELEE(F-OR>) ~
pKaM'3~4fHET, BEE(C-COOHES D& S BEIE R FHIEAZRUIL TERZRUL
IR EE T 73 — i _ pKa pH3 pH7
(F. PHRETEIFEELTIAFRCBBELTVS S, ms EIE (%) EINE (%)
SRAICHBURPSAICEFENET, BEOBRIC(E2%FEE Cloprop - 80 15
ACNZEFRWTEAMIRARIC T 2 T & TR S E JEMRBHIC LT Dichlorprop 3.00 77 24
PSADSIEI LSS, —HACNZ IV TIBE (BRI (A IG'bbere"!” ‘3‘-3 17082 ‘9‘
s = e ) mazaquin .
Et | R BE ~ = NN KHN
BHREEDE ERD TPSAN SAEH SN T EINENMEFUET . MCPA 307 78 >
oH, Si-CH,CH,CHENREH,CHENH) MCPB 4.84 84 17
Q—O—CH b Mecoprop 3.78 80 18
N Naptalam 4.6 68 15
o07Ovy (B) pp.106-115 [7,3)(2) A AN S L] BHETITBELI LS, )

SEXH : BES, [LC/MS/MSZERWARPABREORE-FDITEDIR |  HBI3HARREEFRIFNBERESEDP.46
wHES, [EPRBEEORR—FOIE -LC/MS/MSHR- | HEI4BARRBEFRFMERESESEDP.46
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2)

3)
4)
5)

5. STT(Q%E&J)LE»

B

(1) STQ-GC-BE77L> =%
DKE
@7 ILI—ILERE
@AU—T AL

@B/KEY(FEBEDZ W \aHHT)
(2) fERI3HE

OQTURY— b - JILIRSFR— b

QZFANIVI A — NREBEE

®TPN + FvTH5> - HTFR—IL - IRILRY b

@FRAZIF /AR
BYAEER
(1) =&
(2) XTHhAKTU—>
HhES 7IThFSD
TOft AS=>
[5%] STQ-GC-AL
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51)(1)® XK=

AETREODEEDOTZ RZ NUILENVECIRDHE
NHDERI. +DRBT7ERZNIILEZHERL. EEME LM
HRRZSHDIEHICR DB UMBERTEZITNERT .

QESZVIRESFAT—DFEA

SAEEER 5 g
—— R K 10mL -
%0 ACN 10 mL
RESFAX 13,000 rpm, 153
ESIVIRESFAY— 20 - @)
bl NaCl 1 g
N DT >EE3Na2/KA 1 g
a0 I BE/KZF2Nal.57KF 04 0.5 g
IRESARR 1570

—— % Mgso,(#k) 4 g
BUCHRES 293 - -©

= .

mill 55 --- Q)

=058 3,500 rpm, 59
L

@

AR D OiE & SEREDIEE
R1> b BB BERTIDRE
@R 0ER UM ESE
O SRENDICLTKEANDESRALDTRDE

T FKFEEEAEZES(CUTERLEDEIC
SO ZEAICEE UKEXEELET .

EORR L TEDRRE
BELTRES

SRERIHICLT
KEANB

DR Hih

ACNEO® YREBYD(GRRNE - KB

?Elti 19y
=OOBE 3,500 rpm, 55
1

7NN ACN (EE=2-ACNEO=) mL

O SRCEENLES
IRIESICES=Vv IR
ESFAH—R2EAN
EC

RESFAHF—

®®|é§ €—— ACNEO®
ES : 15 mL ACNTHE
1
iR (ACNIE)

HithiR(ACNE) 1.5 mL H
il ACN 0.5 mL

ARSI 2 mL
AR EE I E S T- 1400 | .
: )

A 2
ACN-7K(9/1)

[ smart-spE c18-50mg : zE2 |

— AFE[ER] EHERER 0.5 mL DE
BT ACN-7K(9/1) 0.4 mL

it by

b0 10%NaCl/kia®R #9312 mL
dA>57433=>9
I Vad %
Smart-SPE C18-50mqg : {245 | K
Pod K 1 mL
EEEZIR(ZEBRAR) 25

Smart-SPE C18-50m
i |Lsmart-sPE PsA-30mg : 158 |

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

q>57433=>5 :
ad
TR -AFY(15/85)

il 0.1%PEG300-1ppmI1H> Rl > dik
SEATEIER 20 L - - .@

EE 1 mL P -AFY(15/85) T @
v
SBITE : GC-MS (25 ULAESEA)

REBESDICKVDT2ORHU<IRES UET .
CDESHBMBLENTHNTWD S & CHERRE
WET,

RESBEARMLFT ., BRICRDFTSDHZEDE
FREL THSELDBELET .

BOODEIEICLDACNE
EIEVDPFT CENTEFT.

O FETEHIS MLCEBRLETOT. FIXEFACNEOD
2h6 MLODIZE2EIEH O (C(FACNZE(15-6=9) mL

AIMUET.

@ CNEFEAEEAQRSUL)TRIBEEDORIMEBTY. STA
BHRIIBIBEILGCITEA T BPEGOIEMEN500 ng.
JIF> bL2dER0.5 nglc i3 LS (SHRMEEZEE
LFET,

X T TF> ML dRIERIER DREZEEFERD Iz
[CRINUTWEY ., EEMEMIECIEERL TR
FINERATESBDEE A

BERRISEAIBRE R UBEERICT 5 LaitR
LET.

7]

SEXM  ERED, [STQECHS I DR DEUIMBEREDRE ] 55105
WEARREEFEFINRERESE
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51)(1)@ ZNI-IVER#E

DA APERNBERECEI7ILO—IL(IS /) —IL)BEENT
WET, BEED7EZRZRJILI0 mLTHEZITD EHE.
EOEBOTVERZNJIVEBICISY ) —ILEBITI 52 L£T10
MLZBX. MRSNTUENET, TTTHRETIETHRORUH
HESEZZRBNMTUET,

RILE D

» a1
FURHRER 10 g

—— b0 ACN 10 mL
SEAT
— R NaCl 1 g
— 00 VI>ES3Na2sK M) 1 g
[ Ol JIBE/KER2Nal.57KF 0 0.5 g
JiafE 107
00 MgS0,(5Kk) 4 g

ild

}}Etl'j 19
=OOEE 3,500 rpm, 553
#EDIRL

PRERYD (GRRIE - K fE)

ACNEEO®
I—‘}?JT‘\DI] ACN(EBEZ- ACNEOE) mL

HEIt'B 19
= OoEE 3,500 rpm, 59

1
- ACNE®

@@Ie§<—
FES : 20 mL ACNTHEE
o

iR (ACNE)

P 2EHERMEHEEST-1400

|_ 7433z

e
[ smart-spE c18-30mg : s ||+ - @ ACN-(9/1)

BEER] HMmHR(ACNE) 0.5 mL 5E
P ACN-7K(9/1) 0.4 mL

700 10%NaClZKiaR #9312 mL
I_ a>57433=>9
bad %
t-SPE C18-50mg : {£1F |

7K
PeE K 1 mL
EREZIR(ERNR) 29

| Smart-SPE C18-50mg | I
Smart-SPE PSA-30mg : f5&

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

Smar

q>7433=>%
7N
7R -AFH>(15/85)

AR
A0 0.1%PEG300-1ppmITF> k> dik
SBATENER 20 L - .9
EE 1 mL 7y -AFY>(15/85)THE - @)

v
ITE : GC-MS (25 PLARSEN)

gl B 0R UHESS
A o BOEUIHESE
O FILO-ILENTEBEEERCETL TERLE
8. —EOERIERENMERINE S ROET, &

NUFEBROEEN B\ HERE (TS LTz aTgelt
MNEZSNFET, TORHACNMEZEITVEL.

BABCH 3RNEDEFEVIC &S EURE DL G
B EZERCEE RYELRHERK

R ERE ) EREC)
Ib7zr7AYIR 31 82 6.9
FINEYY 37 84 6.4
FEFFHEZR 41 84 5.7

@ ACNHEZEITo>EEZBHMEETNDIIY ) —IL
DOFZE(CKDRNMEDIO MLEBX TLUENED, T

CTERDDBER OB ICBEACNZRIML. 8DiR
Ui %7020 mLICEERUEY,

¢ %10 mL*

XACNEOZDEUIZEDE2EB 0
I TERINLE7.5 mLOES

7)L 30— ) LERK T (BRI DD TRV Z 8D
C18-30 mg&fEARLFET.

©

CHUIAREFEA(25UL) I BIBFEDHRMETY . EA
ENRIZDIHEIFGCITEANT SPEGOIEIIEN500 ng.
J1F> b2 dRB0.5 ngliad K S ICRNMERZEE
LEY,

%I 1> L dKRISRIER OREZEFERD 2
[SRIUTWE T, EEREMIEIC(HMERLU TR
AINEATIEHDEE A

4]

O EEmwEENERE R UARERICT BT E Rl

L/ig_a

g
o

SEXM : §5, NMIERPERBEEDOSTQEICLDHESEDRE] |,

R4AMRRIRBNIAN S EESEpp.173-182
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51)(1)® AU-JTA1N

AU =T AAIE—BORERHAEEE TH DAL 1 > %
Z<EVMEETHD. i -

BRICBVWTZDORENREL

RrDET, ZIKE'C(JE:DﬁHE&Um}i\ Vs H:Illéyitto) EE (C
EOALABEBRELET. - @)

FBHERR 2 g
— 0 ACN 10 mL

FTIRES

A0 7K 10 mL
FTIRES

0 NaCl 1 g
SO0 JTEE3Na2KAN 1 g
IN V1> B7K3R2Nal.57KF 04 0.5 g

IRESERRE 1072

AN MgSO4(ﬂ7J<) 49

}Etl'") 15

=OOEE 3,500 rpm, 553

AE®(-20C,909) --- @)

HiHiB(ACNE)

— d>7433=27
7>

[ smart-spE c18-50m : 72 |

ACN-7K(9/1)

— AFELER] HHR(ACNE) 0.5 mL 2E
P ACN-7K(9/1) 0.4 mL

Pty

A0 10%(w/w)NaClZKaR #9312 mL

I_ q>57433=>5
Va7

Smart-SPE C18-50mg : {25 | 7K
BeE K 1 mL
EHBEzIE(ERTR) 29

g
Caun

A| Smart-SPE C18-50mg |

A543z

| Smart-SPE PSA-30m

Va4
o)

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

AN 0.1%PEG300-1ppmJIF> b >dik
BAETEI AR 20 L - - 9

BE : 1 mL 7Y -AFH>(10/90)THEE - - @
v

GC-MSHIE (25 pLREEA)

AR ER B S T-L400 [ .

7eh>- /\4“3‘/(10/90)

g
0

58

@ AL EBISEDIERSRAMEYDMICZ < EFENTL
B— DA EBFIRERLEE T T o
p ~ .
AL M /(: \

O  =isENE. REESETBCETHENEED.
HELDT<RDET,

i1 =]

B EE

© T OHEETFIFBTETPSAICLZE AL
1> DBRENBENE<RDET,

PSAICH T BBHLIBIRIC KX DIFRIRDLEEE

Boztrsal T Vel - e =
Tio- Ty
EIALAY —D> :
N LN 1
aY e |1 PSA-30mg
N 4 520 3 7
i
: 1
il
PEG|
L]
l\‘J : (15/85)
o [0— :
i (10/90)
| | i
s ]L,JL.,LM k L,h i.;\.LE_.,,J-MLu.L.U [
o I T

R.T. (minsec)

O NEFKREIAQSUL)TDIHEEDRMETT . A
ENELRBHEIECCITEAT BPEGDMEMENS00 ng.
JxF> L 2diEN0.5 NgICIRBD LD ITHRIEREE
LFET.

X I TF> b2 MRIFRERORELZEFEZ DI
(I_IJ\JJI] L/_Cb\iﬂ'c ﬁ?ﬁIE(da"ﬁFﬁ L/_C(/\rdxb\t_&)
INEAETIEDDEE A

60 FEARETEHHBRERAUBEEANCT DI LZHE
LET.

SEG 45, [BBFIBRBRBRRVEAY —J A1) LhDRER
FERR—FDITEDIRS | [ FE104BARRBEFSFIEES
EE5%p.98

- DIBHAER_ DT bR E < T3
"‘ e -

.5#9}{!? DB E AR BRI

mr O kI EE T CPSADSIEH,



51)(1)® BKEM(BEEOZWIEH)

BEKEWMREREhZZ TN TEIE M NIILICHE

BNV LR\ 7 b ZAWTREOHMHZITVE T,
FEEODBECKDIEREZDE L. TDRDSERELICK
DZDAREDZFRELERT

EURRER 10 g
[ 70 k(10-RoakE) mL - @)
—— & 7EhY 10 mL--- @)
RESFHAX 13,000 rpm, 153

—— R NaCl 1 g

—— A0 JT>EE3Na2/KAI 1 g

— A0 JI>BEK5R2Nal1.5K50#) 0.5 g

IRESERE 1079

AN MgSO,(fK) 4 g

RS 193
|
=OOEE 3,500 rpm, 553

BE(-20C,60%) ... @)

&7 bUE)

I_ 7433z
ek

Smart-SPE C18-50mg : 155 ACN-7K(9/1)

L SHENER] MER(ZEAE) 0.5 mL HE
$ER ACN-7K(9/1) 0.4 mL

TR
N 10%(W/W)NaClZASER #9512 mL
I>7433=>%
: [ Tk
—[I Smart-SPE C18-50mg : {215 || X

P K 1 mL
EMRECR(ZERIR) 259

osisamos
> smart-spE c18-s0mg || [ ;ﬁf ¥9

B 7ER-AFY>(10/90) 1 mL

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

0 0.1%PEG300-1ppmI13> h>dik
BATENER 20 UL - .. @)

EE : 1 mL 7EbY-AFH>(10/90)THE - @
v

GC-MSHRIE (25 pLAZEA)

R EEHETEHHEREST-L400 T e PP PP IRRPPe .

[ smart-sPE psa-3omg: gm |  7Eh¥-AFH2(10/90);

59

AR D Q7 hIC LB
Y 7 S QOB - BERCLBAEADIRE

O FAROKDEENB0%RBEOHEFKERMUET .
IKIFEHR DK EEDHETKNI0 gifZH D LD
WINULZE I (p.15(1)28]),

D [EIEZ < ETEKEVTIEHZBHRLUTOFOR
BEHH T DeHHEBECT N 2ERALET.
TREREN 7 S (SBRT D EZHRT DI
FRezrE b FZ@PE T NUILIOERLUERUEE
BOTY. FREICTFEAZRNTDEE2ENEELT
SBAILEIN, PR MJUILTEHEAE(PPF—T)
DOXRHE(CBEFAMTE L TEMENEEA.

1 \
| luf‘
-

£) 7th> A 7EhZRUJL
MR ENT TIEE S Uiz 4hs

© EUPBECEDTE N BERRBORICASINEN

DEESNET, TNEARIT D EThBERILEE

REBIDRERERDIR TN TEET,

(#14]

k>
k& : 0.79
Al 1 -94°C

RERAEL

JULSF B
& : 0.85
Als 1 63C

LA B
k& : 0.89

RIODDE#E RERE Bl - 13°C
¥y =>F -

O CTNIFASEAQRSUL)TBRIBEEDRIMEBTY. TA
ENERBBEEGCITTEAT BPEGODIEXTEH'500 ng.
JI1F> L >dEN0.5 NgICiRB LD ICRINEEEE

LET.
6O EEFRIDERBIREEUBEARKICT D ExiHs
LET.
SER

DIRAT, BRPIABRERENRIEREDES
BmEIEFHET, Vol.51, NO.6, pp.349-359 (2010)

)R EFS, [BEYPRBEEOILE-FDITEDIRT —GC/MSHRE - ]
F101mEAERRBEFSAMBERESED.31

3)EEDS, [BEMPERBREOIE—FDITEDIRGT — LC/MS/MSHRE - |
F101MEARRBEFSFIEERESED.32

AVEREFS, [EKENTRORBREDIE—FDINEDIRET —GC/MSHE - |
F102OBARRBEFSFIEERESED.42

S5YNFES, [BEKEYPORBREEORE—FIMEDRE —LC/MS/MSHRE -]
F1020BARRFEFRAMBEERESEP.41



51)(2)® JUikb—bk-JNkS%—b

YIRS — . JILIRSR— MISERITKBEENE < Kt
HETWEY ., TORHEMRMHORICBZEZONEL DS
BRHBDERT. TTTHRETEEMBEF(CHRY >/ OZTVE
M TORFEEZB EESEFR UL, FAELCEEIA>
DTN S LERAND Z ETRRLETHEEAKILZ BT 1R/F
ZEMECLTVWET,

[DURY— ] ?H
MF : C3HSNOSP 0=P
MW:169.1 | N\

LogPow : <-3.2(pH2-5, 20%C)
pKa : 5.77+0.03.
2.18+0.02(20%0.2°C) HO

[(OIRSR—B]

EAHRER 1~10 g (FR-RE 109. A2 249) - @

R0 7K (25— BOEAKE) mL - @)
IRESHE 1053

— h0 ACN #9125 mL- - - €)
* RENS0 MLCABESCTE

w®ES 15

wESD ---@)
=02 EE 3,500 rpm, 553
it SR

ik EiER 0.5 mL 5ER

I—iﬁ?\bu Ki1smL - @

SBRIER 2 mL (it B8R k=1:3)

. 2 HBERHEEEST-L400  TERIIIEETTEEIT LRI TEEITTTIN .
: H

257433z :
Va4 % :
X9)=Ib-7K(1/9) §

Smart-SPE PBX-10mg : {53

Smart-SPE SCX-30mg : 5%

Smart-SPE PSA-50mg : f&FF

— GE[FRRF] HEBRBER 1 mL DE

— 5% X5/)-)L-7K(1/9) 1.5 mL
[ ]

Smart-SPE PSA-50mg |

— &t 0.14%7>EZ7/K 0.9 mL

.,
--------------------------------------------------------------------------

JAIE @ LC-MS/MS

. o NH4
INKRS R~ NP SEZD LIS y

MF : C5H15N204P o=k NHz

MW:198.2 CHs o

LogPow : <0.1(pH7. 22°C) HO
DRSS F—b

MF : C5H12NO4P 9 o

MW:181.1 HO'/P\/\AOH

pKa : pKa1<2, pKa2:2.9, pKa3:9.8 NH;

O KERETVINIEEZCEDHBIIER PO\ IEEN g
AT (CR2EI(HEZRELET . (p.6351R)
INER. BN INERET Y S rZ<EDHBEp.61TF7>T>
EZCEDA IR TELZE W,

@D HHOESKEELSHET25MLITRB LD ICKERI
LET.

© ACNZERMTBZECLD, 5>
IN\oBEREEEE., mODBEHCILD

MEEETHRELET.
RG> DR
(F5NA23)

O Y2UBOEMERT eHRT SHFHBRENET .

© KERNNT BT ETACNDLERE FIF, PBXADIEAEIEDR
MR DOREZBESEET,

O FEKERNMU. BEBROpHERE~BHECLET,

LC UHPLC(Nexera X2) (E:2%/ErR)

DHHSL TSKgel SuperIC-AP, 4.6 mm I.D. x 7.5 cm
ZENE AR : 0.1 mM FBEETEZULIKER
B : 0.5 % FEIKAER
TRIR 0.8 mL/min
53Tk B Conc. 5%(0.5 min)-98%(2-11 min)-
5%(12-14 min)
Hh3NEBE 40 C
FAZ 5 L

MS LCMS-8045 (EiE&{FFR)
A A>4EE— R : ESI positive
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Q7R RUILICEKDBERT >IN
BiEDRL > b QFEMEIR L

QPSAEDHEFRICKDEHR

@NaOHDFM (5> T > Z2gRRDIEE)

o
XTSI ES < BOHM

g 1~29 - @)
il 7K 25 mL

FTIRES 193

RESHE 1053

&ES 19

gEsn -0
E=O8E 3,500 rpm, 55
i E B

Hhitl Fi8® 0.75 mL 73ER

7N ACN #925 mL
* REN50 mMLIRBLSCFEE

— &1l 1 mol/L NaOHZK&#& 50 pL - - - @)

w0k 2.25mL - @

HBRIEE 3 mL (HiE EER : K=1:3)

B SEBERMmHEEST-L400

—

Smart-SPE PBX-10mg : 455

Smart-SPE SCX-30mg : 5%

| Smart-SPE PSA-50mg : {&§% |

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

| Smart-SPE PSA-50mg |

EE : 1 mL/KTHEE

q>7433=>%
7N
X% )—)L-7K(1/9)

—— SERE] REEE2mL R @

P X7/ -)-7K(1/9) 1.5 mL

&t 0.14%7>EZ7K 0.9 mL

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

— 70 5%FEE-7K 30 L

61

O NEWRETTOEZEDHNEENPOTTVENL g U
TERBLIIHRMEBZRFELET . AIAINEBDHEEL g B
I DIEEEF2 gRERLES (p.63288R).

@ NaOHKFRZRIMUTILAVECT DT ETREDT>
ToNDREEHEET

ACNZRINY B E(CLD, F2/\UBZEEEE, &ED
DEEC KD TRELET,

O Y )\UBOEERRY eHKTSHFRBRENET,

© KERINT DT ETACNDLEERZ TS, PBXADIEBIAENR
D DREZRESEEFT.

SHAHREEN L gDIBE(E2 mLIEL. 2 gDBE(EL mLD
BRUTCEHRCEREULED.

@ TEOKZRMU. BHROpHZPIE~EIECUET.

LC-MS/MSDY >#d—5« >0

DURY—bhDXSRRY SEEENMDOREANDREZIFHILET .

_ _ USEBI-F1 >IRBL
ASLORDD(CIZ A%
BL. 1AALEN ST 00—
JETLO ~O— RESIZFRL
TREET. TO-TOEHET
2% > ##%0.05 mL/minT
1285 @R LE T,
B4 T (P EFIRE RO
IRTELEMRLUTVET, &£
MDBREDHADHZEERS
nFELEATLUIE,

JUkd—hk

o Rl Yl
L, S il T
s Pt s rn e

U>EBI—54 208D

XEE(CKIO>TRY>EI—F
+ T DBEDRNBEEHD
F9, FFEFEOI-Fr>TR0L A
DIRETE—ORIRZ ZHEDRE '
A= S

JURS—hk

SEVH : AEE NILVREREESESR, [RBEEE_SYUY

\_ REDED #H ESRELC/MS/MSODEREDIRT] (2013) )




5,1)(2) ORI E JURY—b - JILRSF— ~(202010ver.) ¢

® I\ OBEDREHR

K UTe R ICAED77E = b UJLZFRIIL T553
FELRESS. BRULYIOBMIBLTER L. 2
NERLDBEELIZ ECBEM U )\ OB LE U,

F)\OBEEESEDEH. P MIILZEFMUTH
S5 MFFE I DDNEETY.

h""

LR
5>/ OH

O7KHHR @7t ~=KUJL3 mL BmLIIBER
3m Lﬁﬂy /lJ\\)J[l'f& 5 ﬁﬁaﬁ%%
® DO pH
140
INEMRET DT> %% < EORNTIHME TR TpHIAEE 120
= URVMES(FP URY — ROEIEME T UE T, 100
=
BEME (IERE CTHER) T2 (3 77)L U (NaOH THRIER) (CpHAE AR < g0
L& TP UMTORIREN SESNE L, %* .
40
20
0 pH3 pH4 pH6 pH8.5 pH9 5
BOURS—Kk B d}bﬂ'\i*—
O pHIEE & EURROBIH

~ ERORC> b

@A J—)L-7kK(1/9)

PBX-10 #5# :
BB RG> DR

SCX-30 ##H :
B A MR D DIRE

PSA-50 &% : BRME

BHME(RERE) @

x *
SRt A . o TR : I A B IESARLS

RIEDPEDIEES

Ps’%i-cHZCH2C|-|@-|C|-|ZC|-|@-|2
7

BEH 7L UBOBE
P8i-CH,CH,CH,NHCH,CH,NH,

“®

OP OP

OH NH OH NH
JumY—h 6 T ) oo+ 6 I
DINARSF— ° o DNRS R~
BIENRMEDIEE. PSAETSX

[CHFEBELTHED., YAFRICHEEL FBLTLRWLES, Y1FRICH
TWBTURY— bk, JILIRS2R— BLTWBTURY— K JILIRS

RENT7ILOVEDIBE. PSAK

(30.14%F7 »EZ7-K

*  @BENMESH

heRIELET. F— MMIPSANSBEHENE T,

OENRL mL&T
PBX-10 : BRI D EFFELERT .
SCX-30 : B3 A MERAMAE D ZPRELE T .
PSA-30 : JURY — b - J)LiIRS— b {REF
LET.

@@0.14% 77> EZTKICK DB

FILIIHEDO.14%77 > EZIKICKDPSAZ
FEBRHRRE(C LTI UMRY — b - JILRSR—
ZEPSANSBEHUET.
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(1) XKEVLNEHORINIE(CDNT
N OBESZ ETEHMW : KE)PT T2 <SRG  /NEW) THBHEEFICT VRS — h JILIRSR— M ENSICREL
TEREMETTDENHDFET ., T THADOERREZHS UTHLEZITNET,
EBCNEMDESICT T 2L EVHARFMBTETIUNRY — b JILIRSR— ST ToADE SN, BEIERMETITDEE
ABNFEY, T THHEFICNaOHAKBRZRIMULTIILAVEICT D ETINSHMERICHEESNDIDICLET.

(3T RIsAE T O0—)
DAERC(FEXRI DRI Z N T SDITEZERLE T,
- IV OBEZEZEOVHNBI . KT) : pIMETO— : p.60 [EHEKHE
c T 2T B EOENE NEY)  AHMEDTO— 1 p.61 [T2T> 2% <ESTHEH
(HAHRREDHR]
G2\ UBES<EVRR TOT S ECHBEE(CHBPDOY 2\ VBEFREBT VT VBN gUTICRD LD ICHELET.
AR TRDEEEDFER
EINAE KE  IEH By HTE

AIREFL00gHEEE, g

Ko 92.4 12.4 14.0 39.2 14.2
LA | 2.2 33.8 8.3 8.9 20.8
T TY 0.0 0.6 72.7 38.9 41.7
i 0.4 19.7 1.5 4.1 2.0

WMHEPERE ¢

SRHRERE 10.0 2.0 1.0 2.0 2.0
Ko 9.24 0.25 0.14 0.78 0.28
E A | 0.22 0.68 0.08 0.18 0.42
TyTv 0.00 0.01 0.73 0.78 0.83
feg& 0.04 0.39 0.02 0.08 0.04

N %Kk0E, mL 16 25 25 24 25

BABRRIRERDTR2015FR (B5T) »551H

(2) BELERDIVINIEET VT VEDLR
nAREEOBET  BE B (TRR) TRFDTUNEEENTOET.

aez BREHE (AIRH100gFNE : g) ED4E
Ky xRy Fr7Sv BE & =
FyEROY 14 9 63 5 1 8 FYyEOQOVE
K (LK) 15 7 70 3 A R e
INE 12 11 56 3 A 5 INERE

RYARYOET B SHECEIVINIELTUITIONEEFNTOWEINRELEEREIT I VESATVEEA.

sas BRANE (AIRI100gFDE : g) £ ONE
Key gy FrTv  IRE &l B
rE 12 34 1 20 < AR £4 X8
HhT = 14 21 42 2 < X F HYHTE
WAITAZ® 15 22 35 2 TAR AVHTUTXE
VTRA 13 26 32 2 < X H VITARE
e A=) 13 22 37 2 < X H IVFRYE
SEALE 6 25 4 47 AR TyvhtARE

SEX

1YNES PARTAYAIUR, [JURY— hBIUTIIRSR— bOBTOBEEME DR | | SE36RIBEKEBOAR B RES5Epp.119-124

Q)REE RILCEERBEESESSR, [REBEEE-Y U D IRBEOMDIEH EBRELC/MS/MSOERZEDET]  (2013)

I)XRNTF RREMERZEMR LS F—, [BRPISRASNIZIURY — hBSLUIILRS R— hORENT ] | FREMERZ MR T 5 —FR
Ann.Rep.Tokyo Metr. Inst.P.H.,57,pp.235-238,2006

AKERE THEDI—TR—IL7+ SO AE, [DURY— hEDILRS R— hBXURBHIDLC/MS/MS—EDHEDRF] 5 35ER X B I
RRBEEEEpp.92-97

S)YEARER BREBIHERIBMARM, [LC/ICP/MSICKBKEKRICHITDEMY > REZEODITEDHF] Fk23FESIEEMFIRL4, pp.10-14

YRS TARTAHYAIVR, [DURY— hELIVIILIRS 12— hOBTOBELORET - 523k - | | HB42EBEREBOARRBEES%Epp.117-124
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5,1)(2) @RI HhiE

SF

51)(2)@ SFANIINA-PREZE

SFANIV)IA— RRERQKCEBHBECEBITRWCZH, ITFL 227 = ikl

IWINA— NREE (20201 Ove ﬂ ﬂ

RET VAR
I B . —

“IKRZFRUDLZ

JKFIYI(EDTA)

ZRAWESRTA-ITF LTI DUMBEER(AT AT A > -EDTABR) (CBHEIT D ETFH NI DAMEDOR(C L TKITE
FBRDCLTHEULET . TOBRIMEAFILZBNWTAFIUZER UBHBECBITELDCLET,
UDUIBRIE(C 1T D TN S DR (JUEMIREHARETIIRT L > BEB RHSES RN FHFRE U RERDTEZ E £ [CGC-MS

TRETDEHORRTIEZEIMLE U,

° LSSk

SFADIVINA— BREENS (E3BEDAF UMD ECFET

/ (SFABDIVI A — NREFEDIESE] [(AF)L D] \
S
n
- ~ s (CHs), N-C-S-CH;
S
TN CHaNH- C-sy IAFI il il
[(CHN-CS T 2n CHLNH- cs” sn SFADNSSEEATIL =
>SN S CH, S DMDC ZHIER
9*7‘5 S-C-NHCH, -CH-HN-C-S —Zn (FFAILIAH) oMb
_ - 2 n S BEIILIN
i _ P CH, NH-C-S-CH; _
(CH3),N-C-ST Ni S J0ex CH, NH-C-S-CH ﬁé
T ez CH,NH- C- s\ 2 NG 3 s%7
W Mn N .
CH NH-C- s’ s s — S IvxT EBDC
S S CHoNH-C-S =Zn=S-C-N(CHs), | 2 SFAML BT e
i EoZ Y CH,NH-C-S — Zn—S-C-N(CH5), EBDC Jogxd PBDC
(CH3),N-C-S 3 Fe B g I RUBN—/X—K  DMDC+EBDC
. . CH NH-C-5 = | Mn Zn, CH3-CH, NH-C-S-CH;
I I S CH, NH-C"I-S-CH3
(CH3),N-C-S— S-C-N(CHs), ST S
F51 e Joevy
EX SFADIVINZDEEAFIL
PBDC

0 (o) e

N R T DFEMEDHIERUET

SAT7A -EDTABSRTHIE T 3 ETY R ITADEE(MN)MEDTACERDIAFENTKISAEIFOPITVWF MU DAECIRDFET,

FEOTIHMEAFILICK DS (CAFILENES UTAFIUIAER ENET,
i
CH NH—(!—S\ FATA>-EDTARR CH,NH-C-S Na*
¢ — 4
H,NH- C s/ H,NH-C-S* Na*
TR T DERE(Mn)H 1]
EDTAICERDIAFENTH
NUDARICRDEY,
Sz
KICEEHEBIZIC KITETS |
BBETIEN

64

|
AT CHZNH-é—S—CH3
m— (!HZNH—C—S—CH3
STCAFILEMEAL. X ISI
FIUEMZERLET.
EBDC
BHSIEOETS | |



RISLER D
Y o

OQUEChERSEZSE & UTzHith
QOB (CHITDAFIUL
®GC-BEDILHA

(#p%%2]

41 100 g + SZAFA-EDTABKY) 100 g

lA$RER 20 g (FiK) 10 g 1)

iirlap)

0 6mol/LiERE2) 700 uLi2E (pH6.5(CHH%) - -

10%%

-©

AN 3VAEXFIL 60 pL - -

BILRES 3072

#xES

RES

#xES

xES

1053

70 ACN 10 mL
i 59

7l NaCl 4 g
am 100 - @

D0 MgSO,(#7K) 6 g

15

=098k 3,500 rpm, 59>

iR (ACNE)

S )
VA

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

ACN-7K(8/2)

SE[ER] HhR(ACNE) 0.5 mL £E

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

e ACN-7K(8/2) 0.4 mL -+ @
TR
0 109%NaClAGAT #9112 mL
I_ 27433z
7k
|
| Smart-SPE c18-50mg: 255 || X
5% K 1 mL

EREZIR(ZERIR) 253

>[smaseecieson | [
|| smart-SPE PsA-30mg : 52 || - N6 ad o /\#b‘/(3/7)

@

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

B 7ER-AFYY(3/7) 1 mL -

RN 0.1%PEG200-1ppmITF> hLodbk . .
REVERNAER 20 ML

$8

EE 1 mL7Er-AFYY(3/7)THEE ..

$9,

<___

BIE : GC-MS AEEA25uL

$2

e LEHEERHHIEEST-L400 I I I ITITIITITTTrTI .

65

SPHIRIEDS A5 > -EDTABRRZZRIN L THEEL
leBEDEFERUET,
VKRR EEIERBI TS RFT 1 > -EDTAB R E RIS

(iU reitild, FER(CHEBOKNEEZENET
10 g*ﬁéi(:fctéd:i(zﬂdambuL/?fa“o TDEIATA

7K #9310 g(GERIDKDEBE +RIN) + > X5 EDTABK 10 g

@D HDIFALEERICHERZ20 giF2 L. 6 mol/LiEEE% 700
ULZE B R (SR L TpHE.5(C AT DD (CHUERIERED
BEROFTT ., ZOBEDAIZEHIRMUE T,

EDTAR'EBEZIDADD(CHE LU pHICHAELET.
© IVEAFILERMUERIFTRRIOLDCSRTA
-EDTABREDBEUET . RIBIEFTHUIRED
U(E2). THEAFILEE—(CDEESEET., TDORIR
ESHTIRES UETD,

IADEAFIL

B =2

O NaClz+53(TBBEETHSMgSO,(FK)ZRMUE
T BENTRTDIMSEEEMGSO, (FK) DIEFRIR LA
TRCIRBDHENGDET.

O AFIULMNEEBENT DBEL E U TACN-K(8/2)
ZRUET,

@ MRBEDIBSIEPSAICGCK (JST7+a hH—RY) %=
EBMUTERULEY . GCKEHIBERAD ISR 1 Rz
BRELET,

({HERDIZE]
C18
+
cj_CK GCK
+
PSA e
d>F+4>3=>d :
GCK(L)+PSA(TF) A
C18(_E)+GCK(H) +PSA(TF)

@ AFUmhieEaRRIdBaELELTTFEN Y -AF
Y2 (3/7)TBHEUET.

O NEAREFAQ5UL)IDHEDRMETT . FAZ
NERDHBEFCGCITEAT SPEGODHEIEMN500 ng.
JxF> b2 dRRf0.5 nglTid LD ICRMEZZEE L
FI. XTTF> L UAKREWEAETESHDERA.
FIEZFANILINA— N TEFPEG300EmM/zEEIRDTzsh

PEG200%ZfERALZET.

@ —%/ﬁ/ﬁ(;uﬂﬂ/ /Tﬂ'tﬂ b/ﬁﬁ’fﬂﬁ‘ﬂ;?% (a8 CETE'H U
ESE

1),2) D ERAR T EEFp.66EZES EEU,



1)> X541 >-EDTABIR
(CRTA-IFL DT = NEFEER)
%1000 mL{ERDIZS
OLS AT ASEE—/KIIYI50 g%#I800 mLDKITAMNUET.
QIFL>ZF I MEME /KR F U LK)
(ML TFEDTA)50 g ANLE T,
* CODIREETIZEDTAILBR L E B A
* EDTAOHFE (C(IBPERD R T — > = CEHENE T .
Q7KEbF b A (NaOH)HI28 g ANZE T,
* ZNCRMN EMRNDIBSHET,
@EDTANYAF /=512 mol/LNaOH* THIpH9.4F THRE LY.
OB BRDBENEBELCTNIDEFS. pHI.6ICHAELET.
*BRDBENSVEPHAEZE UIRVDTERICE > THS
pH9.6( A LET,
@ARIY A — (L TKTLI000 MLICARFPYIUET,

%12 mol/L KEHEF U D LKIER(20 mLDES)

15 mLOKICKEELFT RUDL4.8 gZimmL. K<#ERUE
#20 MLICEBLFY . ARREHSALIDERICANTT.
ARG FTKISKEME T NUDLZANETT . KEAESF KU
DALITKZAND EBIRTY.

2)6 mol/L &

35%IEMEKZLITEALET . AROERE®IKICE
B ANE T . BRER(ICKEZAND ERAURBIKRTY.
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PTV EAO LVI-S250(AiSTI Science)

1>9-b A1) (BREY) (>85-b
EANRE 70°C(0.27min)-120°C/min-240°C-50°C/min-

290°C(14min)

GC 7890B (Agilent Technologies)

FEANE AL Z

ATy LR 4 min

A N E 50 mL/min

H A 245> 80—, 1.1ml/min

N34 VF-5ms, 0.25mm i.d. X 30m, df;0.25um

A-TVRE 60°C(4min)-10°C/min-125°C-30°C/min-
320°C(4min)

15-)1-FEE  290C

MS Agilent 7000C (Agilent Technologies)
MS AVyR SCAN



(EDTAL(F]

EDTA : ITFL>>7 =2 Ik (ethylendiaminetetraacetic acid)
BREIZSHFRNIDAETHD [ ITFLSTF MBS /KR MU DI LAZIKIYI(EDTA/ 2Na/2H/2H20) | D E&EIBELUEY,

HOOC-CH, | , CH,-COOH HOOC-CH, | , CH,"COOH
, NCH,CH,N — , NCH,CH,N +2Na*
NaOOC-CH, \CH,-COONa -00C-CH, \ CH,-COO0-

BEmART. IEHEE. KITHEFPITN

(ZFHIL)IA— MERFEDHE (CEDTAZE SIEH]

EDTADMEE
EDTAFZVILAOVUEBZR<Z < DEEA A EIEB(CETERBIEZ D IMENSGD. © "
DEDTAFHEIFIKICKSBITET, AP
/—:_< )
Newy 1 o)
-
ZDLDCEDTARERBRZEDIAALLZ [T (FL— )] EEVWET, F+ CN i g

L—bh&EFEEHERRIDF IS VETY ., EBAACHERAETBHA
FNELDSPREAD N FEHTI TSI TABRIFICUTD WD ZH D
KSEHFENFT,

SFHIVIA—= MMIKICEEHEBIRICEBITRVWZSHEDTABSR(IEH(C(FS XF A > -EDTAER) (BN LET, DT
B ETEDTARN S F L) A — bDOEBEEMDIAHZF ATV A — RREEMNKITETDXLSICREDET,

e . .
>xJ
: ekod/{’ s
CHaNH-C-5 ans ;
Sinmcg BN+ ZATL-EDTA - Lo 4 CH NH-C-S-
T s —< CH,NH-C-S-
S i ]
o]
HERRERICEBITR ERE(ZN)HIINTKITETS |
h J

CDOLSICEDTANERZERDIAD (C(FRBRpHMEFN' S D ZFAHIL) A — FREBEDISES(EpH6.5E12DF T,

pH & DREIMR N

PHAMESIZDH+DBRENFE 12D &L, EDTALRE U CWEZERBAAZM B H+(C K> THRUH SN, EDTASBIEDRERINECS.
BEROPHMNRE(CE 12D EREA 7 2 (BKB L L7320 TR L T < BMEEMHD D, pHDEF (CHED TER LKL DR ERE
NEDTAREDREE LDELRB>TLD &, EDTATMRIINEL CEBDKEEMILEE T D,

% EDTASBIEN ZEIRDF—EDpHIRIKICRSNTE D TOpHEEIFERE 1 A > DEFEICK > TERD.

S SIRAXHR : EFFST"EDTADMEWS", D, 8%, pp.207-214 (1959) y

SEL

DEES. BOEs, BENPZF ANV A — NRBEOIMEDITEDIRET ] 110 HBARRFEFRBEESEpP.63(2015)

2)EES. BOESE, [REVMHRSFANIL (A— SREEORRDEDIRSF (BBTE)] [ E11IEBARREEFRBEESEP.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)

DRSS, [SFAFIVIA— MR I —Z> 550 41 ERERBAMARSBEES5%pp.221~226
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51)(2)®

TPN-Fv 9> - hT K= - RIRY

TPN(ZOO~Z0O0ZIL). FvTF> . ATHFKR—=IL. RIL
Ry SMEIER RIS (CHRT Dics. BAMERETIEY 8
0% . QUEChERSIE T ERISIRRED D THMRZFLTWLE
Fo FEFORVLRERBLEYDORME D ZSOHB TE

AEBFDPS

ANTPNSEKRDERD /2D alREMBIRESNT

WEKTI, KETRINSDIRRZEEBUIZITHETT .

FRRRSIPL 2RI - - ()

B

i
v

FVRIERER 10 g

— /J\\D[] F-%IE/TQ(/J\\HD@Hyﬁ%ﬁ@i’%@ e 9

(BH(-207C, 309) (FINEUGERDES)) - - - @)

RE

— A0 ACN 10 mL

<+4X 13,000 rpm, 153

70 NacCl 1 g
— &R0 VI EE3Na2/KFNY) 1 g
b0 VI>EEKEZR2Nal.57KF4) 0.5 g

RESERE 1072

IJ\\}JI] MgSO4(ﬁ7J<) 4 g

&eS 153

=ODBE 3,500 rpm, 55
|

HiHiB(ACNE)

B SEBEHRMHEEEST-L400 [HHE SRR .

— 7433z
Vad

[[smart-spe c18-somg: 182 | ACN-k(9/1)
——— SEQER] MHEACNE) 0.5 mL 55
$E® ACN-K(9/1) 0.4 mL
Tttt

I 10%(w/wW)NaCIZKER 912 mL

I_ 7133z
ey

Smart-SPE C18-50mg : {25 | 7K

K 1 mL
BEHERZIR(ESROR) 293 27133z
A % :
| Smart-SPE C18-50mg || 7t|\>"\*ﬂ>(1/3)

| Sma

rt-SPE PSA-30mg or AXi3-20mg: 158 || -

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

GC-

B PR -AFYY(1/3) 1 mL. . .9

|

EE : 1 mLPE -AFBY(1/3)THE - @)
v

MSHEITE (25 JLAREA)

68

[TPN(Chlorothalonil)] ON
MF : C8CI4N2 C':@:C'
MW:265.9
LogPow : 2.9(25%C) cl o CN
O
(FvT7H>)
MF : C9H8CI3NO2S CE:EN- SCCI3
MW:300.6
LogPow : 2.8(25%C) (6]
(0]
[(hFHHR—I]
MF : C10H9CI4NO2S Cl;iN- SCCI,CHCI,
MW:349.1
LogPow : 3.8 (0]
(6]
[FILRY ]
MF : C9H4CI3NO2S ©E§N- SCCl,
MW:296.6
LogPow : 3.1 O

O FEDPRCIOEBIOBESRIEIHEZINHEIL. JRMRR I DIENNZ
Iz, TPNEODBEZHIHILET

@ RMEMGREROIZS ., WRERODEEMHS EHREBRRS
1%+ HREERAREFTRETMUET,

9 /J\\Du@”yuﬁgﬁmiﬁm /J\\jJu‘fé(;uit*—l'b\::/m(L):D @%Xib‘/ﬁl‘i
{ELRVES-20°CTEHEL. ERLET.

O FORYDPIIRFDLD (CHRBCENOTMRIZEED
SHBTIEIPSAZEAR LA, TPNOEIREMETF UET,
DL DB DIBE(FAXI3-20mgEERT D LCLDIE
IRENME ELFET (p.69BHR),

XAXi3-20mg : REMEETRUZXFL > ZEZIARIE Iy
D RAE— RIS A > T EH]

O MNRERZBHSEIHT7E LI -NFH(1/3)2FEH
LEY,

O PEGEEALEBE. FAOTRILT DRENS /R0
KD DEET DEEN DD, AETIFPEGIHMERLF
HA(p.69ZR) .

O EEARERPNBIREACBEARICT D EEHEUE
a_o



5,1)(2)fERID#E TPN - FvIH> - hIOHHR—I - 7I'\Jb/\‘J I\

202012ver.

DFAT RS+ 71 R
SEDRA S N QF TRV SRE AT E S ORI TDAXI3-20(C £ 3152

OF - ANFHT(1/3)[CLBDEH

OFHSERESROT (FNERHBROBE)

R

EIRE (%)
ERRRCL. BERRUCRRTE —) @TPN = Captan  Folpet 1. Captafol
@uyfb\nﬂréﬂsﬁnbwanam 100
FEARNENGER T [FHEESERAIR
—E/ SR] ZRMNTDCETFr IS, 7R 50
IRy . BT FR—ILOEYEA E E U
F UM, TPNICDWTIETD TPSAEAX 0

DEIRER] BEHETITEBIRE0N.

IR @ sAH 100ppb

FEREIHE : PSA
- BHBE 7 -ANFHY(1/3
PSA&E AXDEINTER PR T )
ENRE (%)
150
AIRLFIRERF BSOS @TPN  mCaptan mFolpet 1 Captafol

%SO (CH L TAX (Smart-SPE
AXi3-20mg) % EA T 3 = & TTPNDEIR 100
ZHELELELR,
XAX 1 EEESRUZFL OSBRI

=W ORE— REIEA A STHRFIER

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

Kig Fa19Y |LFRIESN

AE
IR : A 100ppb(FEEEH)
A EREER TR
BHEBAE : P b -ANFH(1/3)

FhE BR¥ FrAY

T BRI MUY OIRPEGDRIE

- REEEER
PEGEILIA LS. E—omiiEn  Eft mTPN m Captan mFolpet m Captafol - JBEE : 50ppb
BN ETFHFSNE LU, PEGHEEAICK 100 - TR -AFHY (1/3)
D, FAOT&RIELTDEENELRDEDH 5 A M
(LRI BT ENBESSINETITDOTEKRET CFEE 1%
(FPEGIXER L TLER A, - PEG : 200ppm
50 SEACISRM
SEAE 25 L
SEACRE
70°C-120°C/min-240°C
-50°C/min-280°C (26min)
0
SEX PEGHE E i PEG &+ PEG

1)M.Anastassiades; www.quechers.com
2)FBES, [ RSA7A AR ECRFZINR CRRTEABEE—FON] FISHARGBEFSFMBERESSEP.49
3)kHHE#EKRES. [QUEChERSZEREBEL THLS] BAREREFR,37(4),pp.362-371(2012)
NERTS, [ RSA T A RFFEMHEEESTQEERVWVETPN, Fv 5> AT FR—IL, RILRY hOFEEDRET ] [ FE114AABREES
SFMRERES%EP.34
69



5,1)(2)@ERINHFE FA=TF 1 K(202012ver.)

51)(2)® AZJIFJ)AR

FAZOAF A REEGFERR)FFETHEASNTOLEIN, SV FICSWTEBERIEEREO—RESNTND D, f5F
TIFEUREENE T —SMERMRHEIMEATVET . UNUBRTIHEBRFNRENTUVRWZODTDOEEN LS VVEBETT,
CCTIESTQ-LCEZRAZIOF /A RREE(CKEL UeoEZBNUET.

“ (LSRR

4 N\ 4 )
RAZIF ) A RRFERE T7) 54 RRZBHA
TEHIZTUR _ FFoOJUR JeES>ooxr )
MF - CLOH11CINA Hac\N%/NtN MF : C1OH9CINAS _ P MF : C12H11CIF2N202 F4N o
MW:222.7 m{\} - MW:252.7 C'%\N}jﬁ/\// MW:288.7 C.OJ ﬂo
LOgPOW 0.8 N LOgPOW :1.26 Q/S LOQPOW 1.2 N
|\ J
— . FPOOTURFIR ( )
«=HoO0FUR " _ - 0
uF: Comtoomsor . G L g FTOOTUKREM) -~ RNARES S > R
o A MF: C10H11CIN40S A
MW:255.7 \N / o MW-270.7 /@/\N\\/s
LogPow : 0.57 L P _ o W
ogrow:: ZILARFS IO -
MF : C10H10F3N30S Foonm
MW:277.3 FW °
) LogPow : 0.8 F s
OOF TS w0 —FIESA W o
MF : C6H8CIN502S W MP:CLIHISCINAO2 %\ )| ° ’
Cl.
MW:249.7 \(J/\NHK\N/NL\ MW:270.7 o \ "
LogPow : 0.7 ' Yo LogPow : -0.64 = e - ~
IJIZIESY —JLRFEHA
SI)FIS5> CPF
e ges . IFJO-I)L w9
MF : C/H14N403 Qv w,, (STZESLEM) & Ve MF : C13H9CI2F3N40S _ | T A
MW:202.2 ~ I " MF:COH1ICN202 @JNJ Mr: C1s ¢ N\N/
LogPow : -0.55 bl MW:198.7 W7/ e "N )
° LogPow : - LogPow : 2.9
FIANFTLA o CPMF ] ) J4ZO=IL ClNH, 'Osl .
MF : C8H10CIN503S N‘/“\o' (=2 ES LKD) KO o MF : C12H4CI2F6N40S | § S
MW:291.7 o™ MF : CLOH14CIN3 — 7 MW:437.2 I Ve
%\fk ) CIO_/ N\
LogPow : -0.13 ¥ 0 MW:211.7 \_7 LogPow : 4.0 ° N
LogPow : -
L JERN J
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RISLER D
Y o

DSTQ-LCEDIGA
@Smart-SPE PBX&®{EH
@7t RUJL-/K (2/1) (CKDIEARIERMER I DERZERNERUP

— S0 K (10-B0EKE) mL - @)

— 700 ACN 10 mL

REZF(X 13,000 rpm, 153

—— %0 NaCl 1 g

— 00 JIEE3Na2/KF0Y) 1 g

— ol VI Bs/K3R2Nal.57KF 0¥ 0.5 g

IRESTBRE 1072

— Wh0 MgSO,(FK) 4 g

&S 193

OBt 3,500 rpm, 553

HIHB(ACNE) --- @)

P o R E S T-1L400

—

| Smart-SPE PBX-20mg : 5% | o

— A0 7K 0.5 mL

Smart-SPE PBX-20mg : 5%

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

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

7433z
ACN-k(2/1)

—— % ACN-7K(2/1) 0.5 mL - -

|| Smart-SPE PSA-30mg : 55 |— F(3a=>

ACN-7k(2/1)
—— AaER] mHmER(ACNE) 0.5 mL 53EX

O

a>57433=>4
ACN-K(2/1)

7K

— @& ACN-7K(2/1) 0.5mL --

45/

@ E - 5859 ZomEER 1~2 g
(2]

HBDKDEENB0%RFBDIZSFAZRIMUETS , K
(FEERDKD EEDETKNL0 gl ERD KD TR
MMUET (p.15(1)2R).

FURHRERE & KIRINEDH

SAHREE | HROKHESE | KRS
Syt
(g) (%) (mL)
INFZY 5 17.6 10
B2 S 5 14.9 10
PN~ 5 12.4 10
FSNAE 10 92.4 -

L HARRRERDR (2015FR (LT

© /\FIVLELDBEEOR
MNEMNEL, PR RUIL
HIHRE SKBHSEX DX
WD TERENUETY,

0O STQ-LCETIFCI8ZFEARALTWEIN, xAZIF )
A RRERETI(IRY ¥ —RHBKIE/BKER NS > X FEEH]
THBPBXICEELF Y, TNIFCI8TEFMHRHEIDID—D
t@%CPMFb\Cls(LD&EL/%OD/‘Q‘H:II(L_E’S%IIEI y%b‘%‘g(c_
RBIMNS5TY, B SR TAH T D ECI8D T ISERE L
PSATHREF U CTWLEA A MHEIGR D B—HEISIBEH SN T
UEWBEDIRIATHDET,
CPMF(EPBXI(C (FIRE TR\ b BE B C BB
FIa< PSANSA AMIMM D ZIBH T D LM<
KD ZEINT D ENTEFT,

© PBXITER T BACN-KDLEERGFACNDEEEAMENF S
{BARIEIRMERR D DR ERNEEDE T, CZTIEXERBK
DHBHEINBACNLEE(C T B I & TEARMER MR D
BREMNRZESHTLET,
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OSTQ-LCEDIGH

AR D @Smart-SPE PBX% &M
R1T>b @FL R RUIL-K (2/1) (CKDIEMMIEIGMR D DIREZNRUP

@EWREREBIDOHBIRC KD HTFADIRE

HElEmR2g - 9
— A0 7K 10 mL

— il ACN 10 mL

RESFAX 13,000 rpm, 153
/J\}Ju NaCl 1 g

— 700 J7I>E&3Na-2H,0 1 g

70 VT E2Na-1.5H,0 0.5g
IRESTARR 101

00 MgSO,(#K) 4 g

RS 19
|

=08t 3,500 rpm, 55

B (ACNE)

HHE(ACNE) 1 mL S5 - @)

|7 AN 7K 9 mL

BRI 10 mL (& - k=1:9)

I o E RS EST-L400 I )

>7423z>y

| ACN-%k(2/1)
Smart-SPE PBX-20ng : 5% || - ©
Smart-SPE PSA-30mg : 455 1>F433=>Y

— aaHER] HERIEIR 0.5 mL 5E
— ¥R ACN-K(2/1) 0.5mL ---@)

TR
— 0 7K 0.5 mL 1>7433a=>4
ACN-7K(2/1)
7K

Smart-SPE PBX-20mg : 5%

—— &M% ACN-k(2/1) 0.5mL --- @)

v
---------------------------------------------------------------------------

ES : 2 mLKTHEE

ACN-7k(2/1)

72

O ZEEHPCHELTIHIRIEE2 geLET.

@O < NUYOREERT BIcHEMREREHICIHER(ACN
B)&=KTIMEFARLET. CNICLDDHTFAERE
L. A AALBEERERLET .
XHITABLVOIELTF U FTRCEBRETEE
Bh.

a1 _TERTEY
FF
737¢>§E\/\ IEHOLFTF>HL—b
TenT nITA>
KB DIZ LA
FHBBOTICOOY S ALLR

(L : #80. 033 giEY4, T : k0. 01 giAZ)

© LCETECISEFERLTLWEIN. RAZIF /AR
REETIIRU Y —FHKME/BKER/ NS > AFERITH
BPBXICEEUE Y, TNIECIS8TIIMRMDD—DTH
BCPMFAIRE U DB (C(FEEHESIENNE(CRD NS
TY, TOBRCI8D T (IS UIEPSAICRIF LI A
RMEEDE—FEITBAHSINTUEVEYT, UM UCPMFIE
PBX(C(FIRE SRV e HEEMERIE TOBRHEMHER L,
TDT(TEFE U TUVBPSAICRKFF UTe A A MERMERR D 77
BHITBCERSHRBDZLBUNT D ENTEET,

0O PBXILEKY DACN-KDEERIFACNDLERAMENF E
AR D DBRENRNBEDFE T, T TEMR
BAHEHE SN BACNLEERIC 9B 2 & TEARIEIRMERL S
DBREMNRZEDHTNET,

LC UHPLC(Nexera X2)
DA SL 0 Shim-pack FC-ODS,
2 mm L.D. x 150 mm, 3ym

BEnE : AR : 0.1% FE£+0.5 mM BEES 7> EZULIKBIR
B : 0.5 mM EFEE 7 E-ULASEXY)-)

IR : 0.2 mL/min

JSZT> b BConc. 5%(0-1 min)-99%(15-20 min)-

5%(20-30 min)
HSLRE  :40°C
FAE 12l
MS LCMS-8045
- A>4bE— R : ESI positive and negative

XIRERARETROFAR
LC- MS/MS EUI:E_C(Q: EI E/E"/Tﬁ’fﬂﬁkb‘@fs‘zbt 0}}/"*(;%22‘3_5
7— &)*E—E/ /&(;ﬁ/j) l/tﬂ b’fﬂﬁklﬁ/ﬁi’@uﬂ U%}Ef&r’ ngsg_o



5,1)(2) @ERINMFE *A=TFJ 1 K (202012ver.)

®  BEHEDpH

FAZDF /A RREREOAE(CSBEEOBEBZEMALET . BEECFHEZRING S & TCPMFOE— TR
NWENF T, FOERKE (1> 023> 8) OBEBEMEZBRIEERS% SBELLRZTIFTHE<ILETSE

TORD TRIFRE—IRIANESNET,
B.conc5%®D2o 0% bS5 A

[ . 7~ — TG
i i XL SR AT O BEERZB Conc.5%(CF
75000 = — 3 ETRIFBEBOBVERTDE —TRAK
ooty EENET,
1250000
1000000
o] CPMF O 003131 o0c
500000
Z‘:xi A (RT:6.2) 4ooootr§
T T T T T T T — T T T T T 300000%
10 20 30 40 10 120 130 140 150 160 170 180 190 3
200000
100000
EEREIE A 0.1%FE+0.5nMES 7 > T LIKBR S e ————
o B: ZOLEBXASY =)L 60 70
—— = 1203: 15(+
o] T IFISY BT
203.15573.10(+
1250000} (RT : 6.8) 500000 £031510020¢
10000004 ]
750000 j\ ]
500000 CPMF zsooom:
v”) Z‘ﬂ 3‘0 4‘0 5‘0 6‘“ W E‘U 9‘0 10‘0 TI‘O 12‘0 I(&ﬂ 14‘0 15‘0 Iéﬁ 17‘0 15‘0 15‘0 20‘0 min 0 D

JSTT> kB Conc.5%(0-1 min)-99%(15-20 min)-5%(20-30 min)

~ REEORA> b

@ACN-K(2/1) —»

PBX-20( L) & :
(AR RGBS DIR S

PSA-30 $5% : PBX-20(F) f# :

BERRGES. A A>T DIRE {EFE R R D DIRE
PBX-20(TF) &8 :
ERMTAM A OIRE X garw_mjgy_ Jppe—
GCBENME
(FAZIF/ A FRER) DHERACNTE) (ROBA FHEER)0.5 mLE &
O PBX-20 : {EARMERMERS D ZBRELET
s 54— OEHIME PSA-30 : RERABEEIR A A > B D ZIRELE T
(FRAZOFJ A RFREZE) | i e e
@ACN-7K(2/1)0.5 mLE &R
ERME(RIEE) @ ] R e —
PN & % s WPBX 20( ) SBEMMEB(RAZIF /1 RREE)=
BHUFET,
‘ OV Al
EEXG - AFRANIC & D SRERODACNIEE % F1F TPBX-20(C&
1S, [STQECHIFD/\FIVHRAZIAF /A ROMADISA] FE370R%% HT B3 ETOTRETEN S ARG D % 8
BOWMARSEEEES, pp.-119-126 =UZET,
2) kR85, [VERPY > TU I DIzbd RS+ 7+ AEEmHrORET] 551068
ARMBEFRFMEESEESEP.115 @® ACN-K(2/1)0.5 mLEBR
3)FH 5, [QUECHERSEZRWZBRES LUTKPRATZIF /1 RREBEED—F QTEIE NN =EBHNME(RAZIF A K%
DITEDIRET | ,?E#Eﬁiii}%iﬁﬁﬂﬁt)9_E§E%14§, pp.32-39 }%E)(;Eﬁ%ﬁ%(CEHYL/gE@_o PBX_ZO(—F)b\B:r-;é;-_Hj LE
A5, [STQEZICA UERAZIF /A ROWEDIRET ] 55430 EELRB IR 3,

RBEESE, pp.163-172
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5,2)(1)BMMERR —H5H (201809 ver.p® |

5,2)(1) BMIRERR—FIH

BMAEERCEIRLIBMEDEDINSE D, TENEZ—FD
HITBDEFEBTEHDFERA. KETEFZEMZMUIL(F
M) EFEET T R MU (B ) D2 OEE THE DR Uikt
ZiTV, TORMBERZEDEDIZET—HFERRBILI 7H.,. F+

JOE|. 2Dfh)ZagEE U TULET,
(IR DFEM : https://www.aisti.co.jp/common/pdf/as191001.pdf)

R (4=50/AE

SURHEER 5 g

AN 7K (5 —ERiHk D E) mL
70 ACN 10 mL
RESFAX 13,000 rpm, 153

01 NaCl 0.5 g
RESTARE 1072

70 MgSO,(#8K) 2 g

?Etillﬁ

=O5EE 3,500 rpm, 59
|

ACNEO® SR (GRAE - K JE)

| soexmamach 10 mL -
RESFAX 13,000 rpm, 153

|
=08t 3,500 rpm, 59

1
5%+ESHEACNER

O&EE

EZS : 20 mL ACNTHEE

HhihiR(ACNEE)

| SEBHERMHEEST-L400 [T .
: 154332y :
[ ACN :

[ smart-spE c18-50ng : 1 |

7433z
ACN-7K(8/2)

Smart-SPE PSA-30mg : 5%

BRE[ER] MBE(ACNE) 1 mL 55

—— R 2% BEEACN-K(8/2) 0.5 mL - - - €)
TR

- 7p0 7K 0.5 mL T

ACN
Smart-SPE C18-30mg : 5% | 7K

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

EB : 2 mL/KTHE

€---

LC-MS/MS

g2

" e )
RITDZIVR 7 Z REEEARBIRICEDILE
LogPow <2Dmn&E ‘EZF‘%’I%
y { Q p IS\
FNANI7FFPYI = H YN
MF : COHON30252 ; O/ TN
MW:255.3 E HoN ,:
LogPow : 0.1 R et ‘
. J
( [F/0>#I]) R
4FIOVERABBCEOLEN B
LogPow <2 NZ 8 i 99 \
F)AFVUSE ! Ho)kf‘l/:ﬁ%
MF : C13H11NO5 i " i
MW:261.2 : ) ;
\ ch 1
LogPow : -0.2 S — /
\ J

@ ACN: KEHNFADEESD)DLEEL:152:1CEE
IBTETHE/OSFDBRENE LELELR. TNIC
0L \NaCIRUMgSO, (FK) DFRMEEFS L TVET,
Fe1E Bt (X HEACN),. 2B B ot (EEs M (F
BEESBACN)IREERDIEZHI I B IERIMUEE A,

@ 1EEFACN(HH). 2B FBESHEACN(EEE) TE
DR U ZEITNET .

© muoLMEEACN-KEFETZCETE/ OSHE
PSANSBEHUET .

LC UHPLC(Nexera X2)

DFHAS L YMC-Triart C18,
2.1 mm L.D. x 150 mmL.,3 pm
et : A : 0.1 % FEEKER
B : 0.1 % FEEACNIATR
iR 1 0.2 mL/min
ST B Conc. 1%(0 min)-15%(1 min)-

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

HDSLEBE  :40°C

FAE 15 pL(+10 pLK F#HEA)

MS LCMS-8045

A A>AEE— R : ESI positive and negative

XIRERBREZROAR
LC-MS/MSHIE TIFAIEBRRERDBRELE - IRRCHET S
HBRERRIT S TILERUERBR TORREHELFT,

SEXM : 1)/NES, [STQEZRVWEEMAERR—FIMA\DISADIR | E108RHARRBEEFRF B ERESSEp.47
2)E5, [STQEELC/MS/MSZEHAENE EERFOBAERRSE—FIN(FHUER)] F114FEREEFRFNBERESEP. 124
3)65, [STQELLC/MS/MSZMAHENRIZBMAERRER—FDM(FE2R) | F115HARRBEFSFAMARSESEP. 110
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5,2)(1)§b’mﬁﬂ EEm —Boh (201809 ver.){
HidLIB D Q7 h= NUJL() ERB 7 R N UJL(ESH) (C L B 0B Ui
KAk QBDEUIHEEEANE 3T & (CLB—FDH
P’NE UL RDRAES

®  EDRUMNESZE

S
ACN%”‘ RESFAX S e e N ] B SLI7H -
ﬁAquﬂ'ﬁﬁ(g - — 7= NUBICET 0 /O
> F —
— ORI = B
i KiEg=—"
0
" [
0 —p
%?’3? A ﬁwm ﬁll(a*
ACN I -~ >
rﬁ‘;&(;i H:_ I-R ACNE(L}%{T ] ag
) O A3 E AR _> —> | L5 EEIR |
=
—
oo T HILI7H */08
: OJQEIIIQ : o 120 120
1 1
‘-t‘--’lN O> ﬁ ‘___IIN o> 100 - 100 . LT
~ —~—~——1""°
H;C) ch) :o!; 80 S 3 8o T
BISH IR SMREEIRE RIEH OB SIRMRES 2 g 60 B o
ERDFJ OVRIZKEA D/ O AGEHWEACNE)N B g
= 40 ﬁ 40
ﬁ 20 20
F O>HIDRERE - JERRREIRAR 6 5
Bl : AFVUSBE) o 1 2 5 10 0 1 2 5 10
FHESERE(%)

FESHRE(%)

~o— Sulfapyridine —a— Oxolinic acid —e— Marbofloxacin —«—Miloxacin

sigis

4-F /) O ZBRBIR(ICEDILEN TEDBIRDP(C
-COOHEZE Dzt RIFHNPMHDISE (FAEFBHARR 72
DKBICBEBULFET . RIENEEOSLS(IIEHFERE S0
BIE(ACNE)(ICBEILE T,

ML OFHREDENC & S EURROLLBFI(FBEEH)

YILT 7HITRFEEZRINT D EEURENMET I D/ FEERE 0 %%,
F /O FTREELLEIREZEFSND L SFHERE 5 NEERLE L.

22%FEESHBACN-7K(8/2)
— O#hiHiB(ACNE)1 mL OiER(ACNE)1 mLE &7
C18-50 : {EARM4ERMR D ZBRELE T,

PSA-30 : RERABEX°IS 1 A > MRMM D ZFELEF Y.

BRME(RERL) @
AR

C18-50 #5# :
(BB IR AL 7> DIR =

PSA-30 #5H :
BERGEE. BSA A > MERRGAR D DIfZE

C18-30 #5& :
{EARTERGE AL S DR

@BENMEF/ O>E)

X * kA X

« @ BE

PSA(CDUWTIEpp.106-115 [7,3)(2) 1 A>RMAS Al BHETITELZSLN.

75

F/OVEIFRFEND EERSNET.

@2%FEEBACN-7K(8/2)0.5 mLEEBR
HIEEREER Y 2 ETH O FIZIERHREC
REFT.

OV &)l

/J\\}Ju(c_ct D ui\',*—I/BiODACNJ:tY’E—FH_CCIB 30 (L—E
932 ETOTHRETEERN D BB IRME L D & IR
EUFT,

@BENEZERE (CEURLE T,



5,1)(2) ¥5h14 MU= *  (tSUIEER

ISHA MU= FKALREDEREE U THRERCHE [ "5H4 MU= : MG] )
Aanxdh. ER0EBEADFEREEIEESNTUVWEYD, Y ME : C23H25N2 O
SHA NIV =IDRENS D, DFICIERREN KD S MW:329.47
nxE9. pKa:5.06 N
KICERR “rf O O T"
\ Y,

- mpEoo— .} )

[O/335HA OU—-> : LMG]

EUAHRER 10 g MF : C23H26N2 O
o MW:330.48
RN DI UV EEEENR(PH3)D 4 mL pKa :5.46 O O
KICEE o N
A1 ACN 10 mL \ J

RESF4(X 13,000 rpm, 153

ST
A NaCl 1 g O T E - USEEGR(PH3) TS 3D TOTY

BEIRMUEE A
RESERE 1074 e G

NN MgSO4(FK) 4 g

O REIDTEThREBEEILUBRRELETS.
RES 193 (BE(FSE5HER)

=098t 3,500 rpm, 553

WmRICEDENL
BE(-20C: 609) - @)
i (ACNEE)
Y cEmEEESEST-L400 [ )
TS 1) - USBEER(pH3) ARSI
I P % OUI> 63 gz/KITBFRUL LICESLEY,
Smart-SPE C18-30mg : 52 ACN QU EE—F NUDL215 g &=KITERUL LICESL

: EX N
[smart-spe scx-30m: 35 | ODIC@EMZPH3ICTELET

— G#AMRF] HbK(ACNE) 1 mL 2

% ACN 1 mL

| Smart-SPE SCX-30mg LC Prominence (ES:E{ERR)
: DHH3L Atlantis T3, 2.1 mm I.D. x 150 mml.,3um
ZEhie AR : 0.1 %FEEKER
Bi& : 7EhZNIIL

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

TR 0.2 mL/min
...................................................................................... HSSTYR B Conc. 5%(0-3 min)-95%(10-15 min)-

5%(15-20 min)
EE : 1 mLKTHE HASLBE 40 °C
SEAE 10 pL

y
I : LC-MS/MS .
I%E / MS API3200 (I-E—-#4IvJ2)

AAALE—R ESI positive

SEXM : IS, [LC/MS/MSZERWZSRERISHA MU -2 ROO-INTHA MU - OREDITEDRE | |, H103BRREEFRAARRIESHEDP.45
76



)

AL D DC18-30 TOEARME MR 53 DBR E
R QT EZTK(FILAVUME)ICLBSCXH S DB

@ACN1 mL —

DR (ACNE) (pH3)1 mL

C18-30 #AH :
{ERBIE SRR D DIRE

SCX-30 &#¥F :
MG. LMG

TRHR SR - PR DIRE

BME(RIRE) ® EBBTIERADIRE

MY X * h A x

SCX(Strong Cation Exchange) ~N

BICRAFRICHE
YER : 8B A > 32

pKa: -6.5
AASRBNSLAGPHIE
S59E(CHRBINETY . ‘ y
DETRICHRBIRE TS ZILRTILAR A
\_ J
BENBIEDES BEAT LD USRS
scx MG SCX MG

—‘_\ -~ -~
o A\ A 4
S o=

. ¢ LN\
\O: :O/' (\& ,l \ S:C)/, Ej

BBEAT7ILAUEDIZE.
MG. LMG(ZHEE 9" IR
RE(CI2D. SCXMSlELTE
HEnExEd,

RENMEMEDOSBE. MG,
LMGI>T S XCHE USERIARE
([C72D. SCXEHBIRETHD
J2HMG. LMGIESCXICRIFE
nx9.,

SCXICDWTI3pp.106-115 [7,3)(2)1 AN S L] BHETTEI RS,

7

(3®28%7 >EZF77K-ACN(1/9)1 mL
—

» OEIME(MG. LMG)

O¥HR(ACNE)(pH3)1 mLEGTR
C18-30 : {RARIERMER D ZEPRELE T,
SCX-30 : MGELMGIHRIFENET .
ACNEH (FES DT HMG, LMGISERBEIA
BRI DSCXICIRIFENET,
C D& EERMAE R AR IRMERL D (ERER & & BIC
BESNET.

@ACN1 mLZ %%

ACNIFHHEDZHSCXICRIFENIEMG,. LMGIERFF
ENEFF TEARERMAL D Z R C K DHFH UBRE L
ESERS

®@28%77 > EZF/K-ACN(1/9)(C KL BDIEH
FILAVHEDBERTEHRT ST ETMG. LMGIEIERR
BHARECIRD. SCXH\SEHENET .



53)hEE 7ISMFS

5,3) 7ISMS>

IS EFZU(UATAFS) EETANRILFILR - TSR
(Aspergillus flavus : IO HED—RE)RENSERETNDH
ESOHRIFT. P TEAFBLIEXRAM TREEHIBRENAENE

D—DELTHBENTWVET ., BEFHBED [#7T75 b+

> OEERE] TEB1. B2, Gl. G2HWRERDTVET,

® RREI0—
HUYIRER 50 g

7N ACN-7K(9/1) 200 mL
RESF4Z 8,000 rpm, 55 - - - €
B8

I
H:II‘

B
B4

i 5

mL 53ER
FAKSmL - @)

53 3,500 rpm, 55 - - - @)

SARIER 10 mL

R SHEEHREEISEST-L400 T e PP PrrN :
: — BFzasy i
a2

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

— BELER] HEREE 1 mL O

PR ACN-7K(1/1) 0.2 mL

pitanhiic

AN K 12 mL R i
A>7433=>%)
I Vad %

Smart-SPE C18-50mq : {243 x

P K 3 mL

EWEEZIR(ZRHR) 1078 - - - 9

E Ay
i Lo smart-spE c18-50mg | T

Smart-SPE SCX-30mg : 5% ACN

| Smart-SPE PSA-30myg : 5% |

J&H ACN 1 mL

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

ES : 2 mLKTHEE
1
1
1

M
JBIE : LC-MS/MS

2010 ver.)

° (LSS

78

BT EEE N\
(775 R+ >B1 (AF B1)]

MF : C17H1206
MW:321.3
logPow : 1.23(HETE(E)

(77275 b2 >B2 (AF B2)]

MF : C17H1406
MW:314.3
logPow : 1.45(H#EE(E)

N J
f GIIN—TFHREER \

(775 k3 >G1 (AF G1)] o o

MF : C17H1207
MW:328.3
logPow : 0.50(HETE(E)

(725 h22G2]

MF : C17H1407
MW:330.3
logPow : 0.71(H#EEE)

-

O FECEIOCRRESFHAH—
ZRANTRESFAZXLELR,
IS M IRENESELE
Ov MRICBTELL TWB s>
TSI T EEE KT ZEN TR
HoRmEE%< UET.

TOCRKRES A~

@ KERIMU. ACNIZE% FIF T (#I45%ACN-7K)C18(Z
FEFESEEI.

© BEUPBCLDERYE RS
HET,

=ODEEER

O CCTOEZHRIEHROEEENTIIRL, EBRN
TEAEHEENT BERCERDLIHN SHEHEEDD%E
<z T10#(CLTLE T,



5,3)hEE 7IS5bh+S> (202010 ver.) <

—~—
SFERR

HiaEB D DC18-50 &R [BR] (C & DEMBIEIM R 5 DR
RIS @C18-50 [R4F]IC L BBEIETAER D DB E

®SCX-30. PSA-30(C kB A NM4EHGERN I DBRZE

~ BRORA S

@ACN-K(1/1) s OHEBRERL mL GACN

C18-50(Lt) % : C18-50(F)
{EARIERGAR S DiRE
SCX-30 & :
B 7 > RS DR E
PSA-30 5% :
C18-50(TF) &% : BERAEE SIS A A > YRR D DIRE
AFs
* | GEHME(AFs)
BHME(RELS) @ TR : SRR DMRE
SRS X % % A % f
OREBERL mLaxafRE
C18-50(_t) : ACNIEZEHI45% CAaRE L. BNy
BOEBRELVET.
® EREHEORST @ACN-7K(1/1)0.2 mLZiBR

C18-50(_ L) SBEM¥IE(AFs)ZFH UET,

A ARG D DIREZ BRI & U CEIBROBEEZIRET LE L.

@&
= g an KH\4 =,
CORERSCXHPSACRIBEIREDHENF L= AT & DACNIRE£H14% (= L TCL8- SO(T)(:ﬁ

BMUEY, CTTENMEERCIS-50(F)ICHRFIEN. &
120 TSR 3 (S UBR B SN E TS
mAFBl =AFB2 =AFGl =AFG2

o m g MAFEL MAFBZ MAFGL MAFGZ [ e
@GACNIC L DBEE
5 80 C18-50DF([CSCXEPSAZESET D ETHA AR
g 60 MEDEREULDSENYEEEEUET,
B
E 40
( )
20 [ il E-3e 2t )
0 e
SCX+PSA SCX+SAX LC UHPLC(Nexera X2) (Ei2&4ErR)
BAAS S, 1A DS LS BERROLR DAL Szh'omxcl'([fc;ol'g%mmL -
—F> R ICEER R RIL T3 : D g
(7= &> MGRIARES BRI L CHH) BIE AR : 10 mMBRESY S E=0 ISR
B : X5)-)
TR 0.2 mL/min
J3IVh B Conc. 40%(0-2 min)-60%(10 min)-

90%(12-14 min)-40%(14.1-15min)
NSLEE 40T
EAE 10 pL

MS LCMS-8045 (SiRE{ERR)

AAALE—R ESI positive
. J
SEXWL . /INES, [BEFURRE(CLD7 TS b2 (B1,B2,G1,G2)BHEDMTE]  Fl115BREEFSFIEESESEP. 142
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54)¢€Dif AS=> (201809ver.)

5,4) A5=> °  (EE1ER

4 )

ASZIE. EICASZUBIEDOENE U TERESNS(FENN
. AXZ=> (2,4,6-8NU7=_-1,3,5-KU72

S b, BEERSHAR TEMRCHASNTOET, (5= 7 EAT

LA U. 20075 (CHERNRY T — R, 2008F(CHEREZLR MF : C3HENG NN

FABMILICASIONFRECREAZN. ASIONREREED I“g;VPjZG-llzy 14 i

. _ w :-1.37, -1.

NERRBENZHMESNE LI WAES 5,00 (250) . 5.16 00) 2 N N2

_ J

B30, yF—e)

SAHRER 5 g FAER 5 g

A0 ACN 10 mL - - - @) A0 ACN-7K(1/1) 25 mL

RES 15 &ES 153

|
=08k 3,500 rpm, 55

i E B

E=O8E 3,500 rpm, 55

it
Hhth EIBAE 1.5 mL )R Bt L% 0.2 mL 3

I— i 7K 0.5 mL 9 I— A0 ACN-7K(1/1) 1.8 mL 9

SUBRBIR 2 mL SUBREIR 2 mL

L EERRHEE prr——— L EERRHEES P ———
: 207433z B : 107433z B
: S : R :
: | Smart-SPE C18-30mg : 455! " ACN : | Smart-SPE C18-30mg : 455! " ACN :
Smart-SPE PSA-30mg : 5% " Smart-SPE PSA-30mg : 5% " :
— SE[ER] RENEE 1 mL D — SE[ER] RENEE 1 mL D
—— %6 ACN-7K(1/1) 1 mL —— %5 ACN-7K(1/1) 1 mL
TR : TR :
—— A0 0.1 mol/L HCl 2 mL —— A0 0.1 mol/L HCl 2 mL
— a>57433=>4 — 257433z
Vad : : Vad > :
Smart-SPE SCX-30mg : &% ACN : Smart-SPE SCX-30mg : 1&F ACN
Smart-SPE SCX-30mg Smart-SPE SCX-30mg
i : I :
EBEZAR(Z:RAR) 201 EBEZAR(Z:RAR) 201
: A 28%72EZFK-X5)-(5/95) 0.9 mL  § B 28%7 > EZFK-*49)-)L(5/95) 0.9 mL '}

EE 1 mL X5/ )L THE BE: 1 mL x5/ THE

1
\Z
#HE 0.1mL - @) S : LC-MS/MS

EE 1 mL X5 )- ) THE
1

v
BITE : LC-MS/MS
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54)¢€Dif AS=> (201809ver.)

OVt bZ bV (C K BBRY 2 IO (FADIFA)
@C18-30(C K DARAT TG RL 7 DBRZS
®SCX-30. PSA-30(C kB 7 N4EIAERN T DBRZE

HISLERD
R b

O A TIHHEAEEACN-KE Uz

LC Prominence (B2 {EFR)

e, BODLCEEEBIT DT

BELIRUVWZH(BEL). ACNICEE S¥h3L  TSK-GEL AMIDE-80,

vEULE, 2.0 mm I.D. x 150 mml

HERPDS ) ITHLNE - 5HE L. - o My

OB > ITRE(C HUUEE & g '

E\IL’ ﬁﬁﬁ(tig'%g/} IDEIREIC ACNik ;ﬂaijcﬁlzi J32I>h B Conc. 95%(0 min)-90%(1 min)-

BOELIZ(ERA). 60%(2-4 min)-56%(6min)-

10%(7-12min)-90%(12.1-17min

@ KEFINL. ACNEEZETFIFTCI8-30[CamTZTE SSLEE 40T o In)-90%( n)

TIEARIEIR S ERE L ET . SAE 5L

MS API3200 (I—-E—--81IYIR)

BEREMREBROEREOEEANICADKISCITDL
HFINLET . NEDRITESMAHTIF0.1~10ppbdDE TE
RN SNE LU,

©

C18-50(k) ¥a% :
{ERIERME D DIRE

PSA-30 &% :
MERAERSSIS A 7 > MM T DIRE

SCX-30 fRiF : AS=>

BHME(EERE) @
IRAHERK S X & A

SCX(Strong Cation Exchange)

YER : R8RE A > M
pKa: -6.5
S8 7 > A S A FpHICEED

BICNXAFTRICHFE

STHCHBRETT. S ZILRTILASAS
RIEHLBEDES BRER’ZIHVUEDIES
HICYAFRICHE HICYAFRCHE
s ‘O","Ni;ﬁ\s*/ O }Six/@ 87 fi” FEED)
751(:%’%\-@ ‘N%Ngg' PN N %l;ééﬂ@b\

-

S

RIENTZILAVEDIES. XSZ2HE

BRIBHNEEEDBE, ASZI2ETSX
BENIRDTSCXMSEHENET .

[CHEBL. SCXEHREBRETHBHA
SEUEFSCXICRFENET .

AA{LE—R ESI positive

@28%F S E=TFK-AY ) —)b
(5/95)

—

[ GEHNMBE(ASZY)

OREBRERL mLZEEfRE
C18-50 : {EIRIEIAMA D ZPRELE T

PSA-30 : IERABESEEIS 1 A S SRR D ERELF T .

@ACN-7K(1/1)1 mLZ@R
C18-50m5BHMBE(AS I )EFHULET,

®30.1 mol/L HCIZZN

HCI7ZZ RN U CRlBR ARz BE 14 (C L TZIRRE T SCX(T@E
BUET . BEHRHFT(pH<B)TEASZUETISXRIC
HEYBEHSCXICRFEINET,

@®28%7 > EZTIK-RAL ) —)UICKDEH
FILAVUMEREERT D ETAS IV (FFEEN
ISCXMSFHENE T,

SCXIC DWW TIEpp.106-115 [7,3)Q) A AN S
Ll BHETTELLZS0N,

SEXH : IS, [ ASZHITEOBEEDIR ] F107BREEFSFMBEEESSEDP.49

81



5,5) [&3&] STQ-GC A% (201809 ver.)

5,5) STQ-GC Ai&

STQ-GC AE(FBARERE (—FERE) BRI —ILI D UIFECIRDET,
ERAIAVVREDOREZRNRETEET TN TODBEIRNAR+D LB2BMEENH D, FCEHUGC-BENBEIDTIN, &
ZLLUTOBBERDFET . LC-MS/MSZHRBL TLRWES, lEREODOHICHI T,

27ezamg @
| g oy @ BABEEEOI>F 1S3z sonT
Smart-SPE C18-50mq : ¥52 | AL S UDRFERIODRAFS U HBILNEE T 5%
e ENEIRAEE R D T2 [C BB L DRI L)

— af0ER] HEKR(ACNE) 1 mL 53EL 5T (CPULELET,
WK ACN 0.2 mL
ST (2] GCK%Z L(C, PSAZTF(CRBEDEHLET. FIC
EIREOSEVEHRZRAWD C ETHRESRZEHD X
7™ MLIY> 0.4 mL SICLET,
ERIBIRD . )
7433z
7R 2 mLGES. HLE3) © U+ —)\—(CMgSO,(HK)Z AN, ZZITHEBER
ACN-MLI>(3/1) 2 mL OZEBRUTCHBRARODKIZRKLUET .,
| Smart-SPE GCK-20mg : f5%! |
e ng : 58 > MgSO0, (SEAK ) DEANMRN & BN TRA-43 & 7 D 4B
| Smart-SPE PSA-30mg : 55 | RMETLET,
——— BN MgSO,(#K) 0.3 g - - @)
(4 GC-MSTHIE T BT h>-NFHERICE
BFEER] RBREEO BUEY,
Rk
IB® M/ ACN-NLI>(3/1) 0.6 mL (5) CNIEREFAQRSUL)TDBEDHRIMETT . FA
et ENERDIBEIFIGCITEA T BPEGOHEXT=EN500 ng.
e TJTF> KL dhN0.5 nglcB LS [CRNEEZEE
LET,
e SpHES X JTF> M dRIFRITEROREZFERDIZH
[SRIMULTWET, E2MEHIECIEFERLU TRV D
M PR -AFH(15/85) 1 mL -+ @) FIGBATEBDERA.
A0 0.1%PEG300-1ppmIT+ >R dék -+ - @
BET7ENABR 40 pL (6) ZEARIIEFBRER OBIEMARK(CT D & &HEE
L/ig_o
EE : 2 mL PERAFH(15/85)THE - Q) @
(7] ER2ZZEUTERIDCEEUETY, DB
v BIFPEGRU T TF> b2 dEDHINENOCR B &
AE : GC-MS SICHBLET.

GCK(I ST 741 bh—iR>)DikE ~N

DS T7A MA—R GEEEE TH B0, BCEFN3EEEEES Iz TSR A REDSO0 T 1 )LEOMEER
BLUET. |
EﬁE;g:; :,0
=== Yery &
i el
PJS5T74 ~ TSR A R JOogJ«)la

\ DS5IT7A MH—IRASACDNTEpp.116-117 [7,3)(3)TST7 A bH—RHS L] BHETITELIZZ, /
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5,5) [&3&] STQ-GC A% (201809 ver.)

BILEE D

RA> B . FBEENB (IR &R BAER,

HERBIMBDILEVMEE (CHIGEIRE T, 72T T — b XY= RRREOSBEREEIEIEEL

BRES EDRRER

@ C18THH

R 1 mLZEC18/A\&TfH,

iR R E (/)N) (C[EIHR

MgSO,(#7K) 0.3 g

U+ —){—(ZMgSO,(f&K)
ZEEEAUVKEHDOLSI(C
Bl CHERMBRE
MgSO,(fK)Z K <iE#T
Bo

ZNLCEDHMBFRF DT
<HMEDKDZHKUGCK
+PSACH T DHRENRZ
UPEE3.

ERME(RERL) @
SRGHERLTY X & %

C18TH~EMMIEDIHM D ZRELU TREE
AI—=BFY,

BREYNE
o $ ~ AR R R 5>
-oOoaJ« L
- ETRASASEE T R S>-)LFE
- BRIV —)L5E
- AF0O—-)L5ERE

<+ HERE

e
A

GCKTEBRQLEFHBEDED. PSATEMRAEHEPE
FREZEBREL. BEEFRAIL—SEBFT.

22 UGCKTIFFEBIEZ E 2 LEEBGCKICREFEN
BIZHACN- ML TEHUET,

MgSO, (oK) ERATC U Y —/)\— (T
A

WS
TR wrutms
. SRS
EE S

o |« xzatme

o| <« mxm
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6,1)FFE LN

6,1) REMDYNR

EUREN20%(ELY) ED200%(REICEWV)(CRD T EHDEFRAN?

HEREDFHMED—D & U TRMEUNEGEN S DFET ., TORME
IR (U TFEIYNZEI)N100% THNIETIETOEREIN R EHBEE U
THEDDFEFEAED, UMUEIIREN20% KD 2D200% &
WO TELDICEREICE<R2ED LIz & EHsDEBAN? 2T
(ETDXRDSBREEEUNEE) SR> 2B EDERR EMFRHIZBNTUE

gE3), o\
©q{9:!/ . / @ILV:;:
; 2000/ /
FDEEBBEOZHEFTMI 1 RS> TEREE(BIUXR)DE ’

FME(F70~120% ERD TWERINAN A RIT v oTIHEK
DRVEEDEUREFEE E100% ELET,
E2)AA A RIy OTIHEEIRE CRESEIINEZEDET R
BEIREK] ERBUKT.
E3)AERBZORBESFREET.

(RELIRESREDFIA]

FEELINR(CR O BERFFTEZRERMEIGRERZITOCDTRECRERRN DN ERANET, RICTDEM(CIE
UM RZITVIRRDOBEZ FNDET .

b ALt
fELF DI [ EE O ]
A7) .
o) Ata<b#
o % 1T EEINE
S <cnx ¢ 200%->TES
L7=dd woze?
o O [ % BB IS B ]
®)
o

[ R E Fr D5 E ]

ESCNES
ZERPE AR NIEIUNGRER
ZPDOTHEDS !

SEXH  BEHEHE  EERRERMEEERE 511150015  BRPICKRET IREE(CHI HREORZHMEHES 1 RS> (CDNT
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6,2 ) ZEbE AN YR BR

6,2) ZERERhNEIR AR

(1) ZERBERINERGRER & (&
ZERRERIMEINRER & FRIMETRROERORBETENMEZRINL. TOEIRKOENSBNNEDEBHZHAT S
HEETY. AN RTYUTE MhHAT] . TEg) . [ERE] O3B TEERTRZRIIL. TNTNOREOELR

R - FMMIDHEZRELCVE T, CNICKDEDTRCHENN GO ZHBTDZENTE. TNECIE U
REBUDCETHRREZNETDCENTEFT.

(2)ZEEERINEURGKERDFIE
OF&EA. B.. C.OSBMTREDREFIU A LD BERNZHR UAELET.
A BTN : WO BEROTIMEIRREAT, ARG CRESREMILET .
B. HIETIN : BUBHAMZ1T S B (CH R (OSBRI L E T,

C. FBEEARM  BIERCRILEARD O ILHBERICREFTRZRMUET.
D. BEGRARGERN | BRICBEBULCEEBZIRTRERELVTHEALEY,

QD.FFEAMZREIRE UTA BRI, B HEZRTIN. CARBRMOEINKEZRDHET .

- AEBTREIRR(CENSHDHAFMETOORNEZISNET .

- BECTHRINKR(CENSDHEFRETOOANEZISNET,

- COEURER (IR (C(F100%(C7/2 D (FFT TIH200% "8 10%7X ERELUNK (CIXDIBE
(FHERFDY MW IXRMKD) (CXDEENEZEZSNET,

A i EiERhn B.ihii i im C.AAH®ITM D. &R R A

(BN EE) (EIUNER &S] CHEZEEUNEK
A<BDHBE B<ChiHE DFE
M TEX ! BRTIHEX! AIETREESD !
p.94/\ p.96/\ p.88/\
||
[ |
|

LUD !
FEREFA D> EE ! !

v

BIZ (ECHEFERLEUNZE(20%) DIFE.
i - BBRIETEENMRSTEA, BO
EIREEELUNER(20%) ERDET,
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6,3 )RR ERIMDFEFEEUNR

6,3) FREERIMDORFEEUNR

FERERINDEUINER (EFNNE D TIENRVDOTHERN (C(F100%(C12B(FFTTI. UM URERIC

(FHERRTRRCREIEN 2K £E5200%Z B X D3EEEOINEDE10%DESEEEONE S 10D PRSI T S @R
BARNBNET. COLSBIARET N WIZMRENVONET, ZTTIET NIy IR #1009 RN &
RBET3 EEZ SN BEUERINCHITDREEUREDHGHZBEN LET. BHBDAIE

B - -

SAIE
A TR0 B. 3 IR C. BRI
[EIIREE200% EIUXEEH
or 100% U0 ! !
BIREE20%

—

2rVyoRMBLIE

GC-MS. LC-MS/MSEDQRAIERICY MUY IX(CKDBENRDDE—-IRIR, BE. REFENEEITDIRRKOZ &
TY . BREMIDOLERE(Y M v IR 2SR/ AERARRERA*100) THHELE I,

(1)GC-MSICE TS xI5RH)

GC-MSTI(3200%Z#BR 2 L DRBREESEINE LRBJMEEANE < RBENETT . BEXSNDIERERERRD—D(HREHDGC-MS
DEER/NANDRETT . PIR(FREIR(CERT SBRAREERNNGC-MSOERR(CIRE L. E—TEBENRHL I3 R
BEHBEANOHEMMENNE <IZDZORRE LV TRESEIRE(CIRDFT, MREUTEBREUY MY v O X (PEG)DERAEEEA
ADCKDBEERZEI T+« >0 UTHRERBRNNEERICIRE LRWKD(CLET . BT MY I X(PEG)DEMADUTI(Ep.91
TEHICHULSHMLEFY. REONEDES—DDERAEGFIY Uy IINENC EICIDUEADEETT ., ¥ hJyIXDF
ETIARCRENDHET DHEEONRLLRDBEEHDET . UTFICTHRE CBEIRMIZRHLETT .

BEIER EZX5N3EEA FoE

) SRR I o RS SN A AE AN SHBN N w X (PEG) DI
DU TR CEUREN S < 123 [6,4)GC-MSHITE(CHIFB Y~ w58 (p.80)| B
£ 1p ShANCH =Y tal! BN ]

3 EEB(SEASNBT MY IINS B BRBORETREREHR
EICHERE523 CRIERTCARAERDY MU w IR ZRST)

4 B CEREYT 3V M v OIS  FER HHROFIRED
HAR+5 (BAREERICAR:EMRCAaRT 3T N Y IRERST)

s BRNRTHTY MW IZN 2T RS EDEE
ETETLRW (BABB AR DZEE)

6 T MUY SRS < B33 R

(HHTENSY NI Y IRZERST)

FEDNERBIA LGV MY ORZEUHNEREFL(TUEL. TDHEITEE(Y Uy ORIGL)ITER L TV DIRERR 2R
TR EZVWFET ., BHICAELLENOT Y ORICKDGC-MSODiEMERZ D —F - >0 URERRAEERICR
BIDDZMHULET,

E2)E UARREERTEERERER SR ERINT AN RMBRBRZEHR NI DL DREYPREEIRDFET,
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6,3 )RR ERIMDFEFEEUNR

(2)LC-MS/MSIC3 (3 34 5:01

LC-MS/MST(320%1250% &L\ o e BEELIURR R D ERNE < RS
NET, COLSBRREA A AREIH) EIFENET, FLRES
EUREE 4 U B A AAREE VS HREBDFT. HEEEICRBECT RS
ABNBT MY HANSNESICECET. BT (AR S BsEIRfE > Mah R
ERLET. BECIATEY Ny OROBEERT ZONEATITH
TNTERELBNEART Ny IRRERIEEALET, TRy
D ZMRERRICDNTIEP.123 [8,2)EE2SEDIEFE| BCELLIZEL,

BIEIRLL EX5N3EE x5
- RREORERARE IR

EBIOFASTNBY M)W IIH S A

1 IR (AR SRS U S
ECEEESS S CAIERTICHTR JfE/]ﬁ@?ﬁJ/GZ’&EﬁEb@')
c SFAEERST
2 BECERT B N v I ANS < FE HHRORIRE)
PAA5 (BAREHEICARERICaRNT 3T N v IRERST)
Z BRIR+5 T v IRD15 BRAEDES
ETETOALN (BHRYBH AR D ESE)
REREORE
4 T Ry HRNS < FERHR+
VIANE BEDAYS GETRNST Ry 2 ER5T)
I hIUWYORINEL, FER1~4TEWRE
5 b:djg FC bR & T N ZIRESOIEF
=N

FENVY MY OZREBRE(FEHM T S O TAERTHRUREMBEZAE UK UZREIRTY . sBhaRERERR D
N U ORDEE R TETI (p.12388).
E2)E UARERTEEREHAR (TR ZHRNIT 2HHEGIREREHRMI DL DBERNREIEBDFT.

NA—
B U AR T EEHEERERICHR
FRAENENNCIRBAR.

SEXM | BAREZER RBEEMNIM > THELVMEDNIN]  KET4HR 2018
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6,4)GC-MSHIEICHIFTEIY MUY I RAZHR

6,4) GC-MSHIFEICHITEY MV Y I XR

6,3)(1) TIERTZL S ICGC-MSAIE T (F200% /2 EEEBEURENE U DIHENHDFT . TDRERRAD—D & U TERERB DA
BB A AAVRECHEEIDENE (RE) SNORENSHDFET, CORKEYRIYIIMREFEINFT. 2
TREY MUY IRINROME EZDIERTHDEUAN bW I X (PEG)DERICDWLWTEHRBLET,

(1) ¥ bUY D RZHROBIE
ORERONRZSIESEIIVRNIYVIRAMRDA A —>

FERN TIIEERZEB I DR, TO—EMNEERICIESND CETREBFTOEEENFPLET. UL, KUY
DRZZOHMTE. Y MY IINERERICRET B2, TMURERRHIEERICIRESNT ., RELET (CIRLEZSRFTE
EUEXY. TOER. BEUCREIR TRMIEIREZEL I E£(CRN100%ZER D ENWDIIRREIRDET,

1R TNy ORESAEEERE (RIBUNGER)
R —_— Uy
10 /
10 /
A
T Uy ORDE R
J-F427
VAN
i
R 10 RSN B EER HES
—EINEERCIRE 5 ;/'\ < DEEEZIRN,
RHSNSRETBHIAD LTV S, (10-5) BT Z100%E UTHET B/, INEIRES
200% &3,

QOMREBRICHITBIT MUY I ANRDOE

EERICE T DMEEEI—ELEIASNTVET ., DFD. BREFERBEDZENAS N EICRAD., REFZFEHRUITES
B, TREFREIRDET . TIREROREBMEZMIBPLDEREUTURD EEBMEICASRBRENECTT . INTE. Hit. 5
HTARRRIFRERENMESNTVZELTE, STELETEEEEELLRDTY . FICRBODRVMRER T (IRELDOAIREEN

BEDET.
"'\ 60,000
S DEAER A ]
ll 50,000 £
40,000
5 95 @ //
AN 5
30,000
= SR -
SEMER MBS 1 /N (100—95) | ERmmiEfE
% J 20,000 \I /
. 10,000 p d RIERBENS |
(R DEEE I\ ] BsnoREE
- I ‘//0’ |
5 72 VI 0 4
A 0 2¢0 400 600 800 1000
ERRMRERN S = (obb)
JEMERDREE : K(10-5) TESNEEEE
KRER. EROFEEZIIT RS,
= {KEEIR TORERN
[(RERDRERDHI] LREHRICRB D
10000 1400 CONDSCERIEAER
9000 y?93.641x - 484.71
2000 R’ =0.9975 / 1200 &
7000 1000
6000 800
5000
4000 v/ 600 ’/
2000 (R LA 00
=218 JN =gy
oo I ™ e
0 ”/ T T T T 1 0 'ZL T T T 1
0 5 10 15 20 25
0 20 40 " Ego(ppb?o 100 120 BE (o)
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6,4)GC-MSHIEICHIFTEIY MUY I RAZHR

(2)x5R BT MY Y IR (PEG)DEERA : PEGIHEAE

[Jueb)74] TIC : 72826288 - 0 PEG

EAERANTRU TFL>PUI—IL300(PEG) EFINT B2 & T PEG PES P
PEGHEEMT R ORELTEESRZEI-FT1 >0 L. ZERN 6.08407  pEG PEG
DEERNDIREZERLUET .

PEGIZ(FLAEDEREDRIFKMEN/—LTHD, FeTnd "

SOA> M A RFEICI00U T ORHENME(BE)DTRARNA
INLEBRDIC<NENS ERIENBDET . PEG PEG
0. OE+00 n‘nl A b U3 ot MM.. | I L s
R.T-—> 10:00 15:00 20:00 25:00 30:00 35:00
PEG300DTICZOXY NS LA
OPEGEAIC LI RESEUNEHEDA A—
PEGILEAETORMES
< r— TRUYORESA SRR (FIIEURGER)
R SR R ZRUw R
10
A
T MUy OZDSE A
dA—F«>7
LA\
A
1
R < 10 RSN BB BEE S
—EBHSE MR (SRS ﬂ : !/' \§ ﬁ DEEEZIFIR,
5 5
KRB TR T BN ASEAL (10-55) IRHRF (C TR TORM U IARERRINRZE (10—-10)
R E100% & U TEHET B0, RIMEIEN200% &R S,
PEGIEAZT SR
Rt TRV ORESAREERR (RIIEINGER)
T S =t PEG
e / TRUWIR
SIS
PEGHYEERZOD—F+ >0 /\ PEGHEM S E I— o >
AN 10 \
PEGHSEIESE D—F 1 > T BIh, PEGHSEIESE I—5 > T Bz,
AR SEE SO EEZFC L, T MUY RO (C & BIEMSRDIEAETS.

8% : RERFREFRUE(CHSITIHER
J0ONEURZOERBERSERE BARETROLR

GC-MSTREEDERBDEEBRRER WERS i
A A TTE A - 1B8.A 7= =33 N e T 1 |BREERR(VOILEURIDH) 995,061
D@*ﬁ—%/ﬁ:/ﬁ%/ﬂ“ﬂi Utiﬁmtﬁ*ﬂ'ﬁgh\ﬁ 3 OOLEURRED) 1518705
RBBENSGDET ., CNIIEHROZESR 3 34(DOVEURABERLY) + JOLEURR 1,335,686
5@@7'3—73\‘3: N 55.& nﬂ/\d)ﬂ&%&ﬁz L9 4 | (Z0OJLE URADF) +PEG300 1,294,356

- ot e 5 32(ZOLEUMAZD) +PEG300 1,669,142
WeHEEBZBNET ., CDFETERD 6 |RAEEAR34( 0L E UMABERL) + JOULE UARA + PEG300 1,719,705
BERRICPEGERML., FHTEAZITDSZ p
ETEREDEERADREMEB TN, K : | - lOEBENSRE/NEL TV IERILTVS.
NDIERLRESMEICADFRTENTERE E - ‘ < 2E30EBEKFFRUTIEDEE—TRIANHEL.
=2 5nET EEEBEMUE.

- PEGRMICKDE—IRANWEL. mEEBEMUE
\ (41516)0 /
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6,4)GC-MSHIEICHIFTEIY MUY I RAZHR

(3)PEGHEA(CKL DR
RAERHE 1T TR < RAGHENBRCAER) (CEPEGZRIM I BT ETY MUY IR (CKBIEERDIBARZPEGDI—F 1 >
KOS TENTEET,

\
B Y BMUYIRCKLBEREONEDER
m BERLE (—BOERETIEIRATAINRERDET)
B E—ORROWE (PEGHEMRZ -5« >0 ULBRMIBH RS SNRLZD)
B HSAHBEDMIE (PEGHEMRZI—FT >0 9DeHIY MUV OINEERICIRET I BENE L TESRLESD)
m PEGISIARBHZECLIREFOEFZEDOR L
R CEMUN R WO R EUTPEGERINURERE/ER T DFETT . WMV IORREIROBIESR Th DR IEE
\ FRIEBEDHEZZITEEA. (p.1235R) )
[PEGHFACKD VOV MS ADLEB ]
4 RS54 THE N #HF4TBE )
\ N B
J | \ PEGH /\ PEGH / | PEGHE
\
PEGHE . PEGHE PEGHR
AN, |~~~ w
B ‘/\ g /ﬁ\\ -
- | PEGH = | PEGH e e / \ﬁ
_“_t“_/_ - _v_}_/_w el ‘e || bl
. ) . PEGHE g
PEGHE - PEGHE 1 e o / PEGHE
9 TIODR ToUesmm RS )L RNy

(4) PEGHFEADRE

FEANCERAT BPEGIEI I PEG300ZfEALEY . PEGA00LL L(FEHRDOPEGHDEEN S AICKDEIREMN S D DEEHS
LDOWHEZZEZ TCUESIENNHDET .

PEGIZ#MIEN'500 ng(CIRBLSICGCITEALE T, 500 ngkDPRNEMRNELS, LIS DEREZSISHIUVETE
PEUDAREENHDFET . FARCKDBERNRING SPEGDRE LENRIRDFTITDTITERREET.
OPEG300D:ART5E

a) 1 %(w/Vv)PEGT7tZ b B
PEG300Z1gFE2UL 77t h>T100 MLICEERUEY.
b)0.1%(w/V)PEGT k5
a) 1%(w/V)PEGF7tz b iaRE 1085 R UET .
10/5&FRDAI - a) 1% (wW/V)PEGFE hid&l mLaERL. 7 > T10 mLICES

(PEGDENIHI]

o 2R A DPEGDT IR &S
BIRHBRROESE  GCADEAR e TIRR eI

= g EAMENE
1 mL 1L 1 %(w/v)PEG 50 pL 500 ng
1mL 2 yL 1 %(w/Vv)PEG 25 pL 500 ng
25 pL
1 mL . 0.1 %(w/V)PEG 20 pL 500 ng
(LVIXEFA)
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6,4)GC-MSHIEICHIFTEIY MUY I RAZHR

@PEG3000D{EA LDIFER

/ B PEG300%Z=AHY 3. \
B GCITFEATBiENE%500 nglcd D,
B LVI-S250FADAEFADBEIHREREEEZ290C(IC. XTIV MLGEADBEIEEALREZ270°CICRET Do
B GCORBREREZ3L0CSHULRIGE L. BHRDOPEGZEDEENS ACIKEIR,
B REERREOSVWNSLAZHE

\ B GCOA>F—T1—RNREZ290CICHREL. EHROPEGE- >4 —J T —RICHKEIRL, /

A=TiEE

E=EE310°C (598L.L)
AAHC K DBENIERZ SN BIHS(E320°CICERIE
BUEREIEINPI <RBIDTEER

EAOSRMSF
LVI-S250K&FAH : &REBEZ290°CICRE
2TUy L ZFAODIBE(F270°CICFRTE

A>5-J1-RiRE
290°CHl E

e \i A A AL ]
7 7

260°CHL E
RAHCAIE NS s

0.25 mmx0.5 M
_EShs{EEY)
F—U S OBk D)

RZRABHSLED
AEMHCANIESS /,0.25 mmx0.5 M
st EYIC L BDBNDRELIEDZSD

REHS L

RS CH U TR DD D
DEEDS L7EER

i*1),2) [TLHASLAERRAMASA]
OJLH3 A

AEFAORBELVI-S250E AR EDB NS LADFAORCT L HS AOEBEREAKRELTVET ., KEFXTAOTEA>
H— MBS HSLNADEACHERBIDD DT L NS LAZEET D ETRBRIBRIODITN S AOKRKICSHEAZRESETH
SERZMIEUDBEMAED L DICULEITERDIDSALCEBASNDIFETTA-—T D FVHEEDOFHICHELTHEFY). n
(LD E—IRRPEHRMEENMDBEZRIFICLET .
ORA DS A

STQETMREBRCRIA MASAZDIF RS EZHRLUTVET, A2 F—TI—XEBDEHSLA-T>ERERELDEL
FESNTNDRZSD, A2 —T T —XBETEEHBRAMEEMN NS LARICENE U TRESND TN D D EHRIA MBS A
EEEIDILICKDZEDBENZHETET . RAMSARTLASALERAUEDOEIFEHATEET.

ONEH S L EDHERE
DRSS LETLHSLAERI DS LDEHECEHSRABDT LR T v RARDFZANET,

(-TILYAI2RE]

TLASLRUKRZ NHS L : e _
TEESUDFrESU—Fa1-7J
XTLAS LSRR M A AL MI#£0.250 mm %}£0.350 mm £=10 m
#90.5 m(CHy FUTERLEY. (CatalogNo0.1010-36322)
[(PARTA AT XH]
TJLRAT«4w hIE 0.25-0.25 mm
LRI« w hORDH
10f8AD

(84% : GB-5010-501)

SE : 1)Tameo OKUMURA, Journal of Environmental Chemistry, N0O.5(3), pp.575-583 (1995)
2MEREFS, TTEMPIRBEREDIR—FDITE —GC/MSHR - | 4B HARREEFSFMBERTE%p.33
4TS, [GC/MSZERVWCERPKBEEDSINICH T DREIR(CE T DR | E31RREREB DRSBTS EPp.217-222
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6,5)Hth TE CTODIRX

6,5)#it TETDIEX
I BIRINDOEURE A H TN DEINR X DRMSZE (HME TR TORINEZISNE I, HMBAIRINESRITE% (CRLER

BaRNUEIHN. BODIHBNEELTWED. IS OBROSER ETHRNURERRN D UBIEMMET 31550
HODFET., TTTHRRFCHBITDHROIEHDETRNTUET .

BIRIE - - -

SRR

A ETR A0 B. i R0 C.EERILHM

EIINEE40% < ENE100%

K I TR T60%Mias% | ! j
RSB DRE (C
BEE LRV EWLT
TRWATERRSD

(1)##GRBERR) (CEH 1T D 3R

RRGIRERR) D EINR (CHEZ 5 X DRACEOE—ARRCLDMONSELDHBRDESDE. QOMHREODNER. QA
@RS - FERDIBR DR UICKDHABDERIRENEZISNE T, RGO —L. DF - ZEZIH T DeH NSO
REULTHATY,

BREEMROA )Y MIDWTEP.10 12, TSR RS+ 71 RFEEHE] 2B IEE0N,

RE R P

® 1—Fz SROED E5DF  EEH®. Sl BELBR. HBLRE

- i nu?iﬁ” g T TIVDURN BR, RAL,
st RE SRR &

® IR ot EEIRE S RORMAOEEHIHRI S

@ ﬁ:;,;gf@ it Eg@z BT, I RRE
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6,5)Hth TE CTODIRX

(2)#ICH T DR

METIETEENRCEEESXZERE U TTFLROO~DHEZSNET ., WITNOTIEEEE TI NIRRT > NIRRT B
DK EIEDLEREHNEBINLUTND T &) &, BHEETDICIREDBMEIDTETY ., FICOTIEFIIBEDIEEZRML., +93(C
RESBRE(@)LTHBEMgSO,(FEK)ZRINT D C & THEDBHRARZRRAL., BWEOE CIEDKEERIETZIENTEET,
(p.14588)

SRR 10g ©
W BEEER(RINEIGEROSRS) @
ol K (10-EHBOEKE) ML ®

REDHABRAER.
SINACN 10 mL @ it > TERAEWGRE: -
RESTFAX 13,000 rpm, 153 &
70 NaCl 1 g

RN VI>BS3Na27kFIM 1 g

a0 VI >BE/KZE2Nal.57KF 04 0.5 g ®
RESIBRE 1082 @

70 MgSO,(#8K) 4 g

&eS513 @

=098t 3,500 rpm, 553

HiHE(ACNE

RE R 5
TTHy = “/_j\?-\

@ REERDDEN F5o% F5o= 15—t
(1gEER &)

L AMEnEL AR5 (CRECHBES5) IREIRE BEE COL R
BRCAFIABENTNS  HHAEACN) E BT 5 (EEIRE BREE
KT OR MR R BEOHR (BB B R E

. B DRI TS
KOTERE RS TR DK SHEDHENZD>TLES (BB KSR

pHIRAZEAR+5
EE
@ WEERORE DR (BB A E
(p.16~17518)
©® HEBIE HEHRE KB RESFAX
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BEEBCEEEEEEFLTEMEHRBICTZINENBDET, pKadEH SpHH 2] ZBENS & (FFMBE(EF
(FIEARBEDIRBR(CIR D FE T (p. 113588),

ZOBITENH2DPKa (9.8 T IS TN SpHEUES L7.8(CF 3 & (FF100%MRHREEC /D =T, AEibBEDpKald
4.8TINBETHSpHE2E < U6.8ICIES & (FF100%MEHAREC/RDFE T, DEDRIEDPHEZ6.8~7.8(CHET S &
NH2ERSAAELE (F(3F100%588k U /= IRE8 T2 DABE/ER (C L D ASAAEENINH2 (LIRS SN E T,

BERSESDPKa NH2MDpKa
1 2.8 ||48 6.8 7.8 9.8 11.8 14
pH
R-COOH R-COOH mEFE NH2 NH2
IFfRRE 50%f# 5k 100% &5 50%f#Hk JEfRRH
BB CERIF

fERAEE : R-COOH
pKa = 4.8 (pH4.8T50%##Hk)

R-COOH _><_ R-co@+ @ FERFEE DY A F R ENH2DT S ANBIZES
| &5 ([CHE% FZRBREICT S
8321 A > STHREF
Vv i NH2 (P=U70EL)
@ pKa=9.8 (pH9.8T50%f#H#)

'Si'CHchchzNH3 e 'Si'CHchchzNHz

33 (TRIBDPHZ 2. 8L T (SR I D LREAMBL (SIFAFRPIRRE (CIRDNH2D SIBH SNE T . FRIBDPpHZ11.88L E(C
SREE LTS E (INH2 O IFREREIRRR (CIR D REAABR (HBH SNE T . pKaZ B DA A RN S ADIFEFENMEEZEE
HDELSSHEIFRIREIC T D E TENMBEZBTHLET .

ASAAEEDPKa NH2DpKa
1 2.8 4.8 6.8 7.8 9.8 11.8 14
pH |
BEAAEE (RIS NH2(F(EZ
100%3F#R  R-cOOH R-COOH (F(F NH2 NH2  100%3FfZR#
At R 50% AR 100%fR8E 509 fRHk JEfRRE A
R'COOH ‘Si'CHzCHchzNHz

Q AA>RWMNS LZES EEFIpKaZHARTHS 3!
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EHEEENMBERUSRMB DD ES S EBHEEMFRLE
IH. ZTTEROMDWILKTIzHEREBNNEE

OEA1 A>3 S LAEWS OHEEERE LTHBLTWET .,

TSRCHEBLTVWBIEREICY A S RAICHESE BN EZBRLUET.

(A A=)
BIZ(FENMEZEMEME LT D EPHERPTIREBELTIYAFRICHEBLTVET. COREBETERET D EBNMENE
HICRFENET T RICEMEOBERCERIT D EEMEME SIFFRPRR(CIRDBE LR BB HEREN SEINEHENE T .
AAZZHAS LTREDRS (CRBDpHEZEE T S ENRA> M TY.

IBA A RN S LDENS DA A—2 (BNMEHEIENEDES)

=1} w5 B
PEDERERYS TSR-RAFTADEEE HBMOERZERT
&1 EEIEY)ERERE >R E ATEME<>D< B B E IR SEB LR
1 | 1 | 1 |
& 7> 3% B 7> 354 a1 A>3
Hh3 A h3A h3 A
ch 4
e —>o— oo of—o—
g — w_ w_ “ — 0_ . BtnE
© ——0— 00— O—o—| O ==
XA FRICHFELUZENME BeEN R A AT EEVIEN IR C12 D HE
NI SRICHFBLTWIEHE SAITERFENTIRE LRV TERN SN S.
[CBlIE NS,
~
B3 LS IMIBOpHEZZER LS !
| .

- J
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(STQEICHIT B A > 3Zih S LADENT]

STQ-LCEICHITDEEIEA AN S LAPSADENSZH THEL L D, MIBRDOpHZZEE [T L TENMEZRIFS

BEhBHSEZO LTVWET,

<PSA(Primary-Secondary Amine)>
VER @ S8R A>3
pKa: 10.1. 10.9

<EEMEME>

XEFIEA > SN S AlFpHIC LD RERSER (BRHMERLSD)

HERENEDDEY, LCEDS
HTERICHFERETT,

1 pKa4.8

R-COO+ H*

B LCE(HE)IO— p.46&kD

4-CPA (B): pKa3.56 m—@ocwaow

(RIF]  PSAREICAEAEERREBM THERALET,
HER(FPE R IC(EETEMELD)ERT

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

e p

)

| Smart-SPE C18-50mg : &% |

| Smart-SPE PSA-30mg : 5% | v

RERhEL(SAREE L T~ 1 FX(C,

PSAIZfEBEL CTTSRICHE

S
=t

IJ\ j_]l] 7J<

Smart-SPE C18-30mg : 155

— @R ACN-K

4

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

— SR 2 %FEESEACN(PH2)

RERBEE(FPSAICIRGE (fREF)
LN L4-CPAD K S1IREEME R R CEIAR(CARRE L CPSAICIRFFENE Y.
PSA

Si-CHZCHZC@CHzc@%
CI—@—OCH

4-CPA (% pKa:3.56)

BERAES (BRMERLSY pKa:4.8)

"
N

(i)

BRI (2% FEBSBACN)ERT
\:

4 -CPA(FFFRBE(CIRDHBEBLIRL 2D
\’

4-CPAIZPSANSIEH

SA
Si-CHZCHZCF@CHzc@Z
D)
CI—@—OCH

RERGES (MRS pKa:4.8) .
4-CPA (23t pKa:3.56)

N

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

/

(BF : DURY—b - DILIRSR— NMCBITBPSADELF]

JURYS— b - JILIRSR—
(p.62218),

| Smart-SPE PBX-10mg : 155 |

| Smart-SPE SCX-30mg : f5& |
| Smart-SPE PSA-50mg : &5 |

SE[RE] RRER

7o X5)-)-7K(1/9)
[ ]

| Smart-SPE PSA-50mg |

B 0.14%7>EZ277

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

~OHTC (B HERC

B JURY—b - YIRS R—N(BE)TJ0O—

INSDREZIFFER(CT DD T(IRPSAZIFERICLTVET,

ohE (£R5%) GLY : DU — N\
i " R (R ) TS GLU : DILRS=— h
!
GLY - GLU(fRAE L TX-1F A (T, PSAIMBEL TTSRICHE
l

GLY - GLU(ZPSA(CIRAE (1RHF)

FILAUESR(0.14% 7 > EZTK)&ERT \
l
PSA(SSERRRE(CIRDFEB LIRS
2
GLY - GLUIZPSAN SiEH
PSA PKa:10.1. 10.9 & RIS
Si-CH,CH,CH,NHCH,CH,NH,

- OF
O:I‘?j o=¢
OH
GLY

NH,
NH- éHa
@ ° GLU ©
e (e

---------------------------
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OEA A ST|/DS AEWNS EMEGERNERUTMBS DL 55 CERARALE
T STTRONDPT LT BEHEEEENNEE

" & Bt ESEN
TAFRICEBLTVBERIC TSR CEE B ENEEERUET. PREFRELTHRAL T

(A X—>]

BIZ(FENMEZIGEMME LI D EBEERPTEHERE L TCTSAICHFELTVET. COREBTERI D EENMENE
HICERFENET T RICTILHVHEDBERZERY D CIGEMMEB (SIEERPARR(CIRDFE LR XD EHEEN SEIUEH S
NE9Y, BAAZMBDSLADEES EFRICCDRS (TRIEDpHZEE T DI ENRA> BT,

B A 232105 ADENS DA XA — (BNNEHNERENEDIES)

4 s e B N

PEOBRERT FSR-TAFADEENE FILAVEDBRERT
i BRI SRR EE ATEEE D<K B ISR IR SEE L)
1 | 1 | 1 ]
BAA>K B A>3z B A>3
, #WHS A |HS A #WHS A
P FILHUIE
©—> 0o o——0o—
Q@ ==
©— °_ oo @< 9 @— =it
TSR (CHBLIBNMED EEN I A>3 B9 IFARRE T D E
TAFRCHBEL TV BEE S AICARIS SRS LIRWDOTEED SBENS
(CBIEHIFBNS, - —
Q BT B LS REOPHEZ R &S |

\_ =

(STQEICHET BB A >3 Zih S LADENT]

NTHA NI =2 BIECH T DRBA A NS LASCXDEWNSEZH THEL &L D. MIROpHEZET D ETEHN
MEEERIFSEEDBESELED L TVET,

<SCX (Strong Cation Exchange)> (R45) \
VEF  BRIEA A>T R AT RIMAS AlFpHIC TR (R RS
pKa : 6.5 MOSTRCHBRETT. 1
MGIEARRE LU C TS RIC, SCXIFBICHRBHRETY A FRAICHE
<ISEMHME> .

WIS H1(RIU—>T0— p.76kDiks R .

Smart-SPE C18-30mg : 153

| Smart-SPE SCX-30mg : {&R&F |

MG(pKa5.06) j
— BFERT] bk
(ACNES - EBfE) lﬁflm MR (28% 7 > E = T7K-ACN) & \
S ACN )\L BUE(28% 77> 7] YERT
o MGIZIEFRBECIRADTBE LR RD
2
MG(ESCXMSiEH

> Smart-SPE SCX-30mg

Sex @
Y
O

|

H.Si
MG(pKaS 06)

B 28%7>EZ77K-ACN

-----------------------------------------------------------------------
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7,3)EREED— VY SDfE

OffEtDIsIR HARRIEHKa

BEOfRBE RIBIRE LT [HEBEL Kal i"H0FT. —MBCEHHMZERNT IpKal TRENEFT ., 1 ARBAOS L=
ERY 2 L CHBHARBEERELRERD—DTIDTHUSHATNETLLS,

ABCADHIC - - -
~\

OFL(C(ISRFE 55BN D BRI DIRE(C K D THRDBIHRED T,

(8] KSR CERCHM L TOET, (8588] AR CHEREL CTL\BED EIERDEDNTFEL .
AH —> A- + H+ BICITOZDRED UTHFEIREERD TLET,
AH : SERRBEIRIECORE A~ : REEIREE  H* : KEAAD AH = A~ + H*
@pHOB =5
pHE S TKERAAAEE] DT ETKRAAZVEEDEROME TERDENET,
L pH = —Log;[H*] )

AT |

FEARBER2(Ka) & (FEEDRFBID L\> T ZRUIZEDTY .
Kal@/KiERP THOERBE L CKRA A ZRE UIe EEODKEAAVIRE[H+ ] FEPREDOESRE[A-]. FFFRRHARRDIRE[AH]
ZRAWTTEORTRSN. —EXRAF T TEERELRDFT.
KalZEDFEET(FHENE <OND (K LVesh—RREIC I #ERLT IpKal TRUFET,

FERIREC

. [A-][H+]
EAREE s Ka= —— 1 - pKa = -Log, Ka
[AH] 10

FTepKakpHEUTDOLSEMRICHDET .

[A-][H*]
[AH]
fODLogE ENET ‘

Ka=

[A-J[H]

Log;, Ka = Log;g
[AH]

BEDESFES.
[A-]
[AH]

Log,, Ka = Logy, [H*] + Logy,

Zn(c pKa = -LogpKa & pH =-Log;, [H*] %#HTIEHET.

Bk o EHUWITE[A-]
E[AHIELWE
pH=pKalZ/&dD(EHm
ofek!

PH =

CCTIA-1E[AHINME LW EE[A-/[AH] =1T&H D Log,q [A-1/[AH]=0&7RDET ., DFEDAHMNS50%MFEEL CTODIREETI(E
pH=pKa&/xDh&Fxd,

- J
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7,3)ERED— U Y SDEEN

(pKaDR %]

OpKail
pKalHBEHNVNEWNEERVNEETH DI EERUET .

pKa/hEW—=KalMKZEWS[A[HH I REZ VO EEEREL TL\DEDMNEL -5\

[AH]
NELY REW

OfERL/ IFRRIDIRREZAL

pKa&[E UpHT (3#I+53(50%)H st L CL\BIREETH D 2 &(Fp.108. p.113THIBLE L. UNUpHNERRD LRt
DEIGRFEELET . pHOEN1ERD EREEL TLDEDEIRBMDEDDEIEN10BZEDDFT, 28325 £ 100/8ZD
BIzIF(F100% 7 Tz (SIEARBEDIREE (C T D (C(EFpHDEZE pKa S22 LB DT ENMETY,

PR (S5 BBAHDPKa%S SARELET. pHATIFAHZES DR L TLET,
+ H+

AH S A-

PHI6ICT2B & H+ DIBEENVIT < 123 e b T35 (C B AHANH > THRBIAREDA-EH* MHEZ £,
AH — A~ + H*

—7pHM2(C18D EH DIRENS < 18D 2O FEL (CBEA- EHY WRD TIREREIRAEDAHMERX F 9,

AH — A + H*
pKah's 28N zpH pKah'5 28N 7zpH
TI(E(F100%IERERE TIE(F100% 78k
P — AH(DpKa P ——
pH | 2 ) ( 6
AH — A- + H* + AH_A-+H+ + H—> A+ H*
fAst  0.99 Rt B ERRRED - poy—— iRt/ FE R 99
— T zlanjooszEte T D D TS -
ElS: i 99 renoo a0/ Ban10ME2L HEPI00EEE 9,99
99% M\ IEfREH 90%M IEEREE 50%h st 90%h R 99%h\ izt
\ / \ /
N — 7

PHM1ZEDD & T ARICHE
Bt/ IR DBENEDD A
. TNTRE2L LAY
neEOMITEL!
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7,3)EREED— VY SDiENTS

@A A>ZMNO S LDRITEE
A AN S LCHERFBE(p.105ZR)N' G DA A B E LEHOFRIEENSHET LN TEET.

A ZMBEL(L?

~N
A ABMBEE(FA A IMO S AOBREDA A D IR TED AP DO—fliA A DEDZ ETIN ZTEFA A>3
DSLMREETERAACDEEUTEZEY, EETEAASKBBEEFTIBR1gHZDDOA A KIRSEE LT meg/gl
(meqdiFi#Hrs : =V - 404> b, XAvD)TERENFET., [meq/gl (FEHEDOEEDLRBI EICREFO>TVET,
A A NS ACHERABRIF CERIERMBEUTOLDICGFHET R ENTEET,
HG HRFTEBIRAE(G) = DFE X AATWBESZ(meq/q) x FIEE(g)
Ge=1)
TRDBEEDEREZTELTHELL D,
CRESEIZVEDODFE 300
A ATHEE  0.8meq/g
- FeIEE : 500mg
B HRIEFCE3RAE2 (mg) = 300 x 0.8(meg/g) X 0.5(g) = 120 (mg)
CDAAIMAHS ATIFCOMEZE R LHRKR120 gRIF I D ENTEET,
\_ J
(fZ] meq&(d? ~
meq(milli equivalent : = - 4 1)L > M) EFEHRBEDE2RT B CTEOFTERN TRDOENET,
meq = ¥BE(mmol) x A A>DffiER

AARBBE(EA—T—
[CKD>TEEDSL. BUA
—H—TBHERISUR)
[CLKO>THEBESK!




7,3)(3)9S5 I 74 RH—R>hS A CORTEONDPTSEERUNEN TROEROHE
RURERELTOBBANBOFINT TR LEL,

TS5T7A SH—IRU NS LOFHERN SR ZEN FEHI (XA RS (C/RD TVET,
XAHA RT Y OTBALTNBI ST 7+ hH—RUICEGCKEGCSHBNET., TNSERRBREMDENTH D, ERABNRKUNE
HEIASTYT. FAERBGCKDHDIRF LD TNET,
QI3 I74 bh—IR>HhS AL FEBEMEOHEEER

DS3T74A4 MH—RASATREC FEBEZFCENMNI ST 7 A hI—R OFEBIEDH (CA DAHRE (1REF)
SN, IMBEDOEDEFIFRED UE T, it TREEFROIOOT « JLHIEED T SR « REIQ EDFEEEDRML D D
BREICHRNSHODET . 2R UFEEBEOCENMECERCRE(REF)SNB3LHIEFNRETY, RESNTZENYMEZEL
IBCEMLI>ZERUET.

DS5IT74 bh—ROHS LADEVNS DA A—S

4 - N

DSIT74 bH—IRASLTIE

e
L — ! FESEDBEERLMN 5L
D5IJ74 bk
%73_5’-“> | .
4 )
L W ~° o
I R D)
¢ | | ux Faml ya
l == o T Q—: L DSR4 RE (M)
~ T Y
) - FEEsAY e e
o ® OV wmEstay 2007+ Jla (RRLSY)
FEEEDLEMITS 55 T74 MH—RYICERFENS TEBEDESMDH
JI7+A N—RDRIICA \_ )

DIAATEHRIFSHN, I8
EDEEMIFREBD T D,

B
e
1 | .=\‘ CHgﬁ
525" *
g TESEOENNEEBHT S EEF NI EESS |
NMLI> MITY g
- 4—=__
-4—_—__
.E NLI>%ES S BNWErR T
1 BB E R E MG T
=5 SHSFRLTR. U<
2HotE
MLT &R T o ETF HRDA—TERTL |

EEBEDEEMEIS T 7+
\ MO—RIDSEHEND.
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@U5IT74 bA—R>HhS LOREMDE

TREALZZDGEC-MSODSCANIOR MISATY . IST7A bA—RUASLZERAT DI ETISR A RENRE
ESNTVBRTENMDNDFET, COEESTFEBEDEREEGI ST 74 MH—ROASALALCRFENTLENEFIOTINSEE
HIBCEMLIZERULET. BU NI OERNE 2D ERFSNTVEI SR A REBBHINT 2D THER
MRMESIEDFET, MNLIZZFERT3HEREFTOREZENNEN LN TEDIHER/NEICTDDIRA> hTT,

AL >SZBWEGCH+PSASTH— MUY S EBHIBIKICKSSCANIOY M5 ALLE

//> ( ) ISR A K& \ ‘\\

{PSA-30 mg ©
172 R>-~NFY>(15/85)

] A ‘ I - il
i 1 ~ °
Mot (0] - DSIT74 Sh—RAE>T

GCS{20 mg+PSA-30 mg BRWECARCTSRI A R
>-AF1>(15/15/70) EOTBDD I R=ASA N
o rFEERLL!

MLI> DEERMMER D
— ZETISMR A RED
BHEMERFET.

—=

No2 —

=

Mod
DST74 M=K NS L%l
GCS{20 mg+PSA-30 mg BT BIETISHRI A REEEF
FEh>-~NFY>(15/85) ERERBENTVERA

ﬁ R\

Mo 4 4

RT—> 1000 15:00 20:00 2500 30:00 L)

R.T. (min:sec)

BevmEs EIREN TR TH
LI TERT D ESFRNY
BENEHT IRIEED MLIY
[CUTTE BT DD
TIRVESICLELD !

TR ANFHITBERUEZES ISR 1 R4
([FFEEAERBENTLVR,
BLT7E - AFH TENYMEN D EIRS
NTWVBIR5HAT ML ZRT BE>RN
Ko ZDHNENVEUERENOEBEERS
nasum.

- J

(8% : BHSRIER(C K S EUNRDLEE]

DST7A MH—REASACRFENERES NI DERZ FIFTOEHEI B LTEREEMELET. UM ULEDS
BRMADEBHEUCEFTIOTERENVETY.

___ _ _ _ «VFORILT
BHBE NI -7t h-AFH LR GH(CH.) * )£ TIT> /©/r
tems (20/15/65)  (15/15/70)  (10/15/75)  (0/15/85) vz o o
NLI R CH,NHCO, ®
20% 15% 10% 0% oo
1V7OHnILI 89.2 89.7 61.9 31.8 ot SOy toO—L
EE Dk 94.2 93.0 95.9 59.5 o GocH,G
STRIIFIL 100.2 92.9 88.2 37.7 o” Qmjf' Q ™ ooy,
JO/oO—IL 100.3 98.8 71.0 41.3 100OH,CH,
JO/=IL 101.1 101.2 92.7 60.9 Ja/o
cl @ NHCOCH,CH,
03 [BERERERST 4 GCS+PSASTHSASBHEIRC LBEUNER ] 213

cl
http://www.aisti.co.jp/common/pdf/kn1305.pdf
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8,1)IREMDIFNTTE

8, 1)REMRDIFRTTiE

EEEERDDDICEELDIRER TINCDERGECBACIDEERMAIAELBRBBENHDET, ZTTIELDIEHER
EEEZEEHICHICGC-MSATE (CHIFIIREMRICDVWTHALET .

BEANZGC-MSTRIET 2. TD—EMEERCIRESNMREENRL T2 ENHBDET(p.9081R), COIRKR(IHFIC
KBEETHEECHD. TOREREBRDERENZ UL, TOREBFENSEHINCERMEIFIERESATLERDFT., 2D
BEIREROERSE (RD3IEH)ZZEEITDCECIDIERRTEFEMEET T I ENTEET ., BREBOERSEICIER.
HAMITEER. RHIR. WHRENBDET,

(1)REROVERH

TRERFE(EVITFHILT)DRERN (7RE)DRIET —ISIER UTTAREIRTT .
BERTERLUZBE. BRES TCORMBELREBOTNHAASLLBOTED,. EEEEERELARESELRODTVFT.

B RERISDERIE
BRESRER
ER(EE 3)=16525.217264Q-82784.17874
A8 24=0.9985702
= EEME ([EUXEE%)
3500000
200ppb 203.81 101.9
3000000
100ppb 94.71 94.7
2500000
50ppb 45.37 90.7
& 2000000 20ppb 18.44 92.2
1800000 1 10ppb 10.99 109.9
1000000 4 /{ 20 S5ppb 7.67 153.5
foooo 5 [ 2ppb 6.02 301.0 ]
°% 40 60 89, 100 120 140 160 180 200 EEﬁEprb(ZiﬂbTEEﬁEGppb

3fE6EMm !

BUT—YZEMHMITER. TRER. WHRETREREZEN T D ERMBEIREROITNIERDIZES L(ERXD. WEHD
BRMIEREEDENRE/NSRADTT . COXD(CIRERDIERITEICIDERENERRDETIOTENCIGUIEREZRTD
REREERUEET D ENEETY,

BT EER ZRehiR XE
—RREAEE NIRRT S DTS
%é£%$=§§§)§%m 82+Q-13014.16664 %Egﬁzz?gggzg *Q"2+13335.30299%Q-29676.041172 %ég%}gggsgﬁ;g@?zs*oﬂ 15744
3500000
3000000
2500000 2500000
2000000 2000000
=8
1500000 1500000
1000000 1000000
500000 500000 /e/
oﬂﬁz
o 20 40 60 o
0 20 40 60 ¢
0 0 ° ! B’
0 20 0 20
RE EEIfE (EIRE%) BE E21E ([EIUNZE%) BE EE2ME | (EUNEY%)
200ppb 245.03 122.5 200ppb 199.85 99.9 200ppb|  201.14 100.6
100ppb 111.09 111.1 100ppb 100.95 100.9 100ppb|  101.13 101.1
50ppb 50.52 101.0 50ppb 49.28 98.6 50ppb 50.73 101.5
20ppb 17.46 87.3 20ppb 18.46 92.3 20ppb. 19.61 98.0
10ppb 8.31 83.1 10ppb 9.52 95.2 10ppb 9.74 97.4
Sppb 4.24 84.7 Sppb 5.49 109.8 Sppb 4.84 96.9
2ppb 2.21 110.3 2ppb 3.46 173.1 2ppb 2.09 104.7
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8,1)IREMDIFNTTE

WERERNADRE * JADWSIRBBEAKHENS DTS ~N

ZReER TSNS

y=ax"2- - -1
R1OMmDZEN LT D&

log(y)=log(a)+2log(x) - + - 2
FCZTlog(y)=Y. log(x)=X. log(a)=AEEZRZD &

Y=2X+A- - - R3

EIRD—IRERRICIADET,

BE | miE 1000 / B mig | 1000000 /‘

10 10 500 10 100 800000

20 20 20 400 /

50 50 600 / 50 2,500 600000 /

100 100 400 100 10,000 400000

200 200 200 40,000 /

500 500 290 500 | 250000 200000
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