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BHBIOKFIBICDNTIE TR KRNMEDER] 2B LSV, FEEARFOKIEE [HEARBGREDR(
£48) ] PXERFEADWebY A b (BREEDT —FNR—X ) NE&EERD
EER

QOB AR OSESEREZHE LI LI D,

P, TR R ERR USRI THEFEA RN ORE L (C VW esd, KTHplzcsE s 2 s TalE

HHEERCSELPT <D, BEMHHEINIRDETE),

KFEMEOBZE
Fi S Ky (%) HEHFE (9)  FHIKE (mL) (e

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

EL) KAMREESUTRET DN FLEPPF1-—TJCEZLULTURES L, MBNELSRESEFT, BN TR(C
BOTCVND T EZETHEEREWE T,

E2) B - SR - R EEESEHIKR - BARIISOME L., MM EEcTEET.

E3) KO IT D EETEFTT . TDHE. FEEFHNDESEN'S gICRDISHELFT.

(2)pHFAE(CDWNT

FHEREIL EpH3ERBOBS MR T, IMHBETICS mol/LKEEL T ~U D AKERZE B TpHe~ 72 (SRR W
BRMBENSDDET ., COIDREBIERN TIIRES A XEITHRINT D 2BEDIIT 8T MU DAL K DIEENE
AR BSNRVGENHDIEH T,

(pHEREETTE]

@5 mol/LKEET bUDLAKERIER : KEMES bUDA20 gZiBH/K100 mLICERET D,

QB9 Dtk & (FRICpHAZADHN ZHRT 2.

®5 mol/LKEEEF hU D LKERZ100 uLF DRINL. TOBER=UTHRELEET D,

@5 mol/LKEEF N D AKERZERINDOEEpHERIK TpHZRE T 5.

®5 mol/LKEEEF U D LKBROVBEEZ R T D

O=FIRDHER(CO EEZEDS5 mol/LKEEEF MU T LKERZRIML, KBELTHSHERZRIRT D.

SEXM : 1)BARREFR [RBREEDFN O THELVBMEDNIN]  hET4MR 2018
MRS, [ZREIWNEHXNOKEBRENTICH T DIMEFOKSTENR]  BARRFEFREE 31 (4),pp.431-434(2006)
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(3)ihNEIREER (CDULT
HHEEN T b Z NUILDTZHFIBRETRE CNIOEHT BETHDIUNEN DD, 7 UL
TR ZBBHOLFET. ANFTUREBTELUICSVWEDF, HBREDEE UEINESABILT IRR &R0
FT. TEHRNMTDIBERESTHBIDL/ 20U T ZHEND UFET . BEDPFENMER D EKEDLERNEDDIN S
TY,

(FRERRTIROTER]
ORI DIFEEBRIITETILEIFPECE LD, HBBEDL/20UTICRDLDCT D,
QEFREFREFTIMNEEX EFML. 300BERE LIERICHBIREZITS,
QRIMT DFEEFRETEBLINFYUBRZEFTIINELDICT S,

(4)ibEDOTL >

SRS KO TFHHEZE T L > 2T BT EICIDIMENROEERZ/HDIENTEET . KERETH
RRSNET,

®15mLihiiE

MWD cZ hJILEZISMLICED T CETHHIEEZEH D ENTEFET.

URHRER 10 g (52585 g)

(@0 K 10 mL 3E0HBE)

7ol ACN 15 mL ACNiRINEZEZ1EHN

REJF/X 13,000 rpm, 153

70 NaCl 1 g

o0 VI EE3Na27kF0M 1 g

AN JI>BEKZE2Nal.57KF 0% 0.5 g
IRESBRE 15570

il MgSO,(f7K) 4 g

&3 19

=IOBE 3,500 rpm, 553
XACN : 7=V
NaCl : &t II A
ACNJE MgSO,(fK) : BRI DA
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(RFFIR]
HHIET—>=E OB R Z MUIVBEAXTSROCHE (FEhZMJIILED) -XREMCTI7E ~
Z hUILBRI-IRE SHH>EODB -7 M Z NUILBQ->T7 2 b Z MIIILBOICEDEES

SAEER 10 g (R385 g)

(@00 7K 10 mL 0B E)
AN ACN 10 mL

RESF(X 13,000 rpm, 153 HRORL Hhih
7l NaCl1 g
0 VI EE3Na2 KA 1 g A ACN (EBR-ACNEOE) mL
SO0 O Bk3E2Nal.5KFH) 0.5 g RS 14
IRESERR 158 |
[ s Mas0.(x) 4 o ELSEE 3,500 rpm, 55
RES 153
®=OSHEE 3,500 rpm, 553 ml o
ACNE® REBMGRIRE-KE)
|
ACNED® KRB (GRRE . KE) —
<€ XACN : 7Eh=NIL
NaCl : #&{tF DA
QOEE

MgSO,(fEK) : BKREE< TR I

ER : ACNTHEE

il
)

SEXW

1)http://www.quechers.com

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

INEREFS, [MEMHPREBRED R —FDHE-GC/MSHR-1 40 BARRBEFRFNRER BEES%D.33, B-7

4HBES, [LC/MS/MSZERBV IRBREDLKDITE—FIITED 18571 EISEIHARREEFSFMBERSE BESE p.39, A-21
SYE4EF5, [GC/MSAZEEA%Z AU\ cERPKBEREOIE—FIN EDOHI] EISEHARRELEFZRFMBERSE BESE p.40, A-22
6)Michelangelo Anastassiades et al., J. AOAC Int., 86, pp.412-431(2003)

7YNES, [STQERBERE—FONE)CHS T 2MEBEEDRET, E1130HARREEFZRFMBERE BESE p.51, A-17
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(1) GC-Bi&

010% (w/v) BIEF MU DLKER : 1B(EF FUDAS0 gZiBHK(TERR L500 mLET B,
o7z hZhUJL-K (9/1) IBR : 7 b bUJLEKEAHIELLS: 1 TRS
O 7T R -AFH (15/85)RMRK : 7 h> ENFH EAIELL15:85TRS
00.1%/RUTFL >4~ UT0—)L300 (PEG300) +1ppmITF+> bL>dik/T7zh>
®PEG300%Z1 g. 1000 ppmI T F> bL2dik/72 h2iERL mLZ100 MLAX TSR ACHEL. 72 ~>T100 mLICER

@077t h>T10ERAIR

(2) LC&

0 2%FEEF /AUl (FAFAR) : FEE2 mLz7 hZ MJJLISERL100 mLLIZED,
o 7T hUJL-K (8/2) B : 772 b hUILEKZHIELLB: 2TRA

(3) LCERERFRAESEE (BRAR)

® VLRI hUI, 2%FHEE 7N NUIL, PERIZRUIL-K (8/2) « KEMAKIBLLTL: 111 TRELIZED
K BRENDITIRIDIZE(F2%FHEEE 7 A= ML TERLSTZE M ML EFERLEY.

% LC-MS/MSRITE T (FRIERAERM D RE® E— ORAR (CRE

(4) REBRGRAEGE

«GCH»

O RSIZMAE 2 ppm (HhBATHRMA)
<IZEFRN20 ppmDIFE>

10 MLDOAR IS A ICEAZHEFERZ 1 mL3 DAL,
7 R>2EVT10 MLICER T 3.

O RAEHEAR 0.1 ppm (REHIERATRESER - B
(S HEE))

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

o ZEEDRERAESREDR(AIFHAR)

<2.5 ppb>

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

<5 ppb>

1 MLOX HERE (CREZEEAR0.1 ppm/ 7z h>%=
50 yL. 0.1%PEG300+1 ppmZTJITF> bL>dix/77&
~>%20 pUREL. 7 b -AFH SRR T mLIC

EBT 3.
<7.5 ppb>
1 mMLOAZGHERE (CREEEARR0.1 ppm/ 7L h>%

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

E1) HMEARIARSERESRE. MHEE (Peh=kY
L) (TERIDBREZRANTHRIRLET.
Bl "NFHIAS L EFEND SHEEER (PzhZ R

L) EDBEL. BEERENAERENICSKBDEY,

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

IRHRERET T ILERCHERR CORARZHRELTVET,

XIRERAESHRERREEI—HITY., RRICKXDBELEERETY.

«LCH»

O RAIEERR 2 ppm (HiHanRMA)
<IZH[FER/RN20 ppmDIBE>

10 MLDOAR TS A ICEAZHEFERZ 1 mL3 DA L.
7= PUIVENT10 MLICEST B,

O RAIREERR 0.1 ppm (IREBWR(FRLA - AERR)

1 mMLO A ZGHERE (C L EERSIFRERR2 ppmZ50 pLix
L. LCEEERRARRINTL MLICES I D.

o ZREDRERARSRESRR(AIHER)

<1.25 ppb>

2 MLDOAZGRERE (CRESERERR0.1 ppmZ25 PLERER
L. RERMERFESBEINT2 mLICEST 3.

<2.5 ppb>

2 MLOXAZGHERE (CREERESRO0.1 ppmZ50 pLERER
L. RERERFIREBEET2 mLICERT .
<3.75 ppb>

2 MLOAZGRERE (CRESERERR0.1 ppmZ 75 pLERER
L. MEBFERRESBEINT2 mMLICER T D.

E3) MEANRIIRESREERE. MBsE (Peh=hy
) (CBERI 2BRRZRANTHRIRLET,

4) AUEORISGHRAERERAUBAREERUET.

ARFSEE LR [()LCERBMRIERRFIREAE] 22 8<
ZE.
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4,2)(1)STQ-GC-Bi% (E1&h) (201809 ver.)

4,2)(1) STQ- GC-Bi& (HE&h)

GCHREFEZLBEBEMRMLEE(ST-L400)ZEA L THE
HUFT.

.

RREHEDEN

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

| caBEAmESEEST-L400

IR D
R b

(ST-L400DT#E]

O/ URL—5 —([C K DIRMBIRIFIRL

OFRREMRDEN IBHBRDZEE N EIEE

QO IRARDILIERE ] HI 1553

BHME(RERL) @
IRAHERL Y x x

(1)EB&HE

a>57433=>9
ad %
ACN-7K(9/1) _

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

— SE[ER] mHKR(ACNE) 0.5 mL 53EY

@ACN-7K(9/1)

.

OB (ACNE)

C18-50 mg : ¥5& - -

w A X

1

: 310%N C|7J<z_; ﬁfﬁé{ HEHD %
. ] : oNa At - WRIEDIR B RRSY
o007« )UiRE
TR :

— 500 10%NaClZKA® $912 mL

L s s C18-50 mg : 1##F. - - 9
l_ j;g\ya_/) N
AV — [REWME
é . k3 = >
Smart-SPE C18-50mg : £ | X a ) fggﬁfﬁﬁwﬁmﬁkﬁ
(2)EHHEZ1R '
— SR K 1mL I @EZSHR
ENEZIR(ZRHR) 25 - - - ©)
7433z
VA
: FEh-AFH(15/85) RO
i 1| smart-spE c18-50mg ||
l Smart-SPE PSA-30mg : {53 . e
. C18-50mg =« -
— B TR -AFH(15/85) 1 mL i e = ©
A o 3 i
R Sy ‘
(15/85) .
printanyiict
— %00 0.1%PEG300- lppmjld'/l\l//dﬁi
SEEVEIABR 20 L C18-50 mg
PSA-30 mg ¥&& -
EE 1 mL7Ebho-AFH(15/85)THEE - - @ IREYE o
' - ETRAERRES
v RS

BIE : GC-MS (AE3EA25uL)

B ep—
BATERRCaENDRMAS o ko0 MO+PSA-30mg AL
(5 U BB SE A L T D3t
ARATET ST LN TRET,
12U, EHREEIIL THSENE
LS B & — RO EINEAE
FEBEREA B DET, BHNE
DB (BT R 5

® 1T T A >HZUEHPNDIBZE (I
SI-30 mg+PSA-30 mg &

T R)

O BRI TN A RS UGHRIDZE (I : AHESE)
GCK-20 mg+PSA-30 mg
XGCK=T ST 71 hH—MR>

BENSBDFIDTTEEMNET.

X7 N HETIFBC & TRENREEENETH

X MLIZZ2ER L TEF S AFAR— bDK S (CEUEAMEEEBED

PR -~NFH> (15/85) 1mL
. BECI>TEFHDCEIRESNRWNEENHDET,

TR -~NFT> (20/80) 1 mL XSI==>UHTIL
X7 EE20% U TFCT DS ETHITA > OBREDIRNEEDEFY.

BH NLI>-PEh>-AF5> (5/10/85) 1 mL

FIAFAR—b

N s
I Xm0
CH; NS
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4,2)(1)STQ-GC-Bi% (E1E)) (201809 ver.) %,

O (1FENERE
B U7z st R (R ) (. C18-50mg (L ) (TR 54
BRI SNENYE THIERIBBELFET.

@ C18-50mg(_b)NSDFRHRIC10%NaClAKER % 70
L. ACNODEREHME < 72> f=iREE ($97%) TC18-50mg
(M)ISEHRUET . C18-50mg(F)TIEEZFENC18-50mg
(TR ENSREDRME D TZDEFBB L THRES
nxE9.

COLEFAERRDT7EZI T —MPASE RIRR(F
C18-50mglcRIFENFBADTLCETHRUET

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

0 (G)at
C18-50mgh SERF U BEABHUET., DL
C18-50mgD T [CPSAZ DEEZ EIE T D Z & TaikhE
RABRTS & DIMER S Z IR LE T
7S LB (R 59 DT S U CER BN L 72 0
BHAEEEET B L TIOBENRESH BN
TEET. (p.26 BEREMHDEN] . pp.28-345R)

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

XTI TF> ML dRSEROBRELBHERDZD
[SRIMUTWET ., ESEMIECIFERL TR
RINEMATIEHBDER A

O EEmREANERER CBEERKICT ST EaitE
LET,

BERNERECLD
7IVT—23>F7—HFTESH5

PTV A0 LVI-S250(AiSTI Science)
1> —hk AL (BREY) 425 —b
FADRE 70°C(0.16 min)-120 C/min-240 C-
50 °C/min-290 °C(26 min)

GC Nexis GC-2030 (Si2&{FFh)

FEAE—R LVI-S250 KEFAE XTUw
HlfEE— R DS LFE

HSLRE 1.2 mL/min

HRRE 40 cm/s

IN=FE 3.0 mL/min

ZTUw e 50
2TYUw L XEER 4 min

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

A>2HF—-TI—XBE 290 °C
MS GCMS-TQ8040 NX(Si2H{FFh)

AAVIRRE 260 C
AEE—R MRM

PTViEAO LVI-S250(AiSTI Science)

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

50 °C/min-290°C(40 min)

GC 7890B (Agilent Technologies)

FEABR LVI-S250 BB M E—R

> NESD 70 kPa

N> hTJO— 150 mL/min

N NEFfE 0.27min

=85 4 min

N—==270-— 50mL/min

NSLRE d>X5> 70—, 1.1 mL/min

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

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

MSDhS>RXTI7—S5+A VRE 290 C

MS Agilent 7000C (Agilent Technologies)
A AVIRRE 280 C

HEE—R MRM
N [=]5yr =]
BEEIREEOHE(ICESHS -E
(Youtube) T
[=]
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4,2)(2)STQ-GC-BZEDIFR

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

[GC-BiEDHIE] —
SRS OFESIES :

| - EAEEMERLEE P RUIVE) (S B8R - R E OSBRIt D

FFE OKB) (CBITL. TNTNZDBCTEFI,

RESF A
*’f‘tl’:‘ OC1BHER :
N, HPOIO0T 1)L (@) 2EDE~ TN %C18[CIRERETS £ T,

|
ACNTE

" Smari.SPECi8 . B® " QC180rPBX(CEEZRF :

BREEDIBEORMEZFEDHD LT, BHRICERZRIFCEET,

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

| |  EEMUEEECI8PBXICRIFTNTRETE T,
SRUTBER ,
| O :
EHREZIR(RE]) B IPSAIC & D ISR B S MBI A 7 > B BB E TS E T,
| PSADH T T &1 B A IS (L5 U BB EEM LT,
—>l Smart-SPE C180rPBX I GCK : PEBERAMERL D DIRE
Smart-SPE GCKorSAXorSI : f&% / SAX : B3A A > SRHB D DIRE
: - SI :hAIJxTA>DFE
L_Smart-SPEPSA: ¥ | PSA GBI : &> Jeims Ol

F_J'__q 1) PBX 1 ARUN—REREEFIRUZF L > S E LA B KIE/BUKIE/ NS > R FEEH]
B= 712) EEERMPEEEADIZSEC18%. FEDHBAIPBXEEMAULETY.

C18 & PBXDEWA T

LERIO-DOICHITBDCI8ELPBXDFEARBNERAU TESSEREDRIFICIADETT ., COTIETEII2 mMLORZBRLET
HKDLEENBNEHS U HROCIBICFEH TERYT D EEANDNDERIEENESEF T, T TIRUN—RDPBXZRWTEFL

EEHTNET,
[3R3ER% > DR EDIEZE)
[ FKME (1BHE) Bk (FRimT) \
OEEAE. @C180rPBXE1)2) ®PSA,SAXfaR @C18#E% OREBNE
BERS R - ~
AT masEns |
. @IBIETGE R D . P BEESARAS RS k
K ®E - BR - 200740 T
B | (BREREIATN | o &
- . 2570—)L8 U %
D 5% L-’ "
R "
wo | osmm B
Eﬁ ~
2 cHhITA> s o
2 TEERAES -
\ A et
\ B®GCKRER /

$¥1) PBX : IRUN—ROKREEEIRUXFL > E LR B HKIE /KIS > X FEEH]
E2) £EFERMEEEERDZESEC1I8%Z. FHDHAEFIPBXZEALET. 28



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

GC-BETIFHEMICEETN TWNBRMED (T
BUT., BEEEZEMUEDERBEZZE
BEIR3CELEICLDBRNRZEDHDZENT
=FEY, F#M(Ep.28 [4,2)(2)STQ-GC-B&
DEE] BZELLZEL,

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

GC-BiZ RREIEDEH

»ll

L

El#EA : BE I

BR ACN-K

eriER] HMERACNE)

AN 10%(w/w)NaClKia®R

MY DEIINER (FZE/T (C TR > BHFEL
e K
> BRI (3
BB
| BIEC : B |
Al EEAE
B A
\ J
(BBl DERDHI)
Bipa! EltHA EltEB EltEC TRRAIE aAT B
737 N - ~ —
HE- T8 BE-HHE | C1850 | C18-50 psp | Bh¥nFTY ExU0
(15/85)
T ho-NFH>
L&DH. KE. &FFERL (10/90)
‘ C18-50 | (C18-50 PSA _
TE@RE T ho-ANFHY REREDOLBIINEMET
(5/95) CRSEIHE2210)
MVI>-7E ho-AFYY | FEBEDEEE TR E
|=PAN
GCk+PSA 7(’5c/ ;0/?\5:1:*3‘ iﬁzg:d)“i’&ﬂ%t
- - - L BEDRFETX
Z4E, BROZHEA 18- 18-
S, BR0ZVERR C18-50 | C18-50 (15/85) LRLEA
7 ~ - ~
SAX+PSA TR AFHY
(15/85)
MVI> -7 b -AFYY | EEEEDRERE RS
BRRENTIA>%2%L<E (5/20/75) 93%5
- C18-50 | C18-50 |GCK+SI+PSA _
iy T Ro-ANFHY THBEDERZHRE
(20/80) LRWNEE
FHOHE EL |PBX-10%VF2 ELE Bt

1) PBX : mRUN —ROEEEIRUXF L > D E LR B ARKIE/BKIE (S > R FEEH]
12) £EHEEMEEBEFERDEZSEC18%. FHDHBAEPBXZEALET.

1 TEWebt - k(http://www.aisti.co.jp/appli/)IC RBERERERT -5 EUT—BOERCDVWTHEEEEHE
HARBOBACIBIOAWMELEBHELUCVWEIDTIESETELREETVN, BBINSDT—HE—HITHOBIT ULEDH
BENFTFITLOSBREVNVLET,

HRERILETDEDTREHDEFEA., BIRKREGER(CT
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4,2)(2)STQ-GC-BiZEDIAH

B & FHBRICEDIFRMRE
BRCEAIZERECTHBFREOBARVERCLIOBRHRERADET., T TEHEMESFHBEOBATC
LBEENROLBETBNLET. BL. TNSOMEERICLIDBEEOBRKREZEHLEIOTTEBRENET.

“  PSALBHBIRICLDBRUR
PSARIEA AR EMEDHEFAEHERH DEHRTT . BHBEDOTE Y -AFYIDLRICLD
BEHBNRRODET. TRRESNAEDOHTY. PN DOLLRETFFS T & TPSAICL S IEMHEORK
EHRNB<RBOET., BLPERY-ANFHCOURICLDBEDOEBNENZEH I ZHBANHOEITDT
TEBBOVET (TR [PSACRBICLBEINE (k)] B8).

Bovhosa] TIC vER - fERHEM P
: 11
ool PSA-30mg PSA
1! <. :
ar FRRZAFY> (1/1) -Si-CH,CH,CH,NHCH,CH,NH,
] ar N-TOELTFLOST=>
1! —RIEEMER 3% - (21 A2 3R
1
ot (-l e

I : I (3/7) ® Hexadecanoic acid
‘ ! I
HoZ Lt s ! u"nﬂw’l«u\. Moz

OW

I : (1/4) OH
1 Ny
Nod leim .. MWM——»A—A— Mo . . )
;! @ Linolenic acid \
. MWW (15/85) 4mmm 5B 8 Lt
Mot Hakteia) ! s WWM_ o OW/
P ’[ P [ P mERE o
No5 b, b oL als nd gt ety A AT LMJ.MM\FI) ﬂﬂg?’-b)ﬁ")]—)b
RT--> 1000 1500 2000 2500 3000 wm  R.T. (min:sec)

ESNABRICEIFTBIPSALBHBR (PR -AFHY) [CLXBSCANM—FILAA>OOIMISLDLE

PSA&BHIBIEC & 3 EURE (R B ESNATS
( ) RIGEE : HAP0.05ppm (M E&ARM)
BIHER TEb-~FHUHE F(FebySHE) BHEN TFEbe-~FHULE F(FEb ER/E)
&5 A=¢:E (50/50) (30/70) (20/80) (15/85) (10/90) (5/85) (0/100)  H% A=k (50/50) (30/70) (20/80) (15/85) (10/90) (5/95) (0/100)
50% ' 30%  20%  15% ' 10% ' 5% 0% 50% ' 30%  20%  15% ' 10% ' 5% ' 0%

121 Etofenprox

122 Etoxazole

123 Etrimfos

124 Fenamidone

125 Fenamiphos

126 Fenarimol

127 Fenbuconazole
128 Fenchlorphos
129 Fenitrothion

130 Fenobucarb

131 Fenothiocarb
132 Fenoxanil

133 Fenpropathrin
134 Fenpropemorph
135 Fensulfothion
136 Fenthion

137 Fenvalerate—1
138 Fenvalerate-2
13% FIPRONIL

140 Flamprop-methyl
141  Fluacrypyrim

142 Flucythrinate—1
143 Flucythrinate-2
144 Fludioxonil

145 Flufenpyl-ethyl
146 Flumiclorac-pentyl
147 Flumioxazin

148 Fluguinaconazole
149  Fluridone

150 Flusilazole

151 Fluthiacet-methyl
152 Flutelanil

153  Flutriafol

154 Fluvalinate-1

155 Fluvalinate-2

156 Formothion

157 Fosthiazate-1
158 Fosthiazate-2
159 Halfenprox

160 Hexaconazole
161 Hexazinone

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

166 Iprodione

167 Isazophos

168 Isofenphos

169 Isofenphos P=0
170 Isoprocarbe

171 Isoprothiolane
172 Isoxathion

173 Isoxathion—ox
174 Kresoxim-methyl
175 Lenacil

176 Malathion

177 Mecarbam

178 Mefenacet

179 Mefenpyr-diethyl
180 Mepronil

BUNEDELT —F(EHPD ERTEBEESMCH FI3EEBEEZERAVWCEHIMLEBEREBEORAE-E3E-1 228
=W\ (http://www.aisti.co.ip/common/pdf/ss10001p.pdf). RBINBDFT—FF—HFTHEOHBITULEDHER%E
RITDEDTEDDFFA. BINRFIEFICCHERINEILOBEVLET.

SEXM kRS, [ERPRBREDH(CHTDERMBEZAVcEBFUERBEDRTRE-E3R-|  BI00HAEREEFRFMBERESSED.52 30
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412)(2)STQ-GC-B;£®*§§

= SURSIV (SI) EBHBRICKDHBRMDE

SIRAITAREMERMRDZHRELET . TREIERDOH TY . GCS(IST 71 bH—R>)THK
ETERDM2EATTACNSITEBEETETCVNET ., S5CT7E P CDOERZETIFEZETSICELD D
T4 >OBREDNRSBKRBRDET, BL7EM Y- AFHUOUEKRCLODBEORINENEFH T DHEN
HBDFEIDTTEEBFBNEI (TR ISI+PSAEBEICKLDENRE(h#E)] &1]).

O
. @ Cafeine /
Bovbsa]l TIC YEl : $EFHEG
_ SI1 ~ N
(10014 —SI _O H N >
SEMES U RS A
—RABEERR : i o ‘ 7

=\
L@
v
Ly
|
1 : ftiiE GCS-20mg+PSA-30mg
1 1o MLI>-ACN (1/3) )
o f ! PSA-30mg ‘
(" . b FERY-AFH>(1/4)
I
: 1
Mot 0] | | No 18] 1
T A% SI-30mg+PSA-30mg 03
FER-AFHY (1/1 e
1 (/) [ SI-30mg+PSA-30mg '
e o I FERY-AFY(1/4)
: | an I :
‘ A | 22 I
Moz | Hod ,A?: 1 :
I

(1/4) @EBEBEL — © 7 = %t amBmon T
RECBITBSION I T A >REHR

Nod

e ®W RT. (minsec)
minsee SIZEATZICETRALAERLETELTIIA>D
HKRODSI+PSALBHBR7Z N -ANFHU (T BREBRSRSND

&LBSCANM—=HIAA>oDOI NI S LADLLE

SL+PSALBINBRIRIC & B EIRE (k) ?gﬁiégféﬁ*ﬂqlo.OSppm(iﬂiHj?é%ﬁbl])

BHEE TFTrEro-~AFHUBE F(TElEHE) BHEE TrEh-AFHURE TF(FEr EHE)
E5 t&ma (50/50) (30/70) (20/80) (15/85) (10/90) (5/95) (0/100) &HH A= E] (50/50) (30/70) (20/80) (15/85) (10/90) (5/95) (0/100)
50% ' 30% ' 20% ' 15% ' 10% | 5% ' 0% 50% ' 30% | 20% | 15% ' 10% ' 5% ' 0%

121 Etofenprox

122 Etoxazole

123 Etrimfos

124 Fenamidone
125 Fenamiphos
126 Fenarimol

127 Fenbuconazole
128 Fenchlorphos
129 Fenitrothion
130 Fencbucarb
131 Fenothioccarb
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

151 Fluthiacet-methyl
152 Flutolanil

153  Flutriafol

154 Fluvalinate-1

155 Fluvalinate-2

156 Formothion

157 Fosthiazate-1

158 Fosthiazate-2
159 Halfenprox

160 Hexaconazole

161 Hexazinone

162 [mazamethabenz meth
163 Imibenconazole
164 Imibenconazole-des-b
165 Iprobenfos

166 Iprodione

167 Isazophos

168 I[sofenphos

169 Isofenphos P=0
170 Isoprocarbe

171 Isoprothiolane

172 Isoxathion

173 Isoxathion-ox
174 Kresoxim—methyl
175 Lenacil

176 Malathion

177 Mecarbam

178 Mefenacet

179 Mefenpyr—diethyl
180 Mepronil

EBUNEDELT —F(EHPD ERTEBEESMCH IFI3EEBEEZERAVCEHIMLEBEREBEORA-E3E-1 228
=W (http://www.aisti.co.ip/common/pdf/ss10001p.pdf). RBINBDT—FF—HFITHOHBIT UEDIHER%E
RIETDEDTEDDFFA. BINRFIEFICCHERINEILOBBEVLET.

148 Fluguinacenazole
149  Fluridone
150 Flusilazole
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412)(2)STQ-GC-B;£®*§§

SAX(FEAAZRMRDEREITD—ATALCZTRETFTROKXSC2-A"FHFTH /LT UEEO—-)L®
ISR/ A REDBRECEIRNSGDET ., PR OERZTIFZZETSAXICKD2-"FTFTH /AL
JUO-IILWLI SR A REOBRENRIAE<RDET ., BLVE M -AFHCOERICIDEEDE
NN ZEHITDHEENDDEITDOTITEEBMNEI (T [SAX+PSALBRICKDEIRE (k)] 28).

Bovbrsal TIC vl FEAEG

[100]
SAX-30mg+PSA-30mg

|
|
7

FER-AFH> (1/1) ,’ I
(& ERIE SAX
P I I -Si-CH,CH,CH,N®-(CHs),
ol b b U NUXFILP = TOEIL
Mol [0l R 1 1 —IRABEER BB A R
37y 1| ! :
(3/7) Lo : I
h | q 1 |N \ 1 :ﬂa.z ® 2-Hexadecanoyl glycerol
1 1 1 | OH
74 1 1 I l 5/0
| I | | W
II | I‘ '\10.3 HO o
Mo —
1 |
(15/85) : I mBEEEE
' " " @ ISR/ R4E
Nod wuwu@ww Jloa o
(1/9) 1 : O @ ° @ o
1
| ! i
Mo§ Lo ~J hﬂ-l i ‘LA.L ﬂ\ l i L Lku.ﬁ o~ 0
RT--> 10400 15b0 ZUIDD 25‘00 EDIDD 35‘00 - R_.T.'(min:sec)

AL OSICHBIFBSAX+PSALBHIBEE (PEM-AFYHY) [CLBSCANM—FILAA>OOI NS LADLER

SAX+PSALBHIBIRIC KD EIURE (k) HE ALDD
RIGEE : A R0.05ppm (M &FM)
BHEN TEI AFYULE T (el ARE) BHEN TEI AXHULE FTe ARE)

&9 A=xuE] (50/50) (30/70) (20/80) (15/85) (10/90) (5/95) (0/100) &% L&MW (50/50) (30/70) (20/80) (15/85) (10/90) (5/95) (0/100)
50%  30%  20%  15%  10% 5% 0% " "

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

211 Phenothrin-1
212 Phenothrin-2
213 Phenthoate

214 Phorate

215 Phosalone

216 Phosmet

217 Phesphamidon
218 Phthalide

219 Picolinafen

220 Piperonyl butoxide
221 Piperophos

222 Pirimicarb

223 Pirimiphos methyl
224 Pretilachlor

225 Procymidone

226 Profenofos

181 Metalaxyl

182 Methamidophos
183 Methidathion

184 Methiocarb

185 Methoprene—1i
186 Methoprene-2
187 Methoxychlor

188 Metolachlor

189 Metominostrobin
190 Metominestrobin—z
191 Mevinphos

192 Monocrotophos
193 Myclobutanil

194 MNapropamide

195 Nitrothal-isopropyl
196 Morflurazon

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

200 Oxyfluorfene 230 Propachlor

201 pp-DDD 231 Propanil

202 pp-DDE 232 Propaphos

203 Paclobutrazol
204  Parathion

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

BUNEDELT —F(EHPD ERTPEBEESMCHS IFIEEBEEZERAVCEHMLEBEREBEOMRE-E3E-1 228
=W (http://www.aisti.co.jp/common/pdf/ss10001p.pdf)e RBINBSDT—HFE—HITHOMRITLULEDHERE
RIETIDIEDTESDDFEFLA. BINREERIICCHEREINETRISBBEONLUET,

233 Propargite(BPPS)
234 Propazine

235 Propiconazole-1
236 Propiconazole-2
237 Propoxur

238 Propyzamide

239 Prothiophos

240 Pyraclofos
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4,2)(2)STQ-GC-BiZEDIAH

T D5T74 hhH—R> (GCS) &LiBHiBIERICLIERHR

GCSERER(VOOTAILWCIIR/ A RELEVWOETEHBEDRME D ZHRELEFT. TREAL >
DB TY . PSADHTEBEETERNODLISHR) A FEADKEECHRMNHODET. BL. FTEBEDEN
ME(BRR)ERFINDIOTITEBHEVWET ., TOBAFRBEHBERECNII>ZFERALEI. MLI> DL
RETIFDCELETHRHENREELLRBRDET, WRBEN TR -AFHL DA THEHENBZHBEREMNLI
SEAETYT, MLIZ-PER - AFHCORRCIDBREOBRINENZEH I DHENHDEFIDOTTE
BREWE T (TR [GCS+PSALBEICKLDEINEK (kM) B1R).

GCS
IST74 bH—R>

PSA-30m ] \
Pt LSS —RARE/ER : FESS, W
(15/85) XGCSEGCKIFHMEDENTH D,

EBICTST7A MH—R>TY,
RIELGCKDHDIRFE L2 D> THD
EED

Mol [0]

GCS-20mg+PSA-30mg
MVI>-FE R -NFH>
(15/15/70)

No2 (ORAY WS- |
GCS-20mg+PSA-30mg
MLI>-PE N -AFH>
(10/15/75)

Mo 3 —

B

GCS-20mg+PSA-30mg
MVI>-FE R -ANFH>
(0/15/85)

; I
———-g—————g—————g——-@-:

-

Mod
RT—> 1000 16:00 20:00 2500 30:00 3500 R.T. (min:sec)

AL>TICBITDGCS+HPSALBHIBE (PEM-AFHY) [CLBSCANM—FILAA>OOIMNISLDOLER

GCS+PSALBINERICLSEIRE(RT) fﬁi"g;ﬁifi%g?g*ﬁzt?.OSppm(}mﬂj%?fﬁbﬂ)

BHER  MITEh AR UEE BHEE  hLI-ThR AR YU E EHEM  MI TR AR U E

B5& Eastha (20/15/65) (15/15/70) (10/15/75) (©0/15/85) &R ft&ha (20/15/65) (15/15/70) (10/15/75) (0/15/35) HSF t&siha (20/15/65) (15/15/70) (10/15/75) (0/15/85)
L g Lil T
20% 15% 10% 0%

206 15%  10% 0% 20%  15%  10% 0%

91 Diclofop~methyl
92 Dicloran

93 Dicrotofos

94 Diethofencarb

95 Difenoconazole-1
96 Difencconazole-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 I

111 Endosulfan sulfate

121 Etofenprox

122 Etoxazole

123 Etrimfos

124 Fenamidone
125 Fenamiphos
126 Fenarimol

127 Fenbuconazole
128 Fenchlorphos
1289 Fenitrothion
130 Fencbucarb
131 Fenothiocarb
132 Fenoxanil

133 Fenpropathrin
134 Fenpropemorph
135 Fensulfothion
136 Fenthion

137 Fenvalerate—1
138 Fenvalerate-2
139 FIPRONIL

140 Flamprop—methyl
141 Fluacrypyrim

151 Fluthiacet-methyl
152 Flutolanil

153 Flutriafol

154 Fluvalinate-1
155 Fluvalinate-2
156 Formothion

157 Fosthiazate—1
158 Fosthiazate-2
159 Halfenprox

160 Hexaconazole

161 Hexazinone
162 Imazamethabenz mett_ 39.6
163 Imibenconazole
164 Imibenconazole—des-!
165 Iprobenfos

166 Iprodione

167 Isazophos

168 Isofenphos

169 Isofenphos P=0
170 Isoprocarbe

171 Isoprothiclane

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

175 Lenacil
176 Malathion
177 Mecarbam

115 Esprocarb
116 Ethalfluralin
117 Ethiofencarb

145 Flufenpyl-ethyl
146 Flumiclorac—pentyl
147 Flumioxazin

118 Ethion 148 Fluguinaconazole 178 Mefenacet
119 Ethofumesate 149 Fluridone 179 Mefenpyr—diethyl
120 Ethoprophos 150 Flusilazole 180 Mepronil

EIRZEDELFT —HFHPD ERPAREBRESNCH T IEEBLEEZRAVWCEDRUEBREOMRE-$E3E-1 2B
=W\ (http://www.aisti.co.ijp/common/pdf/ss10001p.pdf). KRB INBEDT—FF—HFTHODHBITULEDIHER%E
RIATDEDTEDDFEEA. EREIFBFACTEIEINEILIOBBNOULET.
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4,2)(2)STQ-GC-BiEMDIEE

CCTREHULEDODNICHITDEHEEBHEBERUVLEERDEWVWCIZIBENROLEECHBNLUET . FTHIIE
EEZTPSAKIZIESAX+PSADERERWVWZHEED h—FILAA>oOX N SA(TIC)DHEETT, SAX
HEBINTDCEPBAHBEDTC RN DERETIFR3CETHEDENBEDEI ., BUERAITIEHEESE
HBAERUVERICEIDEBEDORINESAZEH T IHBENHDEIDTCTEEBVET,

Doebrsal TIG VER : $BHEM
[1o0l+

A PSA
FEbh>-AFB> (3/7) ]

Mol [EI]J/L“N‘"\J

B PSA-30mg+PSA-30mg
(15/85)

JMJJL ® @ Gingerol

hol
No2 \—L'\“\—“L——— Na.2

C SAX-30mg+PSA-30mg

(15/85)
Ho3 —JM-JLNM—H No3 h

HO

D PSA-30mg+PSA-30mg 1 :
(1/9) I

hod I Ry |17}
E  SAX-30mg+PSA-30mg (|
(1/9) Mm 1 |

Ho§ — e Nof
F  PSA-30mg : 1
(5/95) 1

Hof I N

RT-> 1000 1500 2000 25100 = aw B0 R.T. (min:sec)

UVSHOEEHEBHBER7ZERN D -AFHUICKBSCANM—F I A>oDOI NI S LDLE

BRMRETICE I TR, EEAACIOIM SATERSNET. TRELLINCHEITIATT
CEIWZIFILEATOSACDEEA A IOXY M SATY . BRNATTDRIBERFE-INERS(CT
NFEI(A), FBEC, ELFTRTICTRERASZSREVWIESNERBANEEAAA> 0O NI SATIEPSA
DHDBRUFTRE-—INBRBCINBIMERANHFOSNDICENSSAXEZFERAULEZANBERIRNESED S

ERhMDET,
Iprodione
B lanmme

100% ‘ 00%

. 100%7 oy

Mefenpyr-diethyl ERB-0000 o0
50% | M E=386162

1R $FEFM=28.25

E—DoD#E(ZE)=28.18

T fE= 5& i fili=40.90
E—U38E=68128.25 E— D38 =58202.00
A PSA(3/7) 50| EH{B=442801 s0% | EH{E=309428
BRAFEFR=27.95 R FFEFAA=28.51
E—D0#E(%E)=27.87 E—D0DiE(%E)=28.44

728 fE=53.83
E—-538E=81337.75

B PSA+PSA(15/85) s jmmsns:

E—DD#E(%E)=27.69

7E & {E=48.26

E— D38 E£=68030.25
50% | EHE{l=371500

AR FF 5 =28.37
E—DD#E(Z)=28.31

D PSA+PSA(1/9) |Eiidi”

E—DD¥E(ZE)=27.63

E—D5sE

A% {=373095
R#FFR=28.30
E—DDHE(ZE)=28.23

7E & {l=50.74
E—D34#=69578.00

E  SAX+PSA(1/9) = &isa

JEEflE=48.13
E—D58 EE=64338.00
50%| EH#Eili=370359
1R FFEF=28.28
E—D0#E(ZE)=28.21

k
E-D0iR(ZE)=27.62

7E & fE=47.34
E—D38#=68962.25

F PSA(5/95) o R

k:
E-D0iR(ZE)=27.64

7E & fiE=41.83

£ — D38 E=55797.00 |
50%{ EH{E=317217

R¥F B R=28.32
E—DDiE(%E)=28.25 |

" 2750 2760 2770 27.80 2790 R.T. (minisec) 28110 2820 2830 2840 2850 R.T. (minisec)

UVLSBIEHFTIREREBHBIETERN D -AFUUICKLIEEANA>/OY NI S ALK
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4,2)(3)STQ-LCi% (E&)) (201809 ver.)

4,2)(3) STQ-LCi% (BE)

LCHRER =B BEMRMERE (ST-L400)2EA L TH

HUFET.

OI/)URL —4 — (LK BEMIZIER L
QBM—FHEE 1%, IE=ERRDH
B 1IRRDANIBIERTH) 1 05>

RISLERD
RA> b

q>7433=>4
ACN

Smart-SPE C18-50mg : #5&!

Smart-SPE PSA-30mg : /5%

— BANER] #MmbR(ACNE) 0.5 mL E

— B 2 %¥MEBEACN 0.5 mL -+ @)

TR

— b0 7K 0.5 mL

74334
ACN
7K

Smart-SPE C18-30mg : 5%

@

|
1

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

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

AIE : LC-MS/MS

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

— 125743324
ACN-7K(8/2)

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

(ST-L4000DTI#E]
1)EBGHE

@2%FBEEZHEACN

BENME(RELL) e
RMERY 5> X x kA X

OEE(ACNE)

C18-50 mg : #&&

MREE

- (AR DIRGERY T
- SARBEAPEE T A ILAR |- - -
- o007« )L E

PSA-30 mg : 158 - - 9
PREME
- ERAERAEE
- BRRE

C18-30 mg : &% - €©)

— BREME
- ARARMEDREYI AL T
- ESIRAERFEE TR > )L4E
- oOaJaILRRE

- mE

i

(2)iE®R

@ACN-7K(8/2)

—

ci8-30 mg : % --- @)
REME

- ABARIE DAY AR 5>

- SARBEAPEE T X5 LAR
o007 LERE

BERNERECLD
IV —-23>F = FITESMNS

—a=x
4 (=]t [m]
BHERNURBREDOHE(ICE5HMS -E
(Youtube) T
[=]
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4,2)(3)STQ-LCi% (E&)) (201809 ver.)

@ (1)iERIEE
C18-50mgCi>oO07 )L () BRED. HFE~
(AR RAMERS 73, PSA-30mg T = iRASAAEE 7 E N IRERR
EFn., BEGEBURRE CERENET,

CDEEHEREQPSACEIFENDLH2%FEES
BACNZIBR Y D & CPSAICRIFSNIZEN S DEE
EPSANSBHESEFY ., (TiL [2%FEEHEACNE
ACNDENURRLLE | S8)

0 EEEEEEKRELBVESER. FBEERETT. 7
TR NULOHEERLET .

2%FEMEE 7T N NUJLIZEEIBER UREHE

T3 EMmERENBEARTSCRDEINENMETF IS

LC UHPLC(Nexera X2) (E2&4EFR)

DHZL Shim-pack FC-ODS,
AIE2.0 mm x £&150 mm, HIE3 pm
ZEnia AR : 0.5 mM BBV > EZULKER
B : 0.5 mM BEEE7>E-ILXT ) - IiEK
TR 0.2 mL/min
J32I>h B Conc. 15%(0 min)-40%(1-3.5 min)-
50%(6 min)-55%(8 min)-
95%(17.5-30min)-15%(30.01-40 min)
WSLRE 40 °C
FAE 2 PL(+40 pLK HFEAN)

MS LCMS-8045 (Ei2%4ERR)

- AAALE-F  ESI positive and negative
TeORAARUET,
© C18-50mg+PSA-30 mgh SDFEHERICKZRMU.
ACNDEE Z T F1=iRRE(#I70%) TC18-30mg(Ji@R L
F9. ACNEE% FIFTC18-30mg(CBRI B ET
C18-50mg T (IBRET S0 o IR MR MR 1D Z PR
ULFERT,
CDRDIC2MEDC187%FE R U T~ AR 4 D IRHE K,
BEPREIT D ETLC-MS/MSTRHEEIT 230D S A
OopS)yNDEaBEBEZERKULUEI .. FMEp38
[4,2)(4)STQ-LCEDMEHR| 2B S,
O (2)&E®R
C18-30mg(CACN-K(8/2) & @RI B & T—EZ
[CEO CULWEEREZBHULET,
O LC-MS/MSHIETIHAESROEMRNREPE—2
FAR(CRZE T D IeOIZERBITH > FILER UK T
DAIEEDEIDUET .
2%FESHACNEACNDEURELLE(F IR>) ~N
PKah'3~4fHET, BEHE(C-COOHEB D& SIMBsHRE FRITr=bMUL TEh=RUL
&, PIRETERELTIAFRCHBLTVBED. T oo P R
SUCHBUEPSAICRIFENE T, BHOBRIC[32%FE Cloprop - 80 15
ACNZ R TEAMHIRAEC T D T & TR JERREIC LT Dichlorprop 3.00 77 24
PSANSBINLET. —HACNERLCEAGHIEEREGR  So0erelin e o .
BREOFEFBOTPSAD SEEENTEMEMEFLET, o Sor e o
CH, Si-CH,CH,CH{NHEH,CHENR) MCPB 4.84 84 17
QO_éH ben Mecoprop 3.78 80 18
o Naptalam 4.6 68 15
\_ on70v> (RF) PP.96-105 [7,3)(2)1 AN S L] BHETTEIREL, )

SEXG . &ES, [LC/MS/MSZERWVZIFMFIAEBREDOIE —FDMEDIRG | | HFI3BAEREE
-LC/MS/MSiR- | ,5R94BARMEFE

;ES, [EPKRBRROME—FDIE

FRFMBESESEDP.46
FEFNMBESEEEDP.46
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4,2)(4)STQ-LCEDIRH

4,2)(4) STQ-LC EDFE®
T CISBHICBITIBLCANHS LADEIBEER,

LCORIEDS AFODS(=CI8)N KON TNET ., — NI SZI MHTRIEDA> ST IS 3> O EE. &k
(CHREN E U T ERBBEREZEZI0%U EICU. B~ IR D ZDIN NS LNSEL. BREITDIRENSHDET.

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

(2BOC18IE & BE~BEETHRADRE]  wa : B5NATS

AFO-)VHE
IDE(C18-50) @M | | |
wAaCNh)T®ERL. 22 0 | wem T
Smart-SPE C18-50 TR DIRMERL T3 MR EF |
SNET. BB T RS

{ BRPLI—IVE

Mh W ClSmmE

- m,m‘,ﬂmmjw
R T WO | N A AL 100%ACN
WALM@.A SN ;N“ 80%ACN/7K sum e
' 20| @830’ |7 B — . 7}( ACNRE
[ A PV | RO ST J_l_‘_,,_.; e hna CI0
ﬁ ACN-K(8/2) TEREY |~ i : &
BREDBROBENE |y, toebblolboomii e SOUACNK
Smart-SPE C18-30 <IRRDZFET, 2Dz
= 1 DB TREFE=NR, A CNIEEIC KD IERIHBIEL N
D TR~ AR DI
B N2DEDCI8IC -
BIEFENBLSICRD - C18IC L BIRERS
X
< o (KM DGR
o SRS TR T
o RBRERE.
100%ACN 80%ACN/7K
\_ J
(LCRITED S AICHS T DEITIHERMEDIIRED A A —]
AIMETEHCISEAVRNES
ACN : 7K DSTIT Y SR > ACN : 7K ACN : %K
(5:95) (95:5) (41) LCTERAESN TSNt
MRS HS A TODS] T, A&
HHC18 R UTHERIIRD T,
(£21%) FHEMICIS TR T 5
ETLCAS ANDERZ

(CHEAVESCI
SRR
ALY

g

BINETEHECISICLIR/BRELLEES

----------
e Tay,
.* ]

.

S C18==HSAIC ™ o LCHS ADBILEN <
L. EBEBBHME S o C— ORRDMES

e ® HIFERIDIEHE
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4,3)(1)STQ-GC-Bi% (&) (201809 ver.)

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

o0

OI) URL—F —([C L DIRMEIRIEIR L

AL D OFEREAB DB & B DB TTAE
GCHRERELZFECRELET, BELXRIFIDIRICILE ,‘R»f) ~ OIRMEISRI (ZHI309)/ 4484k

BENZERURINY—RDPBXZFERLET .

17433z 1)
Tt h> 2 mL(HEE. HUt)3)
ACN-7K(9/1) 2 mL

CEME L. BUEISRW)

—

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

— RFAELER] MmEAR(ACNE) 0.5 mL SER

IB® ACN-7K(9/1) 0.4 mL

42

gl K 1.5mL -

74339
7 h-~FH5>(15/85) 2 mL

—

Smart-SPE PBX-10mg : {745 (e, HLt)3)

7Ry 2 mL(EEE, HUE)B)
7K 2 mLGEMAL. HiLtl3)

— RE[FRS] HRERO

Pty

Il 10%NaClZK&E &R 10 mL - -

-

A 4

Smart-SPE PBX-10mg : B{RIF

— &HERE] ARERe

e K 2 mL

O

BIREZIR(S]) 353 -

—> | Smart-SPE PBX-10mg |

a>57433=>4
TRy 2 mL(EE. HUtD3)
7R -AFY>(15/85) 2 mL
CEMEAL. HUTIBRW)

Smart-SPE PSA-30mg : {58

BH PR -AFY(15/85) 1 mL

B
N 0.1%PEG300-1ppmITH> Modik - - @
SEATEINIER 20 pL

EE : 1 mL PERAFYI(15/85)THE - - - @)

1

1

v
AT : GC-MS  (RESEA25 UUEA) RITESRLEEp. 27518

(D27« 2 a2 JEERFISMER<)

O EREE OO FT >3 =>2JICDNT

SUARFTERIE. U LHILNSE T HOmIEE
NTREEZFE DIz (CEWEEME b DBFRISH L5
(P UEUET,

THERICKZRIMUACNERE Z#I35% (TR T ==
EAROZPBXICERUEY ., I TIHMEARERED
FREFEN., P~ EEWERE UERE [CEYRE
nx9.
©® PBXIIRUN—XROEFXEEMRIXFL>OZEZILA
KM /EUKENS > X FERIDEETY . FET
DBRIBIEZAIE(CT BIEHICCI8TIFRKRUR —F %
FERUET(p.28. p.41&0])

TR (C10% (w/w)NaClKiE&RZ 701 U CACNEE
ZRT7%(AET . BDIEMMIRZRFICEEABRER
@Z@DPBX(CERmUET ., CZTIEFOTHRFCERN
DIEPRMEREEBERIFIEFET.

—E(CACNEEZ T3 S EEERENAUY —/)(—
F(IIRET DIZHO2BMEEREFZITVET,

COLEFBERFEDT7EZII—MPASZ RKR
[FPBX-10mgIcRIFENFBADTLCETHRUET .

2]

(4]

© PBX-10mg(CH& > KD RISALE (GC-MSHIE
B (SEALRWKLS ICEEZEIE(RS) LET. B
— hUW SO ITIR—)L RCERE T DI2HDTH TS

—[CABELUTVWBKBEEXNETMDET,

PBX-10mgh S&RFLIZBNMEZBELET. TD
EEPBX-10mgD T [CPSAZDEEZEEZEI DI ETE
TRABAAES TR E DI D ERELEF T .

T (C(FRMERY D DFERR (SIS U CEMR=EN L 12 D
BHBREZEE I D CETIDBERIRZEEHD LN
TEFY. (TFic FEREEDEM] . pp.28-34248)

(6]

CHNUEGC-MSICAREFA(25UL) T BIHBEDRIMET
9, FAENELRDHEIFCCITEAT BPEGODIEN =
500 ng. T F> bL>dENY0.5 nglCiRBD KD THR
NMEZZEELTCLEY. XTTFH> b AKRTAER
DFEZEERDIZOHITHIMUTVEY . E2BMIE(IC
(FERALUTULRWEDRIFERAETIEZHDER A,

FEERREHEREE UBEERICT D 7R
LFEY,

7]

(8]

RREHEDEN

BIECFEBHIZ TN DGR
[CRUTREERZEIMUIZDEH
BEEEEI DN TEET,

L. EEEEMU THREMR
NEET D &E—EREEEDEUREAUR
TI3REEMNHDFEY. BHE
DIEUNER (FERT(C T HEERFELET .

.

® fERSEEN'Z LGB DIZE (I : BHUIKK)
SAX-30 mg+PSA-30 mg &H Jtzb>-~AFH> (15/85) 1 mL
X7 N tEETFIFR ETREMREEEDFIN, BECL D TFTDCEINESNRVMEENB DET,
0 KT A >HZUEPNDZEMWI : )
SI-30 mg+PSA-30 mg At 7tbh>-A7FH> (20/80) 1 mL XSI=>UH5)L
X7 IEZE20% U TFICTBRCETHITA > DBREDRENEEDET.
O BRI TSR A RIS WVEERIDIZE (B : 1HIESE)
GCK-20 mg+PSA-30 mg &t NLI>-77h>-~AFH5> (5/10/85) 1 mL
XGCK=JS T 71 ha—HR>
X MLV ZERALTEF S AFAR— DK D (CEYEEAMEL VEEIEED
BENSHDEFIDOTTFERENET,

FIAF AR~

N s
I X omo
CH; N7 TS
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4,3)(1)STQ-GC-BiZx (F&h) (201809 ver.)

1RIE7SEDRER

@ C18THH

0|/

H#HHR0.5 mLZEC18\&fE

TR ERERE (V)N) (CEIUR

QPBXNERZREF (2EZPERHS)

(CSERE=))
ODFRHRICKZINR TACNIREZ
35% & UPBXICIER

TR ESERE (X) (CEIUX

(CSEPIE=))

REF1EIH O R (CNaCIKER
ZIR TACNEEZHI7% ELE
EPBXICBRT B,

2EEORFFUYT —)N—(K)ICE
BEU. WEINTR—)L RaERA

THRIBESR

OEHEZIR(E])

E P

@B & PSATHER

EWRDH(CKDHEZED TND &, B
BROESDODIRRCHEESR
BDOTHEINZ/R—)L RTIRS|I UEE
ZEIRT B

EERZIE (RS )Rl (CEABY> 75 T 5D
K72 DA TRETE DR,
B YUY —)N—=5 L CEREE
(%31)9 %,

PBXDF(CPSAZEfE =, 7>
-AFH(15/85) 1 mLTEAR

BNNERIELE) o
FMERR T X & * A X

C18TH - EAREDIGRN D ZIFEL TR
FEFRI—=EFT.

«— JF=)N—-(])

REME

ci8 «— oOooo4i
ERAEAEE T R 5LAE
o BRIV —)L4E
= — BN
0| — mmmey ATOA

8
i

(CSERIE=))
A K THAIRE. PBXICIEK LSRG
X BEEZRIFITEFT.

U —){—=()

PBX ST AR S (RS
SERE (KX)

URi2EE)

TRHIRCNaCIASER &R, BUPBXIC

BRU. BIERREBRRESEET.
\ U —){—(X)

(FIBIERER) +IBIHR A RS
k///// TRt~ AR TIRIL VRS R
BU NS AR

[ ] o
B
:re*”/’ FEAR. ACBMEDIRMRS . K

BEATR7ZEZII— MOXASE RIRAREFBIERERE
PBXICRIFENFBADTLCETHIELEY

PBX : IRUS —ROIRMERIXFL > ZEILAR B BUKME
JBKENS D AFERDOERT, CITEERZRTFSE
BIEHICERLET.

— HIAUY—)—
TR LB =) =50
TEOELER < Tz

PSAT IERAEEEPEREZ
fREL. BRERAI—SEFT,

K
PBX TS 5

R

PSA &=
e
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4,3)(2)STQ-LCi& (&) (201809 ver.)

4,3)(2) STQ-LCiE (&)

LCHREREZFH THRELET,

74339 .. o
ACN-7K(8/2) 2 mL
(Fe%. HULED3)
ACN 2 mLGEM L. HUtD3)

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

Smart-SPE PSA-30mg : 155!

— AE[ER] HMHKR(ACNE) 0.5 mL 8] - 9

— ®BR 2 %FEESEACN 0.5 mL - - -9

TR -

—— Fk05mL ---@)

HERERO

743z
ACN 2 mL(¥e%. HLEN3)
ACN-7K(8/2) 2 mL

—

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

— GHALER] HRER0

R %k ACN-K(8/2) 0.5 mL -+ - @)

EE:2mLkTRE @

v
LC-MS/MS

BIERAEEp. 372 B EE

(GBI b, HUtD3)

OI/)URL —45 — ([C K DIEMEIRIFIR L

ﬁfgﬂiﬂw QWA —FFRERE 1. [EERBDH
A1 b OIRVERSRA(H0 1 55/ 4184k

(A>T« a2 EERFBIERR)

O FESUNRREHDOBEGS U HEILNEE T
PRI ESNTTIRREZ R DIz [CEWEEME b DA (S
LEISFICAUERLEIN AGHBRE (CEUR U
HEN2 mLEBIIRVNLD(CT B, T TIEEHE
SEHbCRAVWEEREELEIIDET,

25« 23 T2 J%FERNFZR LAWK SITER
PHNTERZERULET,

@ C18-50mgTHY™IOOT«IL (RE) IRED, &
~ABABIE RISy, PSA-30mg T iR AEAAEE /R & DV IRE
BRESN. BEEEAURRE(CEINENET .

CDESHEREFIPSAICEREND LH2%FES
BACNZIBRY D L TPSAICRIFFENIEENSDEE
ZEPSANSBHEEFT, (p.43 2% FHEHACNE
ACNDEIURRLEE | Z8)

© mitEEENREUBMBAR. FEEFRETT. 7
th=NUILOHEERLET,
2%FEBEE 7T N NUJLIZFEAER LB
T3 3 EBMERENAHE AR5 (CR D EUNENME T IS
e FBSAR LET,

@ C18-50mg+PSA-30 mghSDIRHERICKZRINU.
ACNDIREZ T T 1ZIRRE(¥970%) TC18-30mg(Sd@i& L
F9I, ACNEEZTFIFTCI8-30mICBRIDET
C18-50mg T (FFRZE T E7/2h o FARARIERME AL D Z bR 2=
LEY,

ZDELDC2MEDCI8EER U TEHE~RATEDIHERK
PEBREIT DI ETLC-MS/MSTHERIT DDA A
oSy~ &afBzER LU I I . 5FHMEEp38

[4,2)(4)STQ-LCEDFEER | ZZEBZE0.

0 HABRBIROEEEDCI8-30mgICACN-7K(8/2)% B
FBTETETTICE> TV eEEEEHLET.

@ LC-MS/MSHIETIHAESROMERNHELE—2
FAR(CRAB T BI=DEERRITH > TILER UMK T
DREESBEBDLET.
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4,3)(2)STQ-LCi%E (5F&h) (201809 ver.)

1RET5 EDARER

@C18+PSATHH

#HR0.5 mLZEC18 + PSANEf

TR R E (7)) (CELX

@C18+PSANSREZAL

i 2 %EEACN%E
C18+PSANER L. C18+PSA
SR

TR ERE (/M) (CEILX

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

C18/N\E®R

TikE X ZEHERE (CEIUX

2%FESHACN EACNDENRRLLEB (T OR>)

pKah'3~4{HET.
(& PHERETEMEBHOCTIIFRICHEBELTWDES,
SRICHBEUPSAICRIEINE T, BEOBICIF2%FEE
ACNEFRWTESIHIRRE(C 9D & CHEMERE R IEMBIC LT
PSANSIBEH UET . —AHACNZAWVWIBE (FEEHEE (TR
BHREEDFEERDTPSANSBHENTENEMETF LUET .

CH, Si-CHZCHZCH@HZCH@
PSA

EHEE(C-COOHZE DR SIEEERE

o07oOv7 (BF)

-

BEME(RRLL) @
SRR S X x w A

C18TH - ARIEDRM D). PSATREMEER EZBFEL. BE
FRIL—=EFET. UM UL, —BIDBRIEERRIPSACRITFENE

o

FRZEME
ZnnwEgly
SRS T X 5L
=7V I—)LAE
AFO—)L4E

I
/ R, SHETE

S —HOBERENMMFEIND

C18
PSA

<« AERE(M)

i
it

PSAICRFFENTZEEME R R I D 2% FHEEBACNZRBR I D
CECKDBERMEREZIFFBIRRE(C L. PSANSBHSEET,
(FH&R)

AR OBIEREZ70%(C T TCL8(C@BR
I ETRYIDCISTHRETE AN o IKH

MR D EBRELET . FECI8HSBELRL

WD O IZBEEBHLUET.

PREME
«——  spoova

EARBERAEE T 5L
=7V I—)LAE
X>O—)L4E

C18

— XU GRERE

E

i

FEIERZRJUIL  TFERZRUIL
p Ka pH3 pH7
BEL EE (%) CEE (%)
Cloprop - 80 15
Dichlorprop 3.00 77 24
Gibberellin 4.0 102 4
Imazaquin 3.8 78 9
MCPA 3.07 78 12
MCPB 4.84 84 17
Mecoprop 3.78 80 18
Naptalam 4.6 68 15

Pp.96-105 [7,3)(2)1 A>3HMNS L] BHETITEI RS,

\

J

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

|ES, [MEPERBREONRE—FDINE

-LC/MS/MSiR- | ,SR94BARRBEFRFIHBESESED.46
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51)(1)® K&

QESZYVIRESFTAY—DER

AETEHRBRODEEDOIZ A NUIILEMEICRDHEE IR D ¥R & SIERIDIEE
RHB0ET, +ORFERZ NIILBEERL. E2E S 1% 2 OB LD BRI ORE
HERZEHDEHICIEDBR UIMEESEZITVET, @EDRUIMEESE
SEHRER 5 g .
—— sk 10mL - €D O HRERDHICLTKEANDSRELWT RDE

00 ACN 10 mL

>+4X 13,000 rpm, 193
ESIYIRESFIY— 20 - @)
il NaCl 1 g

00 VIEE3Na27KF 0¥ 1 g
Ol 1> E8K%R2Nal1.57kF0% 0.5 g

IRESTBMR 1588

F—— smnn Mgso, (k) 4 g
BUKIRES 29 - - -

I( 5 9

RE

E:D‘ﬁ%ﬁ 3,500 rpm, 59 DR i
1 |
ACNED REBY GRRIE - KE) 12
00 ACN (EB=-ACNEDO=) mL
B> 19 T 5 )
i%lll.\ﬁ%ﬁ 3,500 rpm, 553
@@Ié% €—— ACNEO®
S : 15 mL ACN Tz ©

iR (ACNE)

HHR(ACNIE) 1.5 mL 2H
#xhh ACN 0.5 mL
HBRIBIR 2 mL

 cEBERmHSEST-L400

........... Iy

[ smart-sPE c18-50mg : 52 ||

R =)
ad %
ACN-7K(9/1)

— AELEE] SEEEREO 0.5 mL 57E
& ACN-7K(9/1) 0.4 mL

3Zx
L

iR

= 710 10%NaClZK;&%®& #912 mL
74334

| R

t-SPE C18-50mg : {255 || US

Bed K 1 mL

(5]

—" Smar

(6]
EUESZIR(ERIR) 25

i —>1{ smart-SPE C18-50mg_||
Smart-SPE PSA-30mq : $5%

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

a>57433=>9
A
7 -~FY(15/85) :

g
0
---------------

(7]

il 0.1%PEG300-1ppmIJ1F+> bl >dik
SBRETENAER 20 pL - - .@

D1 mL PR -AFY(15/85)TRE - - - @)

: GC-MS (25 pLA=EEA)

AR ERIHICLT
KeANS

T FIOKMNEGEALEZESICUTELEDE(IC
HoIEBEERCTELEUKELSEEULET,

DA U TRDR A E
BELTREED

Bir Nt e N =)
IBLICES IV IR
ESFAH—=E2EAN
9,

—

RESF A H—

AEIEFEZDICKVDT2OMBUIRED UET.
CDESHBMRLENTENTWND S EECHERRE
WEY,

IRESBEIRBALE T, BRICRDFTSHMEDS
FRELTHSERLDBELET .

BODDEIEICLDACNE
ZIEDPITENTEET. IR
ESRIIFERLET. BRICK
DFETESDMZEDEFRREL T
NSEOLDBELET .

ARETIFLS MLICEBLEIDT. HIZIFACNEOD

£17'6 mLOIGE2EIE D (C(FACNZ (15-6=9) mL
ANUET.

CNUFASFEA(25UL) T DIHBEDRIMETT . FA
ENRILDIHE(FIGCITEA T DSPEGODIEREH'500 ng.
Jx3> b2 dRR0.5 nglTiRB LD ICRINEZEE
LET,

X I TF> L dRFAEROREZENHEEDDIZH
([SAMMUTVWET, ESMEMIECIHERL TV
WNEBATESHDEE A,

REBRSHEREF CBEAERICT D L7
LEFET.

SEXM  EREFS, [STQECHIFDRDRUMHEREDR | 5105

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

T SAEAERECETILT—IL(TY ) —IDESENT
WE9, @EEHh 7z, NJJLI0 mMLTHEZITO EBE H'{mgo 12 NIE Ui ESE
EOEOTE R NUILBICTSY ) —ILABETT 3 ET10 1> b
MLERZ. FRENTUENET., 2T TAETIHRNIELM
HESEECBALET,
—'E'mlmm 109 O IO THEEEECER L TR U
J —)LEREICTLE Py =Vi) Rl
e aem Ba. —EIOERELRENERIRELR0ET, <
Al USRI AN Vo s ZS 225 IR L T AT AEHE

— il NaCl 1 g
— RN I E3Na27kF ) 1 g

PEZSNFET. TDOLHACNHEZITLELZ,

BABICHST SRNE DRV L SRR DLEBH

—— 0 TS EKER2Nal. 5KA) 0.5 g

ARl EREEICET BYELRHEESRE

IRESIERR 108 e EIRE (%) EREC)
hl MgSO,(FK) 4 g Ib7zvy7AYSR 31 82 6.9
1RES 149 F7NLY Y 37 84 6.4
' 7RFHHR 41 84 5.7
OBt 3,500 rpm, 59
: ) @DIEL
A A ACNHEEFTORETIRNICEFTNZITY ) —IL
ACNE® AP AT DRABICEDFEDI0 LA TLENET,
A0 ACN 7.5 mL T TR BHEOREY [CEEACNERIL. 80
}Elta 14y . 9 Lt #7020 mLICEBULEY.
El_l,ﬁﬁﬁ 3,500 rpm, 5%3
ooaE €1 ACNED
1
iﬁ;: 20 mL ACNT:RZE
R (ACNE)
P SEEERIHHSEST-1400 | HNEIIEIEIRETRE . »
! I—:I/ﬂ/a =>4 H ACNE®
Nad MACNEBOZIELIEFERDE2EBIB D

[ smart-spE c18-30mg : #8m ||-- - @ ACN-k(9/1)

aRE[ER] MmHBE(ACNE) 0.5 mL 28R

3®% ACN-K(9/1) 0.4 mL ©
TR
SO0 10%NaCIZKER 912 mL
I— q>57433=>9 (4]
: TR
t — smart-sPE C18-50mg: 255 | X
: $E3% K 1 mL
EtEEzIR(ZERNR) 25
[ smart-SPE C18-50mg || | L7122y
7y

t-SPE PSA-30mq : $5% reh>- ’\*‘j/(15/85)

0

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

A0 0. 1%PEG300 1ppm717L/H//d{7k
RETENBER 20 pL - e

c1mL 7’th>-/\$ﬁ>(15/85)?§)ﬁ¥ T 5 )

: GC-MS (25 PLXEFEA)

(5]

HETHRIMUE7.5 mLOSET

77)L 3 —)LERA T (FARARMEIRMERL 73 VN RV 28D
C18-30 mgZzEAHULET .

CNUFAETA(25UL) T DIHBEDRIMETT . FA
ENRIDIHEFGCCITEANT SPEGODHEIEN500 ng.
Jx3> b2 dRR0.5 ngCiRB LD ICRINEZEE
LET,

KT TF> L2 dRIFAIEROREZEBER DD

(AL TVWET, ESMEMECEHERLTLRVESD
u\JJl](Et ATIEHDEEA.

EERR (ERBBRER UBEERICT DT & xR
UZET9,

SEXM : B5, NMIRRPEEBERDSTQEC KZHMESEDIRET] |,

BASCBREE DA B EES5pp.173-182
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51)(1)® AU-TASLN

Z<{EUMEETHO. it -

AU =T AAIV(E—ElDOFREHBEEE TH DAL 1 > Bz
BRICBVWTZDORENREL

BROET, KETIEOLDBMRGSR, BHBEEEOES(IC
EOALABERELET, - @)

i > smart-sPE c18-50mg_|

SURIERER 2 g

— 70 ACN 10 mL

A0 7K 10 mL

Al NaCl 1 g
Ol I EE3Na2/KF ¥ 1 g
IIJ\\}JD OI/EQ7K§2Na157K*D% 0.5 g

fRESIBAE 107

AN MgSO4(ﬂ7J<) 449

T)Etli 19
=08t 3,500 rpm, 553

RE(-20C,909) --- @)

HhiH B (ACNIE)

AR E B ST-L400 [ .

— 7433z
V<

|| Smart-SPE C18-50mg: #% || ACN-K(9/1)
— BELER] HEKR(ACNE) 0.5 mL 5B
1B ACN-7K(9/1) 0.4 mL
iR
AN 10%(w/w)NaClZKiE® $912 mL
I_ 74334
: Viad
—| smart-SPE c18-50mq : 1245 || ZS
: % 7K 1 mL
EHERZIR (BRI R) 253
7433z

A 7

| Smart-SPE PSA-30m; : R |

B 7Eh-AF5(10/90) 1 mL

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

i 0.1%PEG300-1ppmIJTF> kL >dik
SBETENAEER 20 pL 9

EE 1 mL 7Ehy-A$5>(10/90)THE - - - @)

v
GC-MSHIFE (25 JLXEFEA)

FERY-A$H(10/90) |

- DHIHENRR L O RRIREEL < T
AUMRD | ot SR & D S
1> b

@7tz hERZ T IFTPSANSIEH

O AL BB EYIRCZ <EFENTU
D — DA EEFIRERLEE T Y .

ALAEE N

O EisEEs RRESRTBZCETHENEED.
HEELDT<BDET,

$EL P 0 £

© T OERETIFBTETPSACLBIE AL
1> DBRENBIERDET,

PSAICHITDBFLBIRIC I DHERMROLEB

Barhysa] TG ve - farie) r=
[100]

(15/85)
i

J | (10/90)

s L-JJAL.IM .J!L/J -....J\_Jm. o ‘\Jm.m.m_. k‘: J'-""'“'L-“l IR

[ 500 2 2 ) B [ lfﬂrl s R.T. (minsec)

[ERROR

e ZH(EUQE“}E)\(25pL)3’51%é(Dm\JJDE'C3'0 EA
ENRRDIGEFGCITEAT BPEGOHEXTEMHN500 ng.
JIF> hL>dik0.5 nglliRBd LS (SHRMEZEE
LET.

XJTF> l\l//dﬁ((a*ﬁﬂmﬂ%d)rzr CENEER DTS
[SRIILTVWE T, ERMEMECHMERLTLRNEZSD
AINEHZETIEH D ?I"’E‘/uo

60 FEAREGEHHBRERUBEAKRICT D zHEE
LET.

SENM  ERHFS, [BERHMERBEZRAEA ) —TJ A )LRDAERE
R —FDIEDRET ] |, E1048AXAERRBEFSFMEES
EE55%p.98
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51)(1)® SHXKEMAEEOZWLGEH)

BEKENMRREREZZ <SRN TR NIILICHE
BB LRV 7 b 2RV TREOHHZITVET .
FEERODBECKDEEMBEZDB L. TDRDSRELICK
DZDAREDZBFRELERT

BUEHRER 10 g
L Rhk(10-iRoEkE) mL - - @)
— R PERY 10mL - - @)

RESFA4X 13,000 rpm, 153

L %00 NaCl 1 g
— SO0 VI EE3Na2/KF I 1 g
— O0 VI BE/KZR2Nal.57KkF 04 0.5 g

IRESIERR 1070

il MgSO,(#8K) 4 g

RS 19
=08t 3,500 rpm, 553

B#(-20,60%) .- @

HHE(FEbE)

B =EEERREHSEST-L400 S . .

! — 7423z
: Tehy

[[smart-spE cis-som: ® | ACN-K(9/1)

L SHENER] HMBR(PELVE) 0.5 mL HE
@& ACN-7K(9/1) 0.4 mL

TR
A 10%(W/W)NaCIKSER #9112 mL
5713322
[ TR
[Smart-spE c18-50mg: 235 | X

PeE 7K 1 mL
EBEZIR(ZERNR) 29

B 7R -AFY(10/90) 1 mL

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

hN 0.1%PEG300-1ppmITH> R odik
BETEN AR 20 UL ... e

EE 1 mL 7Eh-A$Y2(10/90)THE - @
v

GC-MSHIE (25 pLRX&EEA)

| Smart-SPE C18-50mg_| 3;;(‘;3—/7
[ smart-SPE PSA-30mg : 5% | PErS-NFY>(10/90):

BIALEE D Q7 hC L BHE
R1> B QBB - BRI K BRERDRRE

O SROKDESENB0%KRBOEEFKZRMUET .
KIFFER DK EAHETANL0 gl ERBESIC
HIUET (p.15(1)38).

O [EIEZ < EVHEKEY TR E B/ L ZOROR
REME T DIEHICHEBRICTE b ZERULET,
TERIGBED 7 S (SER TS E=HRIT DD
ez b FEETE D NUILISHE#E LR U
BOTY. FRECTFERZRNTDEEARNBEELT
SEBAULFEIN. PERZNUILTIEHEAE(PPF1—T)
DOFRHECEMMTE L TEMENEEA.

{
of .00
=

HWHBEEIMNZ TIRE S LIRS

&) 7Eh> &) PER=RUL

© SELPBECLDTE NUBERNBOR ICREREN

DBSNET., TNESHT BT ETRIERLSE
RIS OISR ZE DR CENTEET,

(#p1]

Va4 2
b&E . 0.79
Alea 1 -94°C

AEALES

JULEF >
tb&E : 0.85
Al : 63°C

e i
ttkE : 0.89
Al 13°C

BB PR

O CNEAREIA(5UL)IDHBEDHRMETY, EA
SENRILDIHE(EGCCITEA T DPEGODIERTEH'500 ng.
JxF> bl dEht0.5 nglCiRBd LD ICRINEZEE

LET.
O FERRIFNEREFUBEERKICT DT EEHSE
LET.
SEXH

DIRAT, [ERPKRBERARREREDES ]
BREEFHMES, Vol.51, NO.6, pp.349-359 (2010)

DEREFS, [BEMTHRBEREOMR —FIINEDIRE — GC/MSHR— |
F101EEARREBEF SR M EERESEp.31

3NHES, [BEMTERBEEOMR —FOINEDIRE — LC/MS/MSHR — |
F101EHARREFEZSFIEESBES%Ep.32

EREFS, [BKEMHOKRBEREOIR —FINTEDIRS —GC/MSHE — |
1R HARREEFZ SRR ESBESEp.42

S5YNES, [BKEYTPORBEREDRR—FIINEDIRE — LC/MS/MSHR — |
1R EARREBEFSF M EERESEp.41 49



5,1)(2)® JUikY—=k-IIKS%—b

JURS— k. DRSS 32— MMIEE(TKBENS
BEFODAKEU DB
BB DFET., TITHRETHMLECHRS > /I\OZITVE
BB coREtZzREEEF U, FLAEC(EIEAA>

RWAMPD S LZANDZ ETRLIETHEERMEZ B TIRE

HZITVWET . TDEHEMRMEDOERICE

ZRMBE(CLUTLWET,

SURHRER 1~10 g (BF5E-R%E 10 9. KE 2 g)

fRESHL 109>

—— S0 ACN #9125 mL- - - €)
* SEN50 MLICBBESICEE

®ES 193

#ESD - @)
=058k 3,500 rpm, 553
it bR

Hhik EBRR 0.5 mL 53ER

I—,J“bu KismL @

HERIEIE 2 mL (L B3R : K=1:3)

. QE!’IEM&H&EST-L4OO ................................ .

q>7433a=>4

V<4

*9)=)- 7J<(1/9)
| Smart-SPE PBX-10mg : 5% |

Smart-SPE SCX-30mg : 55
| Smart-SPE PSA-50mg : 1#1F |

— SAE[RF] HERIER 1 mL HER

[ 5t X5./—-)L-7K(1/9) 1.5 mL
®

Smart-SPE PSA-50mg

— /&t 0.14%7>FZ77K 0.9 mL

—— %0 5%+E-k 30 pL - @

EE 1 mL/KTHE
1
i
\'4
SAITE @ LC-MS/MS

0 K (25 -HBOSKE) mL -

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

[DURY—R] ?H
MF : C3H8NOSP o=p
MW:169.1 |
OH NH
LogPow : <-3.2(pH2-5, 20%C)
pKa : 5.77+0.03. Y
2.18+0.02(20£0.2°C) HO

(DR R—H]

. o- NH,
INKRSF— NP E=DLE ‘ *

MF : CS5H15N204P o= NHz

MW:198.2 CHs o

LogPow : <0.1(pH7. 22°C) HO
DIkS2—b

MF : C5H12NO4P 0 0

MW:181.1 HO’/P\/\HJ\OH

pKa : 1<2, pKa2<2.9, pKka3<9.8 NH;

O RERETINIEREETHMEHRPOIVINIEENL g
AR (ER2LIIHRIEZFELEFT . (p.5350R)
INERD . BN INERET VT EZCEDR L. 517> T
2 EVHNOBE 1R IELE,

@D HROEKEEESHET25mMLICRB KD (TKETRM
LET.
|
© ACNERNTBZECED, 9>
IOBRTHSE. BODEECKD

M SETRELET.
BRE>) (%O
(E5NAE3)

O 5 )\UBEOEMZRS IS SDBEBRENET .

O KERNMNT BT ETACNDLERE TS, PBXADKMEMLER
MRS DOREEBESEET,

O FBkERML. BEROpHE FMHE~BEEICLET.

LC UHPLC(Nexera X2) (ES2E4ERR)
DHZL  TSKgel SuperIC-AP, 4.6 mm I.D. x 7.5 cm

TEME A : 0.1 mM FEET S EZULKER
B : 0.5 % FEIKBER
TR 0.8 mL/min
43IV B Conc. 5%(0.5 min)-98%(2-11 min)-

5%(12-14 min)
HhLRE 40 C
FEAS 5 uL

MS LCMS-8045 (BB {EmR)
A A>ALE— R : ESI positive

50



XF 2 >'2SLFURBNDES
e 1~29 - @)

FHN 7K 25 mL
FTIRES 19D
—3&0 1 mol/L NaOHKi&i®& 50 pL - - - @)

frESHL 109

I ACN #9525 mL - @)
* 2EH50 MLCABLSICHHE

&ES 153

gEsy @)

=I5B 3,500 rpm, 553

i Tl o

i E3EHR 0.75 mL 3B
0 Kk 2.25mL - @

HIBRIBIR 3 mL (i EER  K=1:3)

. 25”“%&&%51‘4_400 ..................................... .

74334
ad %
X4 )=)-7K(1/9)

Smart-SPE PBX-10mg : 55!

Smart-SPE SCX-30mg : 55
: —{[smart-spE psa-50mg : 3% |

—— aR[RE] fREE2 LR @)

PoF X5./-)L-7K(1/9) 1.5 mL
®

i || smart-sPE PSA-50mg

7B 0.14%7>EZ77K 0.9 mL

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

RON 5%+EE-K 30 uL -+ @)

EE 1 mLKTHE

H

i

v
LC-MS/MS

O NEMRETS TV EZ(ETHAGHBFOT T EN g U
TERBLOIRMEZAELET . HIZPNEBOIZESE1g. BN
OB EF2gFRELET (p.5388R).

@ NaOHKBERERMUTZILOUMKICT BT ETREDT >
ToADRE=EHEET,

© ACNZERNMI D ECKD, )\ UBZEEEHE, &
DEECKDIERSETHRELET.

O Y2 )UBOEMERT ORI SHEBERVET .

O KZERINMNT D ETACNDLEEZ T, PBX/NDEAREN
M D DIREZRESEET.

@ HEHEREN'1 gDBAIF2MLAE. 2gDBE(F1IME
L CEMCETRUET.

@ FERKERIML. BHROpHZEPHE~EEECLET.

LC-MS/MSDY >#d—5F+ >4

JURY— DL SRY VEEEMDERENDREZINFILE T,

_ U EBI—F1 > ORU
ASLDRDDICI=AZ %

BHRLU. 1AM STO—
JEILO hO—RESIEFHRW
TEIREET. TO—TJDEHRET
2%Y > %0.05 mL/minT
1265 RERLET.

W T (FH R FRRE DRI

JUkd—hk

IBDEEERLTVWET . &F
TEABDRFEDIFNDEZE GRS
nFBATULR.

U>BI—F4 205D

XEEBCKL>TEHYUEI—F
A U DRBRARVNEEESHD :
9. FIR>O-—Fr>TR20 z |
DIRETE—URREHERE || i
WET, '

JURd— b

SEXH : AEE ML CVEERRESESR, KBEEE-SU>Y
REDH]DEH & SRELC/MS/MSDEREDIBIT] (2013)

.

o1



5,1)(2) DEBIRHFE FURY— b - H)LiKSR— M(202010vek)

7H-b3

Q7 MIILICKDBRT>ID

QPSAEDHEEIFRIC K DR
@NaOHDFN (77> T > 2 ST DIHE)

* NV BEDREHR

THE ™
-

K UTeERICAED 77 bZ MUJLZFRI U TS5
BELZECS. BHULYVI\DBEMIBLTERLZ. &
NEROLDBELIZ ECBEM U\ OB LUE U,

HU)N\OEREESEDEH. ZEhZRILERMLTH
557 HFFE I DDNEETY,

L
5>)E

DT @FER=RULImML  GELSEE
3mL43ER TN 5 S RIEE
*  hHESDOpH
140
120
INEBRET S T ES < SORN T ML TIETpHEE »
% URBWMBART URY — ROEIREAMET U, HLEC 5
B (RS T 3958 ) =12 (377U 1 U HE(NaOH T %) (D pH & 58 o
L& T3 7L AU TORIRENSEENE LTz, & 60
40
20
0 pH3 pH4 pH6 pH8.5 pH9.5
BOURYG—BF BOLKRSR—b
M DPHIAEE & EIRE D%
BEOR1> b

@AHJ—IVv—-7K(1/9)
30.14%7 >E=F7-K

PBX-10 &% :
(AR RMER > DIRE

SCX-30 #FH :
BEA A > SRS D DR S

® @BENMEEL
PSA-50 f##5 : BNIE

BRME(RERL) @

e e s e e DRI A SRKIESERS

OFABEL mLETR
PBX-10 : {EARMERMN D ZFFELET .

SCX-30 : B3-7 A > PG R D ZFRELE T .

RIEHPEDIES

pschzc;@-ICHzi;@-lz
0:P~\ //
o]

U
4
I ©
JUskg—hk °*
©

©
NH,
Hy
{o]
DK F— e o

BRENDPHEDBE, PSARTSX
[CHBELTED. YA FRICHBL
TWBTURY— k. JILIRS R~
heRFLET,

BELK’ZIAHVIEDEE
PS/5i-CH,CH,CH,NHCH,CH,NH,

o=h—

b O
HUkY— o 7 e
e CHj
0
Dk E—h e

RIENT7ILOVMEDIEE. PSAK
FELUTWRWEZH, XA FRICHE
BLTWBTURY— K JILIRS
F— MMIPSANSIBEEENET .

PSA-30 : UMY — b - JILIRS=— M {REF
UEY,

®@@0.14% 77 > EZTKICKDEN

FILAVUMEDO.14% 77 > EZTKICKDPSAZ
SERPRERC LTI UIRY — b - IR R—
ZEPSADSBHUET,
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(1) XE®/NEHORILE(CDONT
HFUINOEL < EOEMB : KEWT T2 2L <SOENH  /NE)TE>MBECIURY — b JILIRSR— MIZNSCRELT
EREMETF 9D ENHDET. T THROEREZERS U CHUEZITVEY.
ESTNEMDES(CT TS EVHBEFMETIETI UMRY — b JILIRSR— ST TADREN, HMENEMETIDEE
ABNFET . T THHEFCNaOH/KBRZFNMUTIILAVKICT D ETINSMMERICHEESNDLSICLET,
(ERILE D O0—]
DATEF (C(FEER DR D Z RN THESDITEZERLET .
- I\ DBERLEEUERW 1 XT) : FRUETO— : p.50 [EEHE
- TUTLESLEOEBMWG NER)  AUETO— : p.51 [T T2 2% <E0HR
(EHRHREDHZ]
SNBSS EUHER. 7T S < EOHEMEBICHNROYI VNN OBEZEFT T VENL gUTFICRBXDICHELET,

HMHBEPRIEFEDFTER
FEINAE K= NERY By BHTE

AIREL00gHhEEE, ¢

K5y 92.4 12.4 14.0 39.2 14.2
RN GE 2.2 33.8 8.3 8.9 20.8
T 0.0 0.6 72.7 38.9 41.7
i 0.4 19.7 15 4.1 2.0

HMHBETREEE, ¢

SEHRERE 10.0 2.0 1.0 2.0 2.0
K9 9.24 0.25 0.14 0.78 0.28
KU NGE 0.22 0.68 0.08 0.18 0.42
FrT 0.00 0.01 0.73 0.78 0.83
fe8& 0.04 0.39 0.02 0.08 0.04

N 2K0DE, mL 16 25 25 24 25

BHABRMRERDTR2015FM (B5T) HS51H

(2) BRELERDIVINIE LT VT VEBOLR
nAFREMOET B BE (TRR) TRF DT UNBEFENTLET.

aos BRESE (AIRE100gFNE © g) EYDNFE
Ky gy FrTv BB & =
FEQOY 14 9 63 5 A8  FU7EODQVE
H(ZH) 15 7 70 3 A =% A X8
NE 12 11 56 3 A %} NERE

RIARROET : B SHCRIVINVEETUIUNE<EFTFNTVFEINABLEBREST VI >EZSATVEEA.

. BRESE (JREB100gT0E @ g £ DHE
B Ky RoNy FoTo  fRE At [
RE 12 34 1 20 < AR 24 XE
HYE 14 21 42 2 < AR HH 5 R
WATAZ® 15 22 35 2 TAR AVH VAR
V5T A 13 26 32 2 < AR VSTAR
IvrYE 13 22 37 2 wxB IVRYE
ELE 6 25 4 47 AR TvhEARE

SEXWL :

VNS FPARTAPBAIVR, [DURY— cBLUTILIRSR— hOBTDOBEEMEDIRET ] 36 EIREABOARSEEES%Epp.119-124

GBS RULCEEBEESESS, [RBREET SV IRBOMDEH EERELC/MS/MSOERZEDRBN] (2013)

XN F HREMBERZEMRTE>SF—, [BRBPISEATNZIUKRY — B ROIILRSR— FORRD]  RREERZEMR 5 —FR
Ann.Rep.Tokyo Metr. Inst.P.H.,57,pp.235-238,2006

AKERE) THEIIL—THR—ILTa 0 ZAERatt, [JURY— hETILRSR— S KUREMIDLC/MS/MS—EDITEDRF] |, 5E35BIREAB DA
RRBEESSEpp.92-97

S)EARER BREFERIBMATAT, [LC/ICP/MSICKBDKEKFPCHITDIEM > RBEODIITEDMF] ,Frk23FEBIBEMEFIR1I4, pp.10-14

MEREFS FARTAHYAIIR, [JURY—hBLVCIILIRSIR— OB HOBEEMEDOIRET — 58523k — | |, 5F420BREBIARRBEESEpp.117-124
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5,1)(2)QERINHE SFADIIIA— NRESE (202010ver:)

R -3

5,1)(2)@ SFADIINA-PRESE

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

UNNUIBADE(CH 1T D NS OERIEFEMRATZORETIIRIL > BEREESESSNHRE LIRS TEE S E(CGC-MST
BIET BIcHDERTEFEBMUE U,

R (=5 A
SFANIL A~ SREEN S E3BRDAFIULMAECE T,

/ (AF) L] \

[ZFAHIVIA— FREEDIESE]
S
n
B N s (CH5), N-C-S-CH,
S I oY AFIAE
(CH5) N-g-S T Zn ?HZNH_C_S\Zn IAFN N EEIN
L2 Js CH,NH-C-5” SFANNBEAFIL ‘
34 p S CH; S DMDC ZYFIER
9*7'8 — 5-C-NHCH, -CH-HN-C-S —Zn FFABLA=) pHec
i s ] 2 n S, JTWU
i : CH, NH-C-S-CH _
(CH3),N-C-ST_ Ni 7 70ex c'|-|2 NH-c-s-CH3 ﬁb\
T e 2 (IIHZNH-C-S\M 2 WA 3 B2,
—Y sMn S -
CH,NH-C-S v 3 5Ly 33T EBDC
S s CHoNH-C-S=Zn=5-C-N(CHy), | 2 SFANLIZ BT ¥23¢7
i EOZ Y CH,NH-C-S — Zn—S-C-N(CH;), EBDC Jogxd PBDC
(CH5),N-C-S 3 Fe s g g KUB—/IX—~  DMDC+EBDC
71)1/1(/4 |:CH2NH_P:_S_i| /'ﬁUb—}\X—I\ %
! Mn.Zn CH,;-CH, NH-C-S-CH
-C-Q —| X’ Yy 3 2 3
s s CHNH-G-S =]y CH, NH-C-S-CH
(CH3),N-C-S— S-C-N(CHs), . S“j. 5
25 X>at win <%
EX SFANUNISEEXFIL
PBDC

*  FOHtoRE

N>R T OFEMEDFIERUET .
SAFA 2 -EDTASRTHIE T 2 L TY R ITHNDERE(MN)MEDTACER DIAFENTKISAEFOPI VG MU DAECIRDFET,
BONTIDVEAFILICKDS (CAFILENES U TAFI UMD ERENET .

S
Il 2251 >-EDTABH 1] IOEAFIL I _
CHANH-CSN ) T—D/ > QHANHC-S™ Na™ ey friaNe-STCH,
n
CHZNH—C-S/ CH,NH-C-S° Nat CHZNH-C[S_CHS'
I > RT DEE M) I SICAFILENFEAL, X S
S EDTAICHRDIAENTH S FIUEERLET.

NUDARICIRDET,
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OQUEChERSEZS%E & LTcHhit
QB (CHITDAFIULE
®GC-BEDILH

BILEE D
R b

(58] 58 100 g + SATA>-EDTASRY 100g - @)
SURHEER 20 g (G4 10 g#E%)

#xeS 1082

RO IHEXFIL 60 uL - - @)
BUGRES 308

#x&ES 1093

7h0 ACN 10 mL
RESHE 593

/J“}Ju NaCl 4 g
wesmm 108 - @)
il MgSO,(FK) 6 g

&S 159

=05 3,500 rpm, 553
|
B (ACNE)

. 2EEERMEEBST-L400 [T T I

q>7433=>%
Vad 2
ACN-7k(8/2)

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

SRE[ER] #HbiR(ACNE) 0.5 mL 535
E® ACN-K(8/2) 0.4 mL --- @

bty
0 10%NaClZKaE® #9912 mL
I_ a>7433=>)
Va7
| Smart-SPE C18-50mg : {£F | ZS

e K 1 mL

BIHREZIR(ZEFRNR) 293

B P -AFS(3/7) L mL - @

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

BETENABRK 20 uL

EBE 1 mL7EM-AFHY(3/7)THZE .. @

SAITE : GC-MS KE5FEA25uL

— 70 6mol/LiERE2) 700 pLiZE (pH6.5(CHR%E) -

700 0.1%PEG200-1ppmIJIF>hldik ...

42

|Smart-SPE C18-50mg | ‘ :'jgf =7 :
I Smart-SPE PSA-30mg : 5% || --- @ 712"/"\4“?/(3/7)

-----

O HHEIRAEDS T -EDTABTRERMU THIREL
EEDEEALET.

@D DITACERICEKE20 gFFEL. 6 mol/LiEEE% 700
ULZBEZRISHI L TpH6.5(CE% I 3D (CHE/RMERED
BERDET ., TOBEITARBITRIMLET.

© IVEAFILFRMUERZEITRRIDELSCSRFA
S -EDTABREDBELET . WINREFTHUIRED
U(R2). IHMEAFILVZE—(CHEESEET. TORIR
ESHWTIRES LE T,

IOEXFIL

X2

(4] NaCI%-I—ﬁ(CEﬁEEH'Cb‘B MgSO,(fK)ZRIMULE
Yo BRI TDIMBZEEMgSO, (K DIBFTZIRN AR
TRCRDIBENHDFET.

O AFIEMHEEBLEIT DBEEILE LU TACN-K
(80/20)@EBRULET

@ HBEDBEIIPSAICGCK (S5T7+1 hh—RY) &
BINUTERALET. GCKIHEED ISR 1 REE%E
BREULETY,

(tHEEDIBE]

C18
+
¥ ECK GCK
+
PSA PSA
d>F«a>3=>d &
GCK(L)+PSA(F) SRS
C18(L)+GCK(#)+PSA(TF)

@ AFIULMHLEBLEIDBELLELTIER Y -AF
Y2 (3/7)THEHULET.

O CNEAESFA(5UL)TDHBEDRIMETY . FAS
NRIZBIHBEFGCITIEA T DPEGDHEEN500 ng.
J13> b2 dfRR0.5 nglTid LD ICRMNEZEE L
FI. XTTF> L 2AERERERTEHDEIE A
FZFANDIVINA— BTIFPEG300EmM/zEERD Tz
PEG200%ZfERLFE Y.

0O BFEEBRIENBREECBRMERICT D EEHREL
ES

1),2) D EE AR AEEp.567EZE LTSN
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DSRFA-TFL ST I ONBEER (1000 mLOIES)

OLS R T A ASEIE—/KFIH50 g&FI800 mMLAOKITENULET.
QIFL >V =g —/Kse— 3 MU LK)

(MU FEDTA)50 g2 ANEY.

* COIRRETIZEDTAIZBEE LEH A

* EDTAOHFE (C(SHERERDR T — > % ZFERFENE T,
Q7KEE{LF b A(NaOH)#I28 g ANZE T,

* KRN ERNDIRDHET,
@EDTANNAF/Z2512 mol/LNaOH* T#IpHO.4E THELET .
OBROBENEBHEHEICTNDIDEFS. pHI.GICHEULET,

*BROBENTNEPHNZTE UIRVDTERICERD THS

pHO.6(CHAZELFE T,

@ARI YA —(CFLTKTI000 MLICAR TV I ULET,

%12 mol/L KEMEF hUD LKER(20 mLDIZS)

#9915 mLDK(CKER{EF bUDL4.8 gZRmIL. K<E#HRUE
%20 MLICEBLFY . ARREHSALSIOBERECANET,
SAEDER G TKITKEE T MDD AZANET T, KEEETF KU
DALTKZEAND EBIRTT .

2)6 mol/L IGEEKIEE

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

(TFL TP MNEE KR MU AZKIOYICDULNT)

OTFL>TFZMBEE—/KFZE=F NS AT/KI
EDTA/2Na/2H/2H,0(FB®HERT. IR, KISEIFD™IUL,

DEBA A CIFBICRERIEE

o]
EDTAGTIL A USBER < %< o
; _<O
EDL BUBNBD, TOEDTA [

HIRIKC KBTS, g,—< NaOOC-CH,
0

o]

HOOC-CH,
2 NCH,CH,N {

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

GC 7890B (Agilent Technologies)

SEANE AT R

2SN ZBERT 4 min

A WhNiE 50 mL/min

T3 R4 d>24> k70—, 1.1ml/min

h3L VF-5ms, 0.25mm i.d. X 30m, df;0.25um

A-TVBE 60°C(4min)-10°C/min-125°C-30°C/min-
320°C(4min)
159-71-ARE  290°C

MS Agilent 7000C (Agilent Technologies)
MS XYyR SCAN

~CH,-COOH  __, HOOC-CH,« .~ CH,-COOH

«— , NCH,CH,N\ + 2Na*
CH,-COONa ‘O0C-CH, CH,-COO"

pH& DR

&

PHMESIZDH+DIEENE 2D & EDTALRE UL TWEERAAIMAH+IC K> TIHUE SN, EDTASBIEDERBINRE .S,
BROPHINREB(CE 12D ERBA A FKEIEY C180 TRER U T MERN'H D pHD EFITHRED TER UIKB LMD R ER
NEDTASBIEDREE L DERD> T D L. EDTAREIGEIDAEL CTERBDKEALMIILET D,

X EDTABIENZERD(F—EDpHMRIE(CIRSNTHE D, TOpHMEREERE 7> OBACL > TELED.

SRR : LERT"EDTADMENS", DL, 8%, pp.207-214 (1959)

~N

J

SEXM

NEEE. BOEs, [REMPSF ATV A — SREBEORRDHTEDIRGT ] 1108 BARREEFREBEESSEp.63(2015)
2)EES. MOEsE, [BEMTRSFANDIL A — MREEORRDITEDRS (BB2E)] E111EBARREEFRBEEE%EP.63(2016)
3)S.Ishiwata,S.Imai, [Simplified Method for the Determination of Dithiocarbamates in Agricultural Profucts by LC/MS/MS] ,12% European Pesticide Residue

Workshop,Programme & Book of Abstracts,pp.130-131(2018)

NHRES, [SFADILIIA— MURROY -2 JEORFE] | HE41ERERED AR REEESEpp.221~226
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5,1)(2)® TPN,Fv2’9>,h7FK—=)I,KIARY b

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

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

[TPN(Chlorothalonil)] CN
MF : C8CI4N2 cl cl
MW:265.9
LogPow : 2.9(25C) c ol N
o)
(FvrITH>]
MF : C9H8CI3NO2S (:E‘;N-m%
MW:300.6
LogPow : 2.8(25°C) o
o)

(BT FR—IV]
MF : C10HOCI4NO2S

N - SCCI,CHCI,
MW:349.1

LogPow : 3.8 ©)

(0]

(FRILRY K]

— A0 ACN 10 mL

I3t

MF : C9H4CI3NO2S N- sccl,
MW:296.6
LogPow : 3.1 0

RESFAX 13,000 rpm, 153

7l NaCl 1 g
— R0 I EE3Na2/kF04 1 g
— R0 VI B4KZR2Nal.5KF 0% 0.5 g

IRESERR 1072

bl MgSO,(#K) 4 g

&S 15
|

=IOBE 3,500 rpm, 553
|

HhithiR(ACNE)

B EEHEEEHHISEST-L400 e g

742329
[ 7R
[ smart-spE c18-50m : 52 ||

ACN-7K(9/1)
— BELER] HEKR(ACNE) 0.5 mL 5B
3B/ ACN-7K(9/1) 0.4 mL
TR
AN 10%(w/w)NaClZKia#® $912 mL
I— d>7433=>9
: Va4
—ll Smart-SPE C18-50mg : {75 || K
: YEs 7K 1 mL
EERZIR(EBRITR) 25 BT
V<4

| Smart-SPE C18-50M FEbhY- ’\*ﬂ/(1/3)

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

SEE PERY-AFH(1/3) 1 mL. . .9

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

®

EE 1 mLPER-AFYY(1/3)THE - @)
v
GC-MSHITE (25 HLAEEAR)

O REDRCIOENOBZFREECZIHIL. RMR D OIEN%
I, TPNZEOEEHIIHILE T

@ FIMEUGHEROIBS. MWRERODFREHCHREBRIS
1 %+ EREFEAREFTRERMLET,

© RINEUGRERDIBE. RINEFEERINERCRD., BRNEE
{EURBWVES-20°CTEREL. SiBLET .

O FIRYPIIRFDELD [CHECEDRMERD ZSD
SR TIIPSAZFERUEBES. TPNOEWNREMETFLUET,
ZDESRERDBE(FAXI3-20mgEFRT R E(CLDE
INZEAE EUE T (p.595HR),

O HREEEBHSEBEDOTE N -AFY(1/3)EEH
LET.

@ PEGEMEALREBE. FAOTRILT IEENS RO
KD DEET DN BB D, AECTEHPEGRHERLE
HA(p.59E8R) .

O EESRESERBEREBUBEERCT I EARELE
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5,1)(2)fERINHE TPN,Fv¥I 5>, HhTHKR—I,RKILRY K

(202012ver )

DFAT RS 71 AR
MBS OF TRV SRE LMD = SOHAY TDAXI3-20(C £ BHFER

@7 -ANFH(1/3)[CLDIBEL

OFHSERESROT (FNERHROBE)

® BB E RS

MR (%)
EEFCH U, RS ISERI T 120 () @TPN @ Captan mFolpet 1 Captafol
EIUREAE L § BEEAHSNET, 100
FRMEUGRER T (F [FHESERAE
EBFR] ZRMIDCETFYITIH R 50
IRy b~ AT FR—)LOEURENE £ U
F UM, TPNICDWTEFTFD TPSAEAX Y

DERE | BEHETTELZE,

FrRY

INERE : ERH100ppb
FERIEE : PSA

- BHBAE P >
PSA & AXDELEE BHBE : 7 -AFH(1/3)

EURE (%)
150
AIAFIRERFICIRE( LBV DMLY @TPN  mCaptan mFolpet 1 Captafol
ZE5 O K (CH LY T AX¥(Smart-SPE
AXi3-20 mg) BT 3= & TTPNOE 100
IRENEELEL.
XAX AR - SR A RIS A
50
0

PSA| AX || PSA| AX | PSA| AX| PSA| AX| PSA AX |PSA | PSA

Eyatg BR¥ FrARY KR Fa19Y [LFRESN

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

BHBE : R -ANFY(1/3)

" R BU Y O RPEGDRE

E—2 SEAEESR
PEGEILEA LSS, E—UmiaEn  mftt = TPN = Captan = Folpet = Captafol - 2F : 50ppb
BODNEFHSNELZ, PEGISIALCE 400 TR AFT (173)
D, FEAOTRILT BEENS < RBDH p—
(CHRT B ENBERSNETDOTRET B 1%
(FPEG(HMERLTULEF A - PEG : 200ppm
50 SEACIZAE
EAE 250
SEAORE
70°C-120°C/min-240°C
-50°C/min-280°C (26min)
0
SEE PEG#E g PEG &+ PEG

1)M.Anastassiades; www.quechers.com
2)FEES, [ RSA 74 AR ECIRFE X BRPERBEE—FON] [ FoSHARRFEFRF B ERESEDP.49
3)KHEEKRES. [QUEChERSZREUTHEL S|  HABREFREE,37(4),pp.362-371(2012)
IMERTFS, [ RSA T RREMDPEEESTQEZRVWEZTPN, FvF5> HTFR—IL. HRILRY SOFEDIRE ] [ E114AARREESR
REMEERRES%D.34 59
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5,1)(2)@ER2HE A<AZIIF.)/A F(202012ver.)

51)(2)® RAZJIF/AK

<

S~

IAZOF A REEFEDRR) FFETERASNTOEIN. Y/ F(CHVWTERFRIREREO—R SN TS, AF
T(FEUR EESNE T—EMERRBINEATNERT . UNUBARTRHEBRHN RSN TORWZOHDHDREDZVRETI,

CCTIESTQ-LCEZRAZIF /A RRERRICEREL UEAEZBNUET .

eSS

7 ) 54 REFBRA

JieszoOor

MF : C12H11CIF2N202
MW:288.7

LogPow : 1.2

AIVRFS = > R5EHA

FAZIAF ) A RREBRA
FEIZTUR FroOFUR
HsC N—=N .
MF : C10H11CIN4 () MF : CLOHICIN4S  — .
MW:222.7 a \*/ %CHg MW:252.7 'O_\\(\//
LogPow : 0.8 N LogPow : 1.26 QS
— . FroOJURFZR
(=5 o0FU R N
. Mo (FFoOTURKE) °
MF : COH10CIN502  —  jA £ N
i N AN MF: C10H11CIN40OS A
MW:255.7 \_/ MWi270.7 5 0
LogPow : 0.57 ’ ) a W
LogPow : -
oOF 7= e —F2ESA W o
MF : C6H8CIN502S ‘W MF:C11H15CIN402 "7\ N,
Cl
MW:249.7 KJ/\NHK\N/N/'\ MW:270.7 a— N\ o
LogPow : 0.7 " Yo LogPow : -0.64 = HaC
TIFISY CPF ) N
MF:C7H14N403 o | .. .. (ZF¥ESLREN) & o
MW-202.2 - W/ s MF : C9H11CIN202 CI@JNJ
LogPow : -0.55 i MW:198.7 \—/
LogPow : -
FIPA T 9 CPMF
MF : C8H10CIN503S N‘/N‘\o— (ZF>ES LK) me e
MW:291.7 H\Sjﬂ")\”/% MF : C1OH14CIN3 — w7
LogPow : -0.13 VoL Mwi211y C'Q—/
LogPow : -

AR50

MF : C10H10F3N30S
MW:277.3

LogPow : 0.8

N
JIZIESY —)LRFRE

Ia—_jD _) l/ Cl NH, E o,
MF : C13H9CI2F3N40S | I~
MW:397.2 ' W N
LogPow : 2.9 a N
J1JOZIL ] Cl NH, c.l .
MF : C12H4CI2F6N40S F#_QN S \EF
MW:437.2 F W N
LogPow : 4.0 “

J
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DSTQ-LCEDNSA

AL @Smart-SPE PBXZ% {8
Y (% 7 @7 R hUJL-7K (2/1) (TR BARFBIEIGERE S DIFFINRUP
MR 109 ... €)

—— S5O0 K (L0—itRloSKE) mL - @)
— 00 ACN 10 mL
RESFHAX 13,000 rpm, 153

—— %h0 NaCl 1 g

— 0 JIEE3Na27KF4) 1 g

— 0 VI BKk3R2Nal.57kF0% 0.5 g
RESBERE 107

— &0 MgSO,(#8K) 4 g

eSS 153
|

=0EE 3,500 rpm, 593

HiHE(ACNE) - €)

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

| Smart-SPE PSA-30mg : 455! |— I>F7133=>)

—— BfEHER] #HmEE(ACNE) 0.5 mL 2EL
—— @& ACN-(2/1)0.5mL --- @

piitayii
—— R0 K 0.5 mL L742a=>y
ACN-(2/1)
7K

Smart-SPE PBX-20mg : /5%

—— ®® ACN-7(2/1) 0.5mL --- @)

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

ES : 2 mL/KTHEE

P o EAHEEST-L400 N _

ACN-7k(2/1)

@ 8- 94859 TOMEEEN 1~2¢g
(2]

R DK D ZENB0%RFBDIZS(EKZRMLET . K
(FERIDKD EEDETKA0 glIHERD LS ITH
MMUFET (p.15(1)B8).

SURHRERE & KRB DB

HREEmE | RROkHSE | ARNE
SyHaAY
(9) (%) (mL)
J\FIWV 5 17.6 10
ZK 5 14.9 10
A= 5 12.4 10
FSNAE 10 92.4 -

e BARMIRERDER (20156 (£5])

© /\FIVBERLOBEBOR
RENEL, 7T RUIL
MHRE EKBHVES DT
WD TIEENRETTY,

O LCETIEHCI8ZFERALTWEIN, ZAZIF /AR
FREETIIRU Y —RFUKE/BUKRNS > AFIERITH
BPBXICEEULFEY ., TNULCISTIIHHEEDD—DTH
BCPMFAIRE U DA (CIFEMERIENREICIRD NS
T9Y., TDORECI8DTITERE UIZPSAICRIF U1 A
REEDB— AR ESNTUENEYT., ULHULCPMF(E
PBX(C(FIRE SRV DB SIE TOBRHEMHERL .,
ZDOTICTEHE U TVBPSAICRIE UTe 1 A > 3R D &
BHIT D ERSKHREDZLUNT D ENTEET,

O PBXITERY BACN-/KDLEER(FACNDLEZEMENF E
{EABMEIRMERR D DBRERNEEDFE T . S TIERRE
DHBE SN BACNLEE(C T D T & TEARMERMER D
BREDRZSHTVET,
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DSTQ-LCEDGA

IR D @Smart-SPE PBX % f&Fd
R b @rthZ rUJIL-7K (2/1) (CKDIEABIEIRMER D DIREZNREUP

@EREERIOHRRICKDHDTFRRDMFRE

HEER2g .- @)
— A0 7K 10 mL O RPN T BHRETEE2 geLET,
O T NUYIREERT B HERREERECHER(ACN
— 700 ACN 10 mL B)ZKTIOERIRUET ., CNICKDHTF48ZIRE
L. AAACBEEEERLETD,
RESF4Z 13,000 rpm, 153 éf TIA2BLUVTIENTFEFRRCEHFRETER
— 0l NaCl 1 g - P TEHFES
] T hITA>
—— %h0 I E3Na-2H,0 1 g N 4 < IEAOHTHHL—h

o] 73?¢>§E2\I\
h0 I 82Na-1.5H,0 0.5g

IE?J-T-4=>\ BITAS
IRESIBHE 105 -
,,,,,,, KB DIEDHIER

— W00 MgSO,(58/K) 4 g FHROTICOOR IS AR

(k : #340. 033 giEY, T : 0. 01 giA)

w®ES 19 © LOETIFCISEMALTLWEIN, RAZIF /AR
| REET(IRYU T —REBUKME/BHKR/I\NS > AFTERITH

B8 3,500 rpm, 553 BPBXICZELET ., BNIFCI8TIFHWEBDD—DOTH

| BCPMFAIRE UZDBE (CIFEEEESMECRDINS
TY. ZTDBRCI8DTF ICIERE UIZPSAICRIF LT A

iR (ACN/E KD E—HEITBHENTUENET, ULHUCPMF(E

PBX(C (ZIRE SRV ZD BRI B TOBH B ER <

HHB(ACNE) 1 mL 9E -+ e TDTFITBEE U TVBPSAICRIT UTe A1 A MR MR ) %
BT BT LR HRENDZELONT BT ENTEET,

|7 A0 K 9 mL O PBX(CERY BACN-KDLEFE(FACNDLEEAMEN FE

BRI D DIFENRAEEDE T T TEHFR
BAHNEH SN BDACNLERIC T D T & TEAR ARG 7>
DREIRZBHTNET,

HBRAIR 10 mL e : k=1:9)

PN e A EST-L400 NN _

74334
| ACN-7k(2/1)

Smart-SPE PBX-20mg : 52 || ** - @) LC UHPLC(Nexera X2)

X o DAS L ¢ Shim-pack FC-ODS,
| Smart-SPE PSA-30mg : 55 | 7433z :

ACN-k(2/1) i 2 mm I.D. x 150 mm, 3um

: . BEnA © AR : 0.1% £E+0.5 mM BT E=Y LSBT
: _—_ Bk ] EERIB . s

R[] HEEH 0.5 mL 5 : B : 0.5 mM BHE7 S E=OLEEAS/ )l
— ®® ACN-K(2/1)0.5mL ---@) i : 0.2 mL/min

P : ST BConc. 5%(0-1 min)-99%(15-20 min)-
PR : 5%(20-30 min)

A0 7K 0.5 mL 7433z : HSLEE  140C

Q(CN'*(Z/ o SEAE D2 L

i |LSmart-SPE PBX-20mg : 5% MS LCMS-8045

. ACN-K(2/1) 0.5 mL e 1 A>ALE— R : ESI positive and negative

. MR RBIEEERORY

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

TEDIEERRIIT > FILERUMRRAR TCORAR MR UET,
EE : 2 mL KTHEE

LC-MS/MSHRIE T (FRIEARMEMDEEE— IR ICHET S
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5,1)(2Q)@EBDHHE A

1F./ 1 K (202012ver.)

FAZIDF /A RREBEOAE (CEEMEOBEBEZEALEY. BEECFHEZRINT S ETCPMFOE—TRR
NiEESNF T, FITAERBE (1> 023> K) ORBEEEMREBRIEES% SBRIERZTIFTHZETE

TORPBTRIFRE—TRIRNESNE T,

hEBEIE A 0.5mMERES 7> EZDLIKER
B: 0.5mMEFEE 7> EZDLEBAYT ) —IL

175000

B.conc5%®2o 0% 'S A

BIE R DIBEMAIEMZB Conc.5%(C3

3 ETRIFREORUVLRD O E —Of4K
ooy PEEINFET,
1250000
1000000
600000214005>12800(+} |
750000 CPMF s00000 1214.00>101,00(+]
500000 E
o] (RT :6.2) 400000
‘ ‘ | ‘ ‘ 300000-]
10 20 30 40 160 170 180 190 min 200000
100000
EeETSENE A L R
B 60 70
175000 — g ——— 20315>11415(H |
1500000 > )FI5> 203.15587.00(+)
£03.15573.10(+),
1250000 (RT : 6.8) 500000 203-15100.20(
1000000
750000
o] 250000-|
250000 AA /\
ARABAA SRR A enna sk A LA A A A A R A R R A R L 0 s )

JSI >~ B Conc.5%(0-1 min)-99%(15-20 min)-5%(20-30 min)

~ BRORA> N

OHLiB(ACNIE)0.5 mL(EREHR)

@ACN-K(2/1) HERER0.5 mL(E)

PBX-20(.L) &% :
(AR R > DI E

PSA-30 5% :
BERAEE. A A IR DIRE

B> T ILIL—
USSR T

\/I

PBX-20(TF) & :
{EAR TR DIRE

©EmME
(FAZIF I 1 KRER)
St— ORI
(FAZIFJ 1 KRB
EHME(RERY) @
RMERR S X kA o
SEXHL

1YNEES, [STQEAICHIFTD/\FIVHRAZIF /1 ROFADIGH] 5E370BR%E
BOMARSBEESSE, pp.119-126

2) ERE5, [DEENY > TS IDIdD RS+ 7+ RFEMORET] 551068
ARRBEFSFNBERESEP.115

3)¥H5, [QUECHERS/EZRWIEES LUKPRAZIF /1 RRERED—F
DEORE | EHEEERIBATNES 5 —FRE14%5, pp.32-39

AYNEES, [STQEZGAURRAZIF /A RBHEEDIRES | 854 3BIERZRXEB IR
SEHEEESE, pp.163-172

@ACN-K(2/1) —»

PBX-20(TF) % :
{EARTERGERR I DIRE

4§ GHBMNME
¢ (RAZOF ) 1 RREE)

OB (ACNE)(RDBE (FEHERAR)0.5 mLE7E

PBX-20 : {EABI4ERAERL D ZPBRELE T .

PSA-30 : AERbERSEIE 1 A > MR D & IRELE T,
@ACN-7K(2/1)0.5 mL&&

PBX-20( L) SBHNMBE(RAZIF /A RREE)Z
BHUET,
Q7K

ITINC K DEHBERDACNLEEER % T (5 TPBX-20(C&
/Y BT ETOTHRETE RN D BRI D £ IR
EUET,

@® ACN-7K(2/1)0.5 mLE®R

QTEUENEN > BB (RAZIF /1 R%
BE)FERE(COUNUET .. PBX-20(F)MSEHUE
ER
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52)(1)&aMBEREm —& 214 (201809 ver.....

5,2)(1) SMBEERR—FIMT @
BYRAERS (CIELRMEOERIN BN, TNE>E2—F
ST BZDRIESETREDETA. RETETE R NUJL( (1,7 78] -
TP EREET NT N UL ) D 2ABEDEIE TR DR L etiooividniinttiol —
R, ZOMERESDES T ET—EMI (LT 7 LoPO S 2OPIIEE T A
%, /028, ToMm)NEEEE LTWET, NI 7 FPI—I | LD
N = . . . MF : C9HON302S2 i NT °N
(FIBRBK S DEEM (Ehttp://www.aisti.co.jp/appli/ & D 7TV MW:255.3 EH N,@ Hi
s—23> ) —bAS1910018R) LogPow : 0.1 R J
[+ 0%
ST 5 g 4-F O EEABRICEDEN maE
—— i 7K (5 - ERITAKSE) mL LogPow <2DmNNZ SEOR
H 1Q
. B)AEY U | H%
A ACN 10 mL MF : C13H11NO5 i | " ,0>
RESF4Z 13,000 rpm, 193 o MW:261.2 I
e . N y J
0 NaCl 0.5 g LogPow:-0.2  eememememeee
IRESAR 108
AN MgSO,(FK) 2 g _

RES 153
I O ACN : KGEMPKDEST)DHER1:152:1CEE
=08 3,500 rpm, 553 B ETF/OHOERENE ELELE. ZNIC
! . PELNaCIR UMGSO, (K ) DRI &S L TOET,
ACNEB® FLERY) (VB - KE) Fo 1B B it (1 (ACN). 2[EIE Ol H (FEE M (F
|—;mu S%EBMEEACN 10 mL - @) BMEHACN)REZRDIZHITBERIMUEEA.
ARESFAZ 13,000 rpm, 153 @ 1EEEFACN(RE). 2B 8 FFBSEACN(EE) TH
B0 3,500 rpm, 593 DB UM ZITVE T,
1
5%+ ESHACNEQR O mHEOLBMESBEACN-KEGEETZETE/ OEE
ooy — PSANSIAH LET .

|
EI 20 mL ACNTH#E

& (ACNE)
LC UHPLC(Nexera X2)

:‘ 2HHERHEEEEBST-L400 [T T I TIIIIIIITIIITA 3 SHFHS A YMC-Triart C18,

— A F43a=2g : 2.1 mm L.D. x 150 mmL.,3 pm
: ACN : BEe AR 0.1 % FERAER
: |[ smart-SPE C18-50mg : % | B : 0.1 % PEACNER
Smart-SPE PSA-30mg : #5%) TFzaz>y R 0.2 mL/min
ACN-7K(8/2) JS5TIT> b : B Conc. 1%(0 min)-15%(1 min)-

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

ARE[ER] MmHE(ACNE) 1 mL 58

—— B 2% EEBEACN-7K(8/2) 0.5mL - @) i ASLEE 140 °C
: FAE :5 pL(+10 pK FHEA)
TR
MS LCMS-8045

— /b0 7K 0.5 mL A A>ALE— R : ESI positive and negative

q>7433a=>4

: ACN
! || smart-sPE c18-30mg : 7E2 | K )
: : XIRERAEEBRORAR
%csunsnssfassssunsnssanansuanansanassEanEEEERREEEERRE R ERRE R AR R RN * LC-MS/MS‘}E'JE_C‘(Jfﬁ!ﬂﬁ%%ﬁﬁ%ﬂﬁﬁb“@rgbE—GHZW{(C%?%?%
B 2 mL KT EEERRIEY S TR SR CORRERE LET,
v
LC-MS/MS

SEXMR : 1YNES, [STQEZRAVWCEAEER —FON\DICADIR | £108EHARRFLEFRFNFEREE5%p.47
2)E5, [STQEELC/MS/MSZEHEHFEDEIEENTNOEBYAEERRSE—FOMFILIER)| HBl11I4ARREEFRFNEERESSEp. 124
3)85, [STQEELC/MS/MSZEEHFEDE LBMAEERRSE—FON(E2R)] F115HAERBEFRFMAERESSEP. 110
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52)(1)BMAERER —&F21H (201809 ver.)

HinED ®7t|\ I\'J)I/(EF‘TE)&:FEQT‘EI\ I\'J)l/(ﬁfi"lﬁ)(;ctéﬁzo Uit

QDR Ui Hjiﬁd)/ﬁ'—,ﬁﬁg

® #EDRUMNESZE

£
AC;E;‘] " KESFAX ED F O AL ] B YLITE - A
Gl 7t R U o = /O
#/m/ﬁu(mﬁﬁ m—> —> = ;
B~ HAE — [+ o mermces |
all 7J<}§ /
0
0 —> %
%:F@E-ﬁ e
ACNZIRAN IRE

L 1]
T N [ ) FoO>FE ~
AR e = e [ ACNE(FEAT ] aH
O Fl 3R _> — | L5 EEIR |
—

[ olo o HILI7H */0>8
! ! 1 120 120
: 3 m ﬁ : HW 100 100 |~
- - N _-_—— o
J J Swl| = . =
HaC' HaG o 8o § 80
RN PIEDIZSEFRERRR RIBH BT DISSIFRFRIRE LR g 60 g o
&b FJ OAIKEN D) OV FIFBEHBACNEN E g
= 4 % 40
k&
20 20
F 0> HIDfER - IERZRIRAR o o
B AFYVUEE) 0 1 2 s 10 o 1 2 5 10
#maﬁgr?(%) FHAERE(%)
4_:‘:/ I:l \/j&gx%*g (: E—D,ﬂ:é%—c %@%*ﬁo)q] [: i i ~&- Sulfapyridine ~a#— Oxolinicacid ~#—Marbofloxacin -«-Miloxacin
- = oo gxr g 1| B4 T3 B \-‘*E N .
COOHEZEDzs. RIENPHDIHS (FAERIRE SR B O MREDRIC & 3 EIREOLREI(BEEH)

DKEBICRBLET . RENBEDOSESIFERE S0

BHE(ACNE) BB L% 5. HIL D7 RITERBETINT B EEUEENME TS B s FERE 0 %%,

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

@2%FEESHEACN(8/2)
— Ot (ACNE)1 mL OHER(ACNE)1 mL&
C18-50 : EMEMRMER D ERELET .
PSA-30 : ERHERTORE 1 A S MM D ZIRELET .
F O RIMEENDB EEZBNET,

C18-50 &% :
EREMR DO @2%FEEHEACN-7K(8/2)0.5 mLiER
PSA-30 &8 : BIEARERRY DI ETF/ O Az IFRRRPIRERC
RERAES. PR A > IERMBRDDIRE L. PSA-30(CRIF=NTLVeF /O FIEBSE UL,
o 1] ®7J<IJ\JJ|]
C18-30 % : . \
TR DI E AKTRINIC & DERANROACN L # FIF TC18-30(C&
9D ETOTRRETERN D FARFRIERMK 7 = bR
@ERMWE(E O>H) ELET,
BNME(EERE) . @BEMYBERERE(COUINLET.
TRHERSY L R B RN « @BME

PSAICDUL\TI3pp.96-105 7,3)(2) A A>RMAS L] BHETITELIIZEU,
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52)2)BMAERER YS5hA1 bhoOU—> (202070ver)

5,1)(2) NIh4 I~9"J—> * (ESWIER
ISHA MIU— KN EREDBRERE S U THRER(CE  RSHARIU—> : MG] )
HenEz9h., BEROBMEADFEREFZEILIENTVWET., ¥ MF : C23H25N2 O
SHA NITU—(IHDEREN DD, D ICITREREN RS S MW:329.47 g
nE9. pKa:5.06
KICEE \T O O qf’
\ J

T g oO-— s A

(O35 HhA MJU—-> : LMG)

EUEHRER 10 g MF : C23H26N2 O
- MW:330.48
O VIR - BEEER(PH3)D 4 mL pKa :5.46 Q O
KICERE N N
Sh ACN 10 mL \ o

RESFAX 13,000 rpm, 193

T
M NaCl 1 g @ ST R - USEBEER(pH3) THE T BOTOT

- BRI MUEE A
IRESERE 1072 v 0

7Rh0 MgSO,(#8K) 4 g

@D SEIBETIHBERICURIELETY.
RS 15> (BEFSRETHH)

=058 3,500 rpm, 553

MmERICEDEL
AH(-20C : 60%) - @)
B (ACNE)
P S EBEIRIHHISEST-L400 NI .
R T 1)OT >R - V> EEER(pH3 )RS E
: [ 7ER OUT 63 g KITERLL LICESLET,
Smart-SPE C18-30mg : 5% ACN @UIEE=F NUDL215 g BKISERUL LEESL

: 7.
[smart-spe scx-song : &% | BOICQEMZPHIICHELET.

— RHAEMRR] #MmbR(ACNE) 1 mL 25

6% ACN 1 mL

[ J
Smart-SPE SCX-30mg | LC Prominence (Bi£E4{FrR)
: PHh3L  Atlantis T3, 2.1 mm I.D. x 150 mml.,3um
" ®ang AT : 0.1 %FEEKER
SN oL T E—TIK-
B 28%77>EZ77K-ACN(1/9) 1 mL B : PRI
% E TR 0.2 mL/min
....................................................................................... HSSTUR B Conc. 5%(0-3 min)-95%(10-15 min)-
5%(15-20 min)

ESE : 1 mL KTHEE HSLRE 40 °C
1
i EAE 10 pL
\Z
SAITE : LC-MS/MS R
I%E / MS API3200 (I—-E--H1IYJIR)
AAALE-R ESI positive

SEXM : NS, [LC/MS/MSZERWESRERISHA MU—-2RUOAINSHA MU -2 OREDEDIRE | B 103ERFAEZRFNMBERESEp.45

66



52)Q)EMIAERER YShA hJIU—> (202010ver)

AL D DC18-30 TR RHMERL I DB
R1> b QF SE=TK(TILHUM)C L BSCXN S ODEE
@ACN1ImL  — IR (ACNE) (pH3)1 mL 928%7 > E=FK-ACN(1/9)1 mL
| 9> IIUIL—-F
SUSTHRYS C18-30 B& :
E EFERMERA DI
SCX-30 #¥5 :
| M6 e o @EIWE(MG. LMG)

SHME(RIELE) e PEHT : SR - PIBERMERD DIRE
RS R o* kA {EFRIE RN D DIRE

SCX(Strong Cation Exchange) N
OHER(ACNE)(pH3)1 mLETS

N BLRASRICHE C18-30 : {EARMHIRMR D ZBRELE T S
1RF - SIB( A 2R SCX-30 : MGELMGRENET.
PKa:-6.5 ACNE ittt (B DTZHMG, LMG S AREIEA
e _ O B2 T DSCXICIRIFENZET,
BAAZZANSLEPHIEE - SO & FEAMER PRI TGS SRR E & B
DESTEICHERETT. RIS BEENET.
. J
@ACN1 mL%i4
e o - N ACNI(FRHEDT=shSCXITIRIFENTZMG, LMGIHREF
FANREORS RERTI R IROES SN E RIS EHH(C & DIRE LIRZEL
scx MG SCX MG i~y
o XA 707NN/
lo=d_o1l “wat lo=s=0; "N _ L
NATVIRN y =) \ S ®@28% 7 > EZTK-K(1/9)[CL DA
PILHUMOBRTELT S ETMG, LMGIRIHR
@ @ BEREECRD, SOXDSEHENET,
BENBEDES. MG. BEATILHUMOBE.
LMG(3 TS R 8 U ARRER A MG. LMGI®@ T IEmaiA
/2D, SCXEHBRETHS BEICIRD. SCXMBBELTA
T2HMG. LMGIESCXICREF= HeENFRT,
ES N

SCX(CDWTIEpp.96-105 [7,3)(2)A ASmAS 1] BHETTEIZE0,
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53)EE 7IS5bhFS

2010 ver.)

5,3) 7IS5M¥SY *  (EAMEHR

IS RFZZ(UFAFS) EETARILFILR - TFINR

(Aspergillus flavus : JDOHED—RE)RENSEREINDH / . BYIN-TFRhER \
EBORINT. RTHAFBLERAN CRERNHINAMNE (795 hF>>B1 (AFB1)]
D—DEUTHBENTWVWET . BEFEED B 7T5 M2 MF : C17H1206
S ORERE] TIEB1., B2, Gl. G2HSHRERDTULET, MW:321.3
logPow : 1.23(#£EME)
> B
BILE O — (775 b5 B2 (AF B2)]
FURHERER 50 g

MF : C17H1406
1 ACNK(S/1) 200 MW:314.3
D ACN-2K(9/1) mL logPow : 1.45(EEAE)

RESFAZ 8,000 rpm, 55 o \ J
Eqﬂiﬁ 4 GIN-Tla/ B8 N
- (775 b+ >G1 (AF G1)] o o
I_ S K 5 mL - - 9 logPow : 0.50(HETEME)
L5 BE 3,500 rpm, 553+ - - @) (775 b+>>G2]

MF : C17H1407
HERBEE 10 mL MW:330.3

logPow : 0.71(#EEME)

2HEEREHITEIEEST-L400  [PHT T . K

: :
|_ Fzaz>y

Tk

Smart-SPE C18-50mg : $5% ACN-2K(1/1)

: O FETRIOCRRES S A
— GFELER] REER 1 mL O H—2ANTRESFAXLEL
: 1=

JB® ACN-7K(1/1) 0.2 mL
TR

AN 7K 12 mL R i : .
q>57433=>9 :
[ TR TOCRRESF AT —

Smart-SPE C18-50mg : {25 x

@ KEHMU. ACNEEZ TS T(#I45%ACN-K)C18IC
REFSEFI.

Peg K 3 mL

BiRszR(ERN2) 108 - O) © ELDBICL DB

EESCH

q>7433=>9
: Lo smart-spe c18-50mq | At
Smart-SPE SCX-30mg : 5% ACN

| Smart-SPE PSA-30m§  FER |

& ACN 1 mL

O CCTOEZRHAIEMDEZIZENTIIRL, EEX
: i TEWENEE I DR ICEHRDImN SRENEESDD%Z
2l R y B < Tz D TI0(CLTULETS .

ES : 2 mL /KTHZE

HIFE : LC-MS/MS
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5,3)hE® 7I5h+> (202010 ver.)

FinE D OC18-50E7=T @R ] (C K DEATERMER I DR
KA @C18-50 [RFF](C L DEHMIEIGHERL D DR

(®SCX-30. PSA-30(CK D1 A > MRAM D DBRZS

~ BRORA N

@ACN/K(1/1) s DB mL @ACN

2T —T
C18-50(L) Hm® C18-50(F)
SUSTRST - AR :
TETE BT DI
SCX-30 ¥5& :
B A > R 5 DbRE
PSA-30 5% :
C18-50(F) #¥% : PERABEERSA A > RS DR 2=
AFs
b (8]
. * A
SERERED ¢ L BRI : BRI A DI . ©REAE(AFS)
A AR D OREZBN E LU CEINBROBERZRESTUE L.
ZOFERSCX+PSATERIFREINENESNE L. OHEBERL mL&R
120 C18-50(t) : ACNIBEEHI45% TR L. ARARIEIE
EAFB1 EAFB2 MAFGl MAFG2 MR =EREVUET .,
100 — P em—— B EEEE—— | ssssssssssssssssssssssssssssssssssssssasasanananannnnnnannnnnnnnanan
%0 @ACN-7K(1/1)0.2 mLi&
g C18-50(_b)SEH¥E(AFS) &AL LET.
oo HEEE BEEE BEEE BEBEE
%s
40 Yol
IKTRINIC & DACNREEZ#14%(C L TC18-50( F)IC&
20 WUEYI. CCTENYEIRICIS-50(TF)ICIEFanE
o I, CCTERARMEIRMSD (FHEE SNBRESNE T,
PSA SCX+PSA SAX Scx+SAx --------------------------------------------------------------------
B A, 1A ZRH S AICH T DEURRDLEE _ .
R e @GACNIC L BB
(7= MRS RZ AL CEH) C18-50DF(CSCXESAXEEET B ETHA AN
; N DORMR D ZRE U SENYEZBSHE UET,
( A5 )
e
LC UHPLC(Nexera X2) (B4R
DIh3 L Shim-pack FC-ODS,
2.0 mm I.D. x 150 mmL.,3 pm
BEME AR : 10 mMBFEE7 B LWIKIAR
BifR : X9)—)
iR 0.2 mL/min
H33IVh B Conc. 40%(0-2 min)-60%(10 min)-
90%(12-14 min)-40%(14.1-15min)
HSLEE 40°C
FAE 10 pL
MS LCMS-8045 (EiRBUEFR)
AAALE-R ESI positive
\ J

SER NS, [BEINUERE(ICKS77 TS b2 2 (B1,B2,G1,G2)DITEDRFE] | SF115BEREEFRFANMBERESEP. 142
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5,4)€0DiT AS5=> (201809ver.)

5,4) A3=>

AME(E. E(CAS DR E UTERSNS EH
SIFR— b EERRERARIERBICHASINTVET,
UM U, 2007F(CHERRY bDT— R, 2008F(CHRERZLL)
RARFENILICAS I ONARESEASN. ASZ2HRREE
BONSRERBENSHIMENE L.

* LSRR

-

(AZ=> (2,4,6-bUF7=/-1,3,5-RUT72Y) ]

NH,
MF : C3H6N6 )\
MW:126.12 NI =N
logPow : -1.37, -1.14 H N)\N/)\NH
ARBETESL : 5.00 (257C) . 5.16 (20C) 2 2

SRRHEE 5 g
0 ACN 10 mL o
RES 14y

w058k 3,500 rpm, 593

it R
Hhih EBRR 1.5 mL 53ER

I— FMAKOSmML - @)

HUBRIBIR 2 mL

LEBEISMEEE :

743324

I 7Ehy
| Smart-SPE C18-30mg : &5 | ACN

Smart-SPE PSA-30mg : 155

— BFE[ER] HEBRER 1 mL D

— @R ACN-7K(1/1) 1 mL
R

— %300 0.1 mol/L HCl 2 mL

— a>57433=>)
ad
Smart-SPE SCX-30mg : {R1F ACN

o

Smart-SPE SCX-30mg
|
EWEEZIR(ERNA) 208

B 28%7>EZTK-45.)-)L(5/95) 0.9 mL

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

EE 1 mL X5 )-)LTHEE

1
$E 0.1mL --- @)

EE 1 mL X9 )L THEE
1

v
BITE : LC-MS/MS

annn

EfM(FadlL—b. 9yF—1RRE)

FARER 5 g

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

|
=08k 3,500 rpm, 553

icilu ol i 427

it EiER 0.2 mL 53ER

I— RH0 ACN-7K(1/1) 1.8 mL - - - @)

BRI 2 mL
LEABEIRMHEE Sy .
— 7423=>9 %
Va2
Smart-SPE C18-30mg : #5% ACN

Smart-SPE PSA-30mg : 155

— BFE[ER] HERER 1 mL D

— @& ACN-7K(1/1) 1 mL
MR

— %300 0.1 mol/L HCl 2 mL

— 743324

ad
Smart-SPE SCX-30mg : {R1F ACN

o

Smart-SPE SCX-30mg

I
EREZIR(ZRNR) 201

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

g

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

EE 1 mL XYL THE
1
1

v
HIZE : LC-MS/MS




5,4)€0DiT AS5=> (201809ver.)

v 2 =30l EAR AR z3

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

@ I TIHHMEBEAEACN-KE U
»a. mLUTHEREIBEIITTY
Bt LIV zsH(BEA). ACNICEE
LELR.

LC Prominence (Ei2®{EFN)
DIH3 L TSK-GEL AMIDE-80,
2.0 mm I.D. x 150 mml

G (LB B et BEME AR 0.1 %REUK+2mMEBET S ESD LA
. RO INOENE M - HE TSR I(B)f m?.?l?ﬁln

ELDBEC KBTI HHEE & e ' i i
U, SBODBECE SIS/ (nte]  BHAER bl #5SIVR B Conc. 95%(0 min)-90%(1 min)-

BE[CIRDEL(BEA). 60%(2-4 Min)-56%(6min)-

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

@ KERIL. ACNEEZ FIFTCI8-30[CABT BT PSLEE  40°C

TIEBIEIRR D E R ELET. SAE 5L

© AERENREGOBERECHENICAZLSCTSE MS API3200 (I-t—-¥4I¥I2)
HERUET, AEDRERHTIF0.1~10ppbORI CHE AAAEE-F ESI positive
BIENHERENE L,

@ACN/K(1/1) —»

@28%F EZTFTK-XEF ) =)
(5/95) —

OERARL mL

2T —T
| C18-50(L) 5% :
EBETER DI

SUZTRYT

30.1 mol/L HC| —»
PSA-30 1% :
RERREEE IS A > R D DiRE

¢ GENMIE(ASZY)

SCX-30 RIF: AS=Z>
mn DRI mLAR
C18-50 : (RTINS Z A LET

PSA-30 : BERAEESEIE 1 7 > IR AR D ZFRELF T

SCX(Strong Cation Exchange)

@ACN-7K(1/1)1 mLi&#&

LR A AT BICYAFRICHE
1FF + 851 A2 32 e C18-5015 EHME(AS =2 ) BEHUET.
pKa: -6.5
A AR D S AFpHICED ®o.1 HCIRAD
SPRICHEIRETT, si Y .1 mo b
S HCIERA L CBa R B (C U TSR CSCX (Tl
byl YA la w8 = == =5 -
EEHBREDIES Eiﬁb‘TllljJ UifDiES BUFET, Eﬁl‘i*'fﬁ:T(pH <3)_C(i>(7\/(1771(;
BEI BEHSCXICRIFENET.
BICYAFRICHE BICYA FRICHE
scx ,’os_o.\, scx ,’os_o.\,
&/@ Yt Sy &/@ I VI @O28% 7 > EZTK-*5 ) —ILICLBIEH
s AT si o S TPIHUIEREBRY 3T ETAS I (EHBSN
U | | 1 HoN™ N7 NH, » NS .
FSRICEE «iN*N*Ng , BT, FSCXNSEHENET
BENBEHEDRE. ASZ2ETSX BRIEBATVILOVEDBES., XS/
[CHEL. SCXEHBIRETH DO BESNRODTSCX BB ENET . SCX(CDWWTIEpp.96-105 [7,3)( Q)1 AP S A
SEUEFSCXICRIFTENFE T, EHETIE LIRS0,

SEXM : NS, [ ASZIHTEOBEEEDRGT | E107RREIEFSFiHRSES%E.49
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5,5) [&%] STQ-GC AE (201809 ver.)

5,5) STQ-GC A&

STQ-GC AE(FBAIGERE (—FEBRE) ZRAT—ILI D> UIEITEICIRDETY,
HERAIAVVIEDOREZ[RETEET TN TODRBREIRNR+D LBBMEEND D, FICEHLULGC-BELNBEIHTIN &

ZLLUTOBBERDFET . LC-MS/MSZRBL TLRWES, BEREODTICHEITI,

a>57433=>9 = 0

| g o ey @ EABEDIS TS5z 00T
Smart-SPE C18-50n : 2 | ORHE, BLESE S U NRIERDHE S U DL T 5

FESNEIRER R DIl (CEEME &I U]
— BHE0ER] HBE(ACNE) 1 mL 53E 59 (P UEULET,

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

i
E
=t
®

7l MLVI> 0.4 mL SICULET.
HERBRD . .
TSl
7Ebhy 2 mL(FEE, HUE3) (3] U —){—(CMgSO,(K)Z AN, ZZ(SHERER
ACN-BLIX(3/1) 2 mL OEABLTHRBRODKDZBKLET.
Smart-SPE GCK-20mg : ¥5% \ A
ma ALY MgSO, (JEK ) DBAMR EBAN R4 & 12 D FEM
Smart-SPE PSA-30mg : #55! PRMETLUET,
——— DN MgSO,(fK) 0.3 g --- @)
(4 GC-MSTHRIE T D=7 b -NFH 2 BRI(CER
BRE[ER] HKERSRO BUEY,
RiaK
R FER ACN-MLI>(3/1) 0.6 mL (5) CNIEKREFA(2SUL) T DIBEDHRMETT . FA
- ENRLBBEFGCITEA T BPEGDHERENS00 ng.
JIF> Rl dERA0.5 nglCRB LS ICHRINEEEE
LET.
g AEEecE X TJTF> b AdKITHERFOREZEERDIZSH
(SRIMUTVEY ., ERMEMIECHER LTRSS
——— AN PR -AFY(15/85) 1 mL -+ - @) AIGBRTEBOEEA.
——— 7N 0.1%PEG300-1ppmITF> h>dik -« - @)
EA7ENBER 40 uL (6) EERRISEABR EE UBIEERICT D &R
LETY.
BB : 2 mL 7R -AFH(15/85)THE - - - Q) @
i @ THREZZRBEUTRMIDICEAMETY. TOH
v BEFPEGRU T I F > b dEDRINENOICIRD L

BT : GC-MS SCHARULFT.

GCK(PS5 T 71 bh—R> Dk ~N

IST774 bA—RFFEBETH Do, MRCEENDZFEBEZE 2T SR« RENLOOOT 1 ILEDOMEZR
HUFRI,

|
222:: J 0] 0/
QQZ i e“ D P

JST74 ~ TSR A RE o007+ Jla

\ DST7A =R ASALCDNTIFpp.106-107 [7,3)(3)TST 71 hA—IRZHS Al BHETITELIZEN, /
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5,5) [&%] STQ-GC AE (201809 ver.)

AISLEED
1>k . FBEREARTD SRR EE.

1RVET5 EDRRER

@ C18THH

/ R 1 MUECI8AER.

iRz SERE (/) (CEIMR

MgSO,(#K) 0.3 g

L —){—(CMgSO,(#EK)
EEBZRAUKEDLS(C
BlE T TRHBBERE
MgSO,(fEK) & L <B#T
Do

ZTRICKDHEABRPDD
<HMEBDKDZBKLGCK
+PSAICHEITDHERMRE
UpP=t3.

ERBIMBDIL VMRS (CHERIEE T, 72T T — b~ AT I RRAEOSIEERECHIEIEEL

BHME(RERL) @
IRAHERL Y x w %

C18TH - RIRIEDIRMM D, SRASAHER TR
WRBZERREL. BERERAIL—EFT.

* RENE

/ 20074l
c1s BB TR L4E

=7V I—)L4E
(] AR>O-JLE

— HERE

DS

GCKTEBRRLEFEHBEDED. PSATERELEPE
FREZBREL. BRERIL—ZEFT.

22 UGCKTIFFEBIEZ 62 LBEBGCKICREFEN
BIZHACN-MLI>TBEHUET .

MqSO, (k)& BT [C U — ) \— [CEE
A

Il o MgsOo,(mk) (Bik#)

o *BEME  BFR TSRS RS
=

«  xBFEME e%

=S

0 | — X AHBRE

o —— nmx
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2) ZERBERNNEIINGHER

3) BRERMODEEENER
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6,1)FEEEUNR

6,1) EEMOUNER

BIUREN20% (KN EN200%(BEICEWVW) (LR EHDFEAN?

SEREDFAD—D & U THRINEIUNGKERN B D E I . 2DRIME
INE (AT EUREK)N100% THNETETOEEN R HBRELE U
THEESDFEAED, UM UEIUIREN20% EEND2D200% &
WO RKDICRBIC/ELLBO2EDULEZELEEHDFEAM? ZZT
(FTDKSRBREEEUNEE) L1320 FZIFEDRE E RO ZBTUEH

3_33)0
0
SE1)EASEHE DT YIS 1 RS+ > T A5 (ERE) D E %

BAB(E70~120% ERD TWEITHAERIT A RI v U TEHIBR
DRVBEDERRIER F100% & UET .
F2)ARSA RSA>TIHMEENREEEESOINEZEHET £
BEUNE] ERIRUET,
SEI)AEMBROAES(FBFREET,

(REOINRHEDFIH]

RELBIRK(CRD LZEEFEITESERBERMEERZITOWEDTRICERAN D DN ZRBRET, RICTDOEMRCIE
UM RZITVIRRDREZ (DD X T

LoAEEE
Lf=-0IZkdH

EZTHAL
=DM ?

{EEUREIEE A
EhhbiTE
U EE200%>
TESNSTE?

% BB R DN E1 NG BR

R X E PR D45 E
EFAES
2 ERMSRANEREER
EROTHES ! |
xR
e

SEXM  BESBE  EXERERRETEERE $11150015 : BRAILEY EERECHY HMBREOZLMHHN RS> (CDWT
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6,2) ZEbE AR B4R EtAR

6,2) ZE &R EIUREEER
(1) ZERPERMENGRER & (&

ZERERINEIINGEER & (FRTLIE TR OEBORE TENMEZRINL. ZTOOREOENSBNMEOES ZHRT D
MEETY . AN RITwoOTE Mada] o Fabgl o [MERRZ] O3RBTEREFTRERIML. TNTNOEMDEIUR
REE - M I DHFEZRELTCVET .. CNICIDEDTREICHEN S O EhZHRTD LN TE. ZNICROZ
RZBUDCLTHRRZWEIDZENTEET,

(2) ZExBE A EUREXER D FIE

OTFEA.. B.. CORERBTRERRZRIUZAM D RERARNZRARUVAELET.

A. HIEEDRI : WO SBEEORMEIGRERT. ARTFER(CHEERRZRIMUET .
B. &AM : ERMHZT ST CHERICERETRERTMUET .

C. FBRERM  BER (CALENRD O ILHBREARICREEFTRERTMUE T,

D. BEARFERN . BRIOCBEULCEREBTRTRERE UV TEALET,

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

- AEBTEIRR(CENHDHEFHETOOANEZISNET .

- BECTRHEIRKR(CENDDHEFHETOOANEZISNET,

- COMEURER (BRI (C(F100%(C/2DET TIN200%#10%7R ERELUNK(CIRDIBE
(FHERFDY MW IX(RHMED) CXDEENEZSNET,

BiW Sy EN-<] i R I AIE
A BRI B.hiH 4% C.AEEEERM D. A AR ERERR
1 i
e |
(B E) (B E) CH'EEMLUNER
A<BDBE B<COHE DIHE
W TIEX ! BRTIHEX! BIETREESDD !
p.84/\ p.86/\ p.78/\
|
||
KUD ! -

[REREFOMN>ZZ ! |

v

IR (ECHEFERLINE(20%)DIFE.
i - BRIETEENESTEA BO
EIUREREERELIUNE(20%) XD XY,
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6,3)fRRIZRIMDEEENE

6,3) FREERIMODOREEUNR

RN DEIINER (LFNNEDTIENRO DO THERHC(F100%(C/132B(FTTT . ULHMUEERC

(FHMEPRBRIRZRCRIEN R £E200%E B X DIEREEELIUNZEDE10%DOEEKEUER &/ D FERIL TN T B AR
BANBDET., COLSRBERET N WIRNRENDNET, = TET Ry IR L0090 RN &
BET3 S22 SN BERETINCHT3REENEOMGHZEN LET, DHBBAI
BRIE- - -
SRS i P SEITE
A. TR B. iR CABB RN
[EINEE200% BN
or 100% LR 1 1
[EIURZ20%

—

TR)YOREREIE

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

(1)GC-MSIC#B(F 3 53560

GC-MST(3200%Z#BX 2 L OREEBEIRK LRDEEANE I EENETT . EXSNDERRERERD—DIRELXRDGC-MS
DEMRNDRETY . PIR(FREIR(CHER T DBEAREERNNGC-MSOFESERICIRE L. E—TEBNREL T D FHE
REBADHEMENNE K IXD ZOERE L TEREBEINEK(C/RADFT, MHREUTEFEUUY bYW O X(PEG)DERAWIREEA
AEDCKDESRZE I -+ >0 U TERERBNEERCIRE URRVWKS(CLET . BUT MY Y OX(PEG)DERDUTI(Ep.80
TEHICHULSHBLEY. BEEOREDES—DDERAFY MY IINENC EICIDUEANDEZETT . ¥ IV IXDF
ETIARCRENDHET DHEELOINELRDBEEHDET . UTICHRE CBEIRMIZEHLET .

B5Eafz EX5N3REAE xR

1 RS R DE MR (CIRE S NUEABE VR AN U W O X (PEG)DfERA

U AR (CEINE DS < 125
- mae [6,4)GC-MSBIEICHIF BT MU w I RENE(p.78) ] BIB

RAESR DB R (CIRE SNEAREA YR

2 TS SEL)
L TARIH CEIRE A < 123 RIREAT ORI
3 HEB(TIASNBT MW IINS A RS DRETIRARE R
FCERES523 CRITERTICEIR)
4 EHECEETT BN MY OIINS < IFR HEROBIRE
AN, s} (EBETERICHIR)
W BBl N AT = 1)\ N- ke
s BRAFRTDTY M)V ORI+ (TR VSR D
ETETLVEL
6 <X MW OIS BBERAFT53 HHEDRHE
FDEEBEAEGEY NIV ORZEUHBRRELITHEL. TDHEITERE(R MUY IR U)ITERL TULDZER R
FBEEVWET ., RAITAIEUEROT MU w I ZCKDGC-MSOiEM & d—F « >0 UZEEE R OGRS (TR
BIB30=MEIUET,

E2)E UARERTEEMRERAR [CHERERNIT DHNRERBRBRZERNT 2L DBRMIREERDET,

78



6,3)fRRIZRIMDEEENE

(2)LC-MS/MSIC 35133 31356651

LC-MS/MST(320%%°50% & UL\ D T BB ERINR 12 EENZE RS
NEI. COLSIRAREAAACBZEIF)) EFENETT . KLEES

EUREEE U B A AR E W SHREBDET, MEEECEBOT RN
ASNBT N RN BVESITECET, BT (S50 & Bl > MaAR !

REHLFT. KEIOEATBIVHNIYIRDEZRRIT DONERTIH
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|SB-4010-136 | ATEHEIWHMAES B Hy5—F | | | 148,500
|SB-4010-135 | AZEEEINFME SRAMET Q1) | | 5,500

ASERENT B8 ARG B ASERENRE Py T
HBRFECDOVT | ABREREAKITIBARLIER, TNUNORRE RS 7 R ZERT AT

RUVWEHREFTZ VW EE A,
X1 BREFEMEEENTEODIEA.

i siaE

| sc-4010-151 | RS« 7+ ZasbBmGER (—) | |1 6,160
MR | R3vT (RSA7AZA) ERE
| seas |® |1
| sREREART—> | & | s
| sRmOBUAXT—> | &= | s

I = R A g = = T

|SE -4010-191 | RSA74Z ~Lwhk 10kg %2 | | 1 | 5,610
| s [1 |

S
i

g 1

Sy

|SE—4010—192 | RSA7+A4RZ ~ALwhk 20kg 9,075

RSATARICDNWT : RSATAREDHERCRESNDIEDTETENEE A,

FER(CDWNWT @ OFF TOTEX THHBAENNVZLET . IFMUEOTEXFBHDRELRDFT, HBEFFRE
AFO—IILROWSHEERULET,

ERHTDWT - AN - UE--- R JU---400/ (LBl - S IEAARE)

X2 JUMAIEL0 kgDFX(FAITO THDEEA.

i

|sc-4o1o-1o1 | 2 ) —IRRSA A ARELEE

II

23

| 143,000

op
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iR 4F

i 3 53 K22

| SB-7011-101 | #H{EF NUDAREBIL—K) 1gM(BIH) | & |1 | 6380
| SB-7011-102 | #&fbF NUDABEIL—K) 1gf(HIX) | & |1 | 6380
| SB-7033-101 | O M3Na - 2K 19R(BIE) | & |1 | 6380
| SB-7033-102 | OTE§3Na - 2KFMD 1gR(AIK) | & |1 | 6380
| SB-7099-100 | OT>BUKEINa - 15K 0.50M(RTRS | & |1 | 9900
| SB-7022-201 | MKBBEIRS DL 29M(HE) | & |1 | 6380
| SB-7022-402 | MKREEIRS T 4gR(HE) | & |1 | 6380
| SB-7022-031 | MKEREETOFS DA 0.30M(BR) | & |1 | 6380
QUEChERSIAM 5t8 2T — >4ty MNEH)
SB-7000-941 ey MOS] b NUDA 19, JTOE3Na - 2K 1. U EksR2NaL.5AHM 0.59 (5 i 4 28,380

ARE). BKRBEYIRS DA 29(2EEHE)

QUEChERSEH SHERXTS—4Kkty NGl
SB-7000-942 [y MAB) 81k NUDA 1g. FTB3Na - 2Ki 1g. JT>EkE2Nal 5K 0.5g (45 i 4 28,380
EHR). WKREETIRIIA 49

| SE-4010-030 | HEASIFL -5ty b (KAR) | = | 1 | 470,580
| SE-4010-025 | Szl —5—Ak | & | 1 |275000
| SE-4010-026 | SzRL—FASVYI K | = | 1 | 140,800
| SE-4010-027 | SzHRL—HAERI>R | & | 1 | 42680
| SE-4010-029 | SzHxL—9@H5>T | @ | 1 | 12100

BBz s 0 BEAE

| SB-3010-009 | ®iLE PP S0mL 1004A | & |100 | 6,600

=LE PPE 50mL 1004A QUEChERSIERIR T —> 4Kty b
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£HEERMHRE

A BUATEM

| AA-8010-100 | SEBEMEIHIHEE ST-1400 | = | 1 | 9,790,000

|Ac-501o-oo3 | L300 - L400R Y1 —/\1T7IL(#8 - 4mL) 100AKA D | a8 |1oo | 6,050

STQZE RILEFY K

o STQ-GC A% [ STQ-GC B
///l mumty b | swmey

| $S-5020-011 | $S-5020-002 | $S5-5020-003

0| v47,180 | ¥189,000 | ¥156,640
EILE PPE 50mL  100AA | ® |1 | ) | ) |
BREREENNARRES VY & |1 | ® | ® |
HUBULRSS (N - &) 4kA oo | 1| e | o |
HUBULR>S (- 8) 4k oo | 1| — | ® |
Smart-SPEFI75 75 6MEA & |2 | @ | e |
BN — b v SRS | @ | 1 | o | ® |
54 ZR—FTILPPUH—/T— (1) 50K e |1 | @ | e |
PPUH—/{— (k) 20&A | & | 1 | — | o | —
HSRBUH—){— 10K | & | 1 | — | ) | —
ARRUE LS 20mL 10AA | & | 1+ | — | o | —
HEBRE (K)  10KA | & |+ | — | o | —
HERE () 100A&A | & |+ | ® | o |
ARHERE 182mL #4244 10HA | & |1 | ® | o |
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REURF

|SA-2010-005 | BEOFARBRES v/ | a | 1 | 43,450 | ARBRLCHE:

| SB-4010-002 | UMLK TN - &) 4%KA | 4 | 9460 | A&B&LCE

KREREDNRHRES YU

| SB-4010-004 | UMLK T (F - ) 4%KA

| 4 | 9460 | A&BBLCE

i e | s [ o
AT #HUHULRYT (M- 8)

£ERUBLAST (R #) | SA-2030-005 | EMEH— KU SRER | @ | 1 | 14300 | AsBLCH

i

|SB 6011-005 | 7+ ZR—FIILPPULT—/I— (1) £y k 5004 | = |500 | 15400 | A&BRLCE
BHRD— hU v DBt | SB-3020-011 | PPUH—/T—(k) 20&KA | & |20 | 5280 | B
| SB-3020-015 | HSZWUH—/{— 10KA | # |10 | 11,000 | Bk
| SB-3020-013 | S&RIFLHLES 20mL 104X | & |10 | 1650 | B%
R 1w
| SB-3010-003 | EERE(X) 10AA | # |10 | 14520 | B
| SB-3010-001 | EERE()Y) 100AA | # [100 | 6270 | AsB&aLCH
| SB-3011-021 | XREtERE 182mL g 10KA | & |10 | 38500 | A&B&LCH

PPUH—){— (K)

HSRBIT—)(— FERAR L LAg 20mL HERE (K) HERE ()Y AZEHERE ImL&2mLAS AT

2 T I

IRBIX=R—J)L RFw ~ 20/K— vyrA ﬁ 391,380
BB~ —7R—)L KA 207K— ~

| 55-5110-002

g

SB-5110-002

23

SB-5110-003

23

A v awOPTFE 10EA

|
|
|
|
SB-5110-004 | HAVISLEERLT(ZA vFH)
|
|
|

BB =L KTy 205k |SA-2020-002 | Smart-SPERI7S T4 10MEA £ 13,200
AN
)
SB-5110-005 | UR3IZiBHE 1@ 11,000
» -
et SB-5110-006 | MRBIR—Z— = 7,700
SB-5110-007 | BE&SF 20/K— k 1@ 5,500

54 &

*ﬁi
<F
H = o= = =N N ==
Q¥
&
[~
i
=]

#.L : Smart-SPER74S 45 71 =
Bib X w5y PTEE

| SA-2020-003 | Smart-SPERITZ5 T  6fEA

b3
o

9,900 | A&BBLCH
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EffHh—hRUy>

0> UBTIVRDS A

|SA-1110-030 | Smart-SPE C18-30 | Fil |100 | 42,900 | LCRMGS
|SA-1110-050 | Smart-SPE C18-50 | i |100 | 43,780 | ABBRLCE
|SA-1120—O3O | Smart-SPE PSA-30 | Fil |100 | 43,780  A&BRLCE
| SA-1120-040 | Smart-SPE PSA-40 | # |100 | 45980 | —
| SA-1120-050 | Smart-SPE PSA-50 | # |100 | 48180 | s
| SA-1160-030 | Smart-SPE SI-30 | s |100 | 43780 | Bi&
|SA-1122-030 | Smart-SPE SAX-30 | # |100 | 43,780 | Bi%
|SA-1122-050 | Smart-SPE SAX-50 | i |100 | 45,980 | —
|SA-1121—O30 | Smart-SPE NH2-30 | 5 |100 | 43,780 | Bi%
| SA-1123-030 | Smart-SPE SCX-30 | # |100 | 43,780 | MG#&GSH
[o] —
O RUN—RHDS A
|SA-1260-010 | Smart-SPE PBX-10 | P |100 | 43,780 | Bi: &GS
|SA-1260—020 | Smart-SPE PBX-20 | b |100 | 49,500 | -
@ Tk
|SA-1351-020 | Smart-SPE GCK-20 | P |100 | 43,780 A&B%E

o3 EtL I+

|SA-1900-333 | Smart-SPE 3@tz ~

5 |9o | 43,780

XIEXIVELRDFET, CHRLEDENRDERZHIEERMLET,

BMED— KUy
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