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BEAFGEHFET AR MBIE (RADOR L - ZEMERIEETIEEFH)

ANRICEENIRTERRMDEOAPIEICBET DM

EEMEE AR RE NERFEHAREN BF

WRES

ARG AT ER R W (b R FRIC R DR 0% B FRL . MR EL TR, 2> i 2R T3
BN (CTX) EEIT/ U (PTX) SO TR OB 2 BRI L,

TAVEVEDR BREND CTX BORRETV., Rk I/a<w M S7H&HH (LCMS) 128D
SWTIEZRET LTz, BT 02 Inertsil C-4(¢2.1x150 mm, GL science) . BBEIRIZ 0.1%FBRAR
BI 1%XEE- 0% T Eh=NNVBREOV=T 773 e AWBI L2 XD, RATRERE
(TOF) MS (Bruker #1834 Bio TOF II) C m/z 1157.6, 1146.6, 1143.6, 841.4, 827.4, 817.6, 811.4,
785.6 DVAIRZINTAZBWT CTX BEME L RBEINDIE— 0 RSN, —F7, CTX
HoOBREOM S ERIZIL Sep-Pak C18 (Waters) . ENVI-Carb (SUPELCO) 3 LT GL-PAK
CARBOGRAPH (GL science) B3 EH N TH-77,

PTXAZHE 5112 L ALC/MSHHT Tl AT A2 Purospher STAR RP-8e (¢ 2 mmx250 mm, Merck)
%, BEIFRIC 0.1 %FEE-20 %7 ER=RILVEEHRE 0.1 %¥EE-80 %7 Eh=NI/WERIZE B =T
75 MV, Brukertt#Bio TOF TR LIZ#E R, PTXIRE 10 ppm THIRRE — 72350
. EBIZRAE =D ZAZARIMUIZB W TPTXD A A > [M+Na+tH* L REBENDm/z
1351.73636 STz, £7=. MicromassttBQuattro micro %27 L= TIEMRM (Multiple
Reaction Monitoring) #1249, PTXIREE 50 ppbLl EOMEE &4y, HITACHI#E 8 NanoL.C/
Linear-Trap-TOF NanoFrontier LD TIEPTXIRE 10 ppbLh LD E S HT72HTNT 500 ppbLh £ T
BEEBRSWNFREE 20T, — 5 PTXIEHE R E IR AIRMIBIZ AT 34 RO OB BRE TS
RIZEDRIETAIENHBA LT, LLERE, RIE=YF 70 A 54K (PVDF) KR T 57
NABTF L2 (PTFE) # AWEEARDGEEITEEL T T AiAEELL Gl Y ThoTz,
F7z, Sep-Pak C18 (Waters) 335 TNOASIS MAX (Waters) IZ LA EFRIMHEL BI T, FHCHEERN
B Tholz, AFECLY, BREAVATX L F v 7 ORBOLPTXRRERLNICEER
AL, Ostreopsis BiRMEEBOBEHBR D OHIIZBWTS BEF RN/ I-NI=2Enb, ZOE
FAMEDFERA S,
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A. FHFEERY

INETERMRTIE, 77ET haRso v
(tetrodotoxin: TTX) R°FRHELE B 3 (paralytic
shellfish poison: PSP)ZRA L4 AN A
AEICLORPENREL, EMERIZZ K2
WEEZLI-OLTEL, —F ., MALEURRIZE:
ENDHEH AR HITT TIE, TTX PHER
PSP FREE&IT BB A et (cignatoxin:
CTX) £33 0BREMELREKYWE LTS
VHTITHRENSEL, DRETIEELLTHE
T8 B MBI H -2 SNTE (AR,
1979; B A5, 1997), AHEIIER 38
BEmRIC AR T 2R HEAENRR ChHLL
SN BEEANTCRELEZFREORFED
FRARLESEHLITEIAFETCHI, L
ML7235, 1998 4F 4 AL 11 AICEIRRET
ERTENENORBRTHESNIcAVH
X4 4 Oplegnathus punctatus \Z XA A H
BNERWTHEEL, WG BB
TIOMFETHoTe, —FH . KR TRET I
FEERBICLDFRARRTHRLLUT UM
v (palytoxin: PTX) RENRZET D, Ti
ET. OPETRATEIRFERTA TS A
Scarus ovifrons \ZE o> TOHB|EEIINTX
7= CREF5, 1975; Noguchi 5, 1987; Okano &,
1998; %&b, 2001; Taniyama 5, 2003), &2
AW EE NGRS (Epinephelus BFIR)

7 # A Calotomus japonicus Y ERRLLR) .
a7 Y Ostracion cubicus b L3 DITHZFE
X7 7 FAPBERRERENEHRL TN
5 (Taniyama &, 2002; &1U5, 2003; FEED,
2005),

Fo L EE, BV CH AT A4 BIET S
PSP BEAIRHEER Alexandrium tamiyava-
nichii RFIBH THOMWMP NI TIRAEL,
£ H B ESE{LL7- (Hashimoto 5, 2002),
Te. THATEADFEFMEIC, AR, 72
VWU R BB 4 B35 Ostreopsis RHEZE
BAEEL, ARBXEBRLZLOCICRIFRA
RO TWAZENREZ I (Taniyama
b, 2003), EHIZ, AL 17 FEO YN EE
EOMRIZID, mmREEERBREI
Gambierdiscus JBIRHEEEN ., BH R LB
WRIRFIZ Ostreopsis TREREBNERLTND
TEEFIICHLMIILE, BT, WME DK
SNRH DT RIT, CTXHHE VS PTX 48
FEAEREE R DI LWRIEENTL,

)5, FEx ORMABNEOEW ARG KT
DIZIN, D T HT T BANBRAL TN
—ARBHD, ZIBITIEITH BUREEB DR
L7zBE - &I LY, G ~D@» sk
NTND, LeLedih, B TIEfARIEAD
BEESCHHERETETEMERCHY, H
BENPBASNDIRAIZGEL A2 TS,

ZOISRRROT, ERORHANFEIC
XD HERERIZET DR LITIEFRIC
&<, CTX X PTX MBI I 2mER
flORIE, F-RAANEOEMEOFEIMN
RDHLITND,

DOREIZRITS CTX P PTX HOERIT,
NEETHDVAFEERRIEICIVITON
TVENR, 1 RESEVOREIZSBOREE
HN. B DOTYAEBET LTI DL IR



HUREE NMEL B BAE D 22 . Z O fMERH
PELRIEOEREN-TND, 5, BITO
BRI 0757 40— (HPLC) 72 X IC
FBGHTEIE, BRIE. 2B TR ORR MR
TN T DB TEMERIBRIESH
HWEEL. 2BAS>. WTFhoELRHRE
L REHRBIE LOBRMTHA,
AMETIT, ANEORRBLELTOREME

ZHERL. EROEEREZMDIZLEZBIEL,

CTX EHBLUPTX EE X HEL T, BHIRE
ru< 77 E BT E (LC/MS) RFRAT IR
MEVE B4 HT EF (TOF-MS) 72 & O 5 T ik aa%
AWIAbZEFEICL S EEE TRE, 23D
A8 [H CTX HEIE PTX ST |0
BEEZBENELE, Ebic, BN oRBAN
FIZo& TNOHBEOHEM, BLXUHEE
BOZEDBIFEDOMEFIZ OV TR EINZ =,

B. A5

[ . AFEOFMFLN

D HTITHBRRIADAZY—
1D

FUEH() #1999 4F~2005 FICEHHSNE
FENTT X A Lutjanus bohar 13 #i{k, Yo
INF Aluterus scriptus 3 ¥R1E, /3T /N% Variola
louti 2 MK AT =& A Lutjanus gibbus 1 #&{K

o

N

WFL R TIEHAERERTLVES) &,

F72 2005 F 6 BICHBRERE THELL
NGTTEA 2 WkeA v T 72 E A L
monostigma 3 &RV, CTX 38 ELTLL
ToORBRIZHLT,

EFGD B bREICRA SN S EEAE
DL BEFEEEICIVARLCIREDOEE LS
NTWDEETHLIIY v —ET T TN
% Epinephelus fuscoguttatus 2 ¥, =&~
% E. polyphekadion 3 1. AV T 7 RHAIE

Plectropomus pessuliferus 3 &, a7 75
P. laevis 211K, AR E. latifasciatus 2
RIR, Y A-NF E. salmonoides 2 {8, 74V
YUET wH LV RINE P. oligacanthus 2 TR,
AVRRVYTETSHLRFI N P
oligacanthus 3 ik, VETEESF A% — T NN
—E. marginatus 1 &, VETEL— LT 7
J—73—E. costae | 1{F, RYTAENTT
XA L. bohar 1 i, A—A FTF U TEN
TNNE 2 BELa NN F
Cephalopholis sexmaculata 2 i, 7R
FEEEARHADOF ¥y Aa~< /L ¥ E. coicides 2 1R
{8, 5% Cephalopholis miniata 1 ¥,
T A& F\H E. fuscoguttatus 1 {RIE, ATT
Z 1 HIK P. leopardus AL (Wb
BEVE BT S R A A A R E
FTEOfES) | CTX 2R LT T ORBRIC
L7z,

OB (iii) #¥ :2005~2006 4FIZ7 4 VB DK EE
M/ TWALILRT R BE~F FF E.
polyphekadion Bk, I~ HT
Balistoides viridescens 1 1R{&, 7F 7% 1 S.
niger 2R EFEARBIEL T, TFTHAL 1R
&, A7 ¥ A Bolbometopon bicolor 1 {&{E, &
75 AS. ghobbanl ik, REIEHIA3 HEE
FRAEEL T, BT BERTF A LRE, ~
TR LIRIE. THT L EF /U Cheilinus
chlorourus 2 WM& AT I5R O AE
Plectropomus sp. 2 &, RFEIELIH 10 K
BTk L T T ABERRIEAE 17
BiEZFREEL TRV, Wi CTX
ERBELT, ETHREHZOWTIZED
T PTX & LU TLUTORBRICH LT,
OB (iv) $¥:1981 4, 2003 F~2006 FIZH
W TSN T AT F A S. ovifirons 2 BRI,
N7 Y Ostracion cubicus 109 #{E, 7IAX

2



A Lactoria diaphana 9 #{% 388k LT, PTX
gL CEA T ORBRICEEL T2,

REHIAT®, BLICERL, LEKFEK
Fh A E R O R A E IR L T
FEEEMFEITIFLRY . RBRR ORI
B9 BET—20CTHRIFL ., HERDER, Hik
W CREAR R L7,

1-2) Cigua-Check {Z X275k

E9 BB ~ Gi) B0, TRV E
PRIV —= 7L LT CTX S HHF vk
Cigua-Check (2L 7z,

AR BRI, Toxitec #L#4 (USA)Fish Poison
Test Kit T3 Cigua-Check & VT, D~
a7 )UIZHERLL TiT o7, 9. £ REMNS
KBLR O A FIITHIEE S ERL ., FROR
B LEDHIZAZ ) — LRI 10 Sy EEIES T,
WNT, R % 20 SrMRELL, 5L CTX Hi
& 10 SRR #%. BB ORARIGEE
2L, ARBRICBWTEARISHEEIN
2% ERATRED s,

1-3) FRVAPEE 4y (CTX A5 OFAH
BAFEERERHELER(BEEARE
WAEREE, 1991) VAT IREEICHERL
T, JREME S ORBRIRE T LI, &30
240 g {27 £ 700 ml ZHNZ T 3 HEREY
FTAXL, WEABL TAREMHEE L,
FRIEIZOWTCE, FROBEL 2 BEI#DIEL
TAIREE— LT, iHiRERERGE., &
BK:CzFrz—F )0 (1:2) I LA A
AL, Y F o —F OV E S R RIE R AEL
T 90%AZ /) — )L in-~FHP o (1:2) THIEL
Too WIZAZ 7 — VG Z REVETEE 43 & U OR
JEEHEL T 1%Tween AR K 6 ml CHAE
L. JEEtEm 5 ORBRIRIK (40 g ABHEY &

/ml) &L7=,

1-4) CTX T DO~ 2 F MR

ARRIIEREEREREIL PR (E
AR BEREAEREE, 191) VI TFIREE
IZHEHLL TTT o7,

ARREBRITIL ddY ROBETHEEN 17~20 g
D=YRERAV, | B BICH LT 183
RBO=y2EHW, 5L THD 24 FEHO
TUADEFREBEL  3RLELHDVINIIRF
DIpEh 2 BOSYANRE L TR/ NMNRES
KT, BNORRIIRIE 1 g IHEENDE
71 (MU/g) TIT o7z, 72120, B 1 MU
(U READ)IE, TR 1 B% 24 BT
FCSHIBEELEERIND,

1-5) K EEHEE 5y (PTX M2 F) OFF S

BRI DOFHSIE Noguchi 5 (1987) DFIEIC
HEPLL 7=, 9, 3EHQ0 o) 2/, T, H
{LEEIIATIEE HLE 2 & e NI T
%, BONZEEAIZ D&, 3 EROFEER
% 75% =% 7 —/ (pH 3.5) &2 T 5 5%
EVFAXL, 5000 g T 15 SRR OOBELT
EEEH RS U, BB OV T, R
DEMEE 2 BIEVIRL T EER & — L1, M
RERERER, IEOY=F Lo —F VT
2 EIAEL THRLNKES2EEK 10 ml
TERLU KBRS ORBIRIRK (2 g &kt
Y E/ml) &Lz,

1-6) PTX HiTB DO~ AR

< ARERIZIT ddY ROBETEHREN 17~
20 g DY RERWE, | HEEIZRLTIE 1
3 RBO-yREZRW, HE5ELTHDH 48 FFH
BEL.3EP2HLULI 3 BOTYARET
THR/NREERDT, BHORTFILCTIX &



RIERIZRR 1 g IC&FENDES MU/g) TT
ofr, 2L ARBRIZEBITS 1| MU it~
U1 BEK AR B IR EERENLIESE
Lz,

1-6) PTX 1 E DR M iEERER

ARBRTIE PTX X RELTe~UREER
BT RABRRIR 2 g RUBHE Y &/ml) &
iz, E7o, PTX (RS (Fat i3 T 24K

K&k, KBR) 12-o%, 2000 ng/ml, 200 ng/ml,

20 ng/ml, 2 ng/ml, 0.2 ng/ml, 0.02 ng/ml IZ}#
EEFRBL | ARBRITHE LT,
ARRBRIZBER © 5 1= (Gleibs 5, 1995;
Taniyama H, 2003) {Z¥E#LL 7=, 97, 0.5 mM
RUBERBION 1.0 mM LIV b5 ET S
Ny al o EERE R (D-PBS) (Gibco BRL)
T2 EMEH LIz A(ddY . B, (FE 17~
20 2) b UITBER A BENELNZES
DOIMRIZD-PBS AN Z ., 0.5% U REITE
FRIMERBRER S LT, FRBRIE 50 pl 2 0.5%
IR M0 ERARVENR 950 ul 22 NENERML, 37C
T 1 EiT 4 A Fa2X—Ta07% . 900 g
T 10 HREELOBEL. Bohiz B0
405 nm THIEEZREL =, Fiz, 1% R=
VIR 50 pl iz 0.5% < U AR MLEREEIR 950
pl ZEANL, A2 Fa—a 30 5% OEm
EREEEM 100%E L THREEDHRNLE
RER OB ERERDT-,

0. BHBEEROERLFEMHER

1) HEREMA
BABREFT(BRFIP)REEEREL,

2005 £ 4 B ~2006 £ 12 AlBITH

Gambierdiscus J&& Ostreopsis BiIRHEEFED

HIRB RETR T, R, B R AR

BT, R REILE, TERELHTRBIUY

SIEY T BN TN E B RIS
D MERERICTH~T,

REOBREIT. FD (1999) D FHIEIZHEHL
Uiz, PREXROKRINEE (K 200 o) #FEx
BEL., 10 FEOHEKEELIZIRL 100 EIERE
L7z, IRNT, BoN K% BIE 100 pm &
20 pm DAY= 2L, 20~100 pm B D
T EEMEERI LI, HER% ORI OV
TIXFBROBEEZEOIZ | ERIRLE,

fHEAYITE S ICNEXZEHKERE
LR EA~FLIRY, LFEMEL A
T, Gambierdiscus B X T Ostreopsis BEA
2 L BEREEE 1 ¢ HIVITELT
WEERI BB AR E B e e B L
7

2) FEik
2-1) Gambierdiscus JBIRIEEROE:E
EARE IR T 200545 A, £7
4UEY BT BT 2005 £ 10 AICEERLE
Gambierdiscus & D RIAXE DI —¥ENE
NG-M0505 ¥k, G-C0510 #kEREE LT, 55
X, ESMEEHE (M5, 1982; Watanabeb,
1997 ZH EERIREE 20°C, HMESL 40
umol photon/m?/s', BAKE E A% 12 KERIEA/12
R DG4 T T1T o7,

2-2) Ostreopsis BRI BB DKL

2005 4 6 B ICRIFREILERFETHRRL
7= FUB DO RIKER (O-F0506 ) Drm— k%
RELLTHWE, B®i2.B. BFZE5 0.
2-1) ERIBRD FHIETIT 72,

3) BRI OFR
3-1) Gambierdiscus JBiIRHTERE (BB 1>
HORBRIR O



G-M0505 #EBL D G-C0510 KRDOEEHEIEME
BB L. KB LRREMEE & ORBRIEE
PR o, T, AR 3 fFROAZ /—V
EMZ TREEEE#RERWTOKKF T3 4
RIHRHL. 2,000 g T 10 REELSEELTE
BEMERE L, BEIZ OV, RED
BEE 2 EVIRLC LR A — Lz, ThH&
IR, KK . P Fr—T (1

DN LD B L, KBRS %21E5
LEBIL, VTN —TFIVEG B RAEL

T 90%AZ ) — ) in-~FH o (1:2) THAEL

77o IRIZ 90% AZ ) — LAY B REVRPEE 45 &L,
BEBEL T 1% Tween BB IE K TR,

< A RBRICHE LT, . KEBEMEE ST
DN THRIERICERER LT,

3-2) Ostreopsis BIRMMIERE (EEERE) OO
RO

O-F0506 tx D EBEEEZ R B &L .,
Taniyama © (2003) O J5iEIZERL TR EEME
By ORBIREZFAR LU, HEHZ 3 EED
50%%&/_/V%71uxﬁﬁﬁv}zﬁ&’%%ﬂﬁttﬂ
L. 2,000 g T 10 43 fE L4l < LiE%Hh
HiRE LTz, BRIV TIE, RHFE0#RELR 2
E#VIRL T EEEE— Lz, MHERERE
BiER REOY2FLz—F )T 2 B
L7z, BoiIoKE L2 OBITERMEL., &
BARTERLU KBRS EL, v~V AEME
BB Lz, —F . PxF o —F LRSS
2N, BERHEL T 90% A% ) —/b in-
Y (12T L DEEE S BEIATL, 90% 2
Z/—)VE S EEEERE S L Ty RENE
BEBREIToT,

4) =y REVERER

AEEBIL, BEEE IOV T B, #F3E

THET . 1-4)  KIEBHEE
ERIFRIZAT 272,

ST OWTIER 1-6)

II. CTX $HE PTX O B A& R L0 HT
1 CTX HEBDOE/okH
1-1) 30kt

2005 4F 8~9 AIZIRESNT-BH R4
VHERFIER 2 AL OIREEE S (i H
R ETRHLT, A CREE L=,

1-2)558

FHHH R % Pottier © (2003) D IR IZHEHLL
T, TOYOPEARL HW-40S ( ¢ 30x250 mm.
B =)L, A%/ — )L (F&E 1.0 ml/min)
THEHIE, IS5 ml F248m8mL7E,
Cigua-Check (ZIVBEPIS AR LR B
B EZIITEMEE 4 %S — L. TOYOPEARL
HW-40S ( ¢ 8x400 mm, B —) 2kl Rl
WZAZ )b (Fi# 1.0 ml/min) TEEHEE, 7
ml TOHEUE, Boh-FREE A 15,
Pottier © (2002) D FIKIZEL T, HHEFR D
TSKgel OCTYL-80Ts( ¢ 8x250 mm, B —)
BT braw I 5T 4= ML, BEIEIC
0.1%FEAISIK (BEIE A) . 0.1%FXEE-90% T
Eh=NVER (B8R B) AV, 60 DT
TRBIER A % 100% 05 40% TRV =T /'S5
TUNTCITV, R 1.0 mlmin L7z, 20
%, BEIFE B 200 ml 12 XDREHYE 2 EIX
L7, RUT, Cigua-Check (ZX0IEVERE 4y %
P LC/MS IZTHHT LI,

1-2) CTX #5830 LC/MS T

CTX BhE#E D LC/MS 43#Tid Pottier &
(2003) D FEICHERL TfT o7z, LC EITIX
HITACHI #:8 L-2100 %, 7T 2% C-4
($2.0x150 mm, GL science) %, BEIfE A &



LT 0.1%F IR, BEIE B &L T 0.1%%
Bt 90% 7 Eb=NNERE R, 3. 47
HTHEE 0~60 #EICREME A % 35%0b
60% (BBENE B: 65%—40%) T B)=TIZ
Dx g OHTERR 60~62 S IIRBEIFE B
WK 100% (FBEFR A: 0%) &L, FMEIE 0.2
ml/min IZFRELE,

MS i HITACHI #L84 M-8000 7= Bruker
#L84 Bio TOF % FV /=, M-8000 | & & H
AF AL (SSD) HEAA L IRE RV MS BIESR
HERCT 47 E—R, E—MFLIRE 170C,
—/VRIREE 300°C. #RHIER 400 V. 74—
AEEHE30 V, FUZMEE30 V&L, Bio TOF
1, =V bR L — A3 Ak (BSD 5 A
L.LC FHEMN 0.2 ml/min OBBRIZRIAH AR
FE%250°C., 18 0.05 ml/min DFRIZRT AT 2B
E% 150°CE&L. MHEs 1800V, Y 5—&BE
8300V, W T 47— R TRIEL,

2)CTX HEDH S FEHLE LC/MS 57547
2-1)

2006 4 10 AT EN 74V ERE
ERENSELN- A B2 IRANEE 5 ORBR
REREEL TRV,

2-2) EFEHIHIC L A B B

E9. FHEBEE 10 ml IZHBHE . Sep-Pak
C18{Waters) |2, A% /— L TIHRHEE. 2
ml 952 3 E 4y (Sep-Pak 4y 1, 2 BLU3) %
SERUTz, FEWE B OV TIERIEOERIE
% 2 EEDEL, FHESEE— L, KVT,
BBy OTEME%S Cigna-Check 1IZEDFANT,
B RIS 2 R B EEINEEE S 1 ml
IZEHEL T Oasis MCX (Waters) . Oasis WAX
( Waters ) . Oasis WCX ( Waters ) 38 &L 8
ENVI-Carb (SUPELCO) IZfftL. 4 ml DA%/

— VARSI E T, BRI D Cigua-Check 5
PEE S EE %, 1 ml ([Z#EHEL. GL-PAK
CARBOGRAPH (GL science) IZHffL, A%/ —
NT2ml PO, BB EAEEE
% TSK GEL G2000PW ( ¢8x380 mm .
TOSOH) IZ[ffL . 80% A% /— /v (¥ 1.0
ml/min) THEHEE 5 ml ¥ o4 m]L,
Cigua-Check (ZIVIEMER T, Bo /&
PB4 % LCMS 12 THtrLi,

2-3) LC/MS 434t
ASHIT B, BFEF I 1-2) ERIERIZAT

ST,

3)PTX AEHESLIZ XA M B L T
3-1)HPLC 434

PTX #Z#ESHITFOLME TRt ]E
RV, 100 pg ZFREK 1 mlIZBEfEL T T O
BRI L7z,

AL HTEX. 1T A1 Purospher STAR RP-8e
(¢2 mmx250 mm., Merck) %, B5E1HE A LL
T 0.1%¥EE-20%7 B b= LIEHE . BEITE B
ELT 0.1%¥EE-80%7 L h=hIWiAETRE W
720 BEVFRIZ DUV T, 23T 0~60 43
THEIE A 100%—0% (BEHE B: 0%
—100%) &72BY =T 7SV MEERW, Hi
% 0.2 ml/min L7z, BHEICIEZRTSE
ERESEEZAWT, PTX FH OB
IR 263 nm THBERDEZE=F—LIZ,

32 BT LTI TT 4—

AFEIE B PFEFEL 3-1) IZES&FT
77, A 100 ppm @ PTX AZHES 10 pl 27E
AL, PTX DBEHTERFRFFOY—2%45
U7z, BUZE S IEEE T CiRiEREL
TXBBIUOTEr=RVZREL, EEK



WCCHBRL TR AR LTz, hT7 AU DE
ETo PTX DRIELZEZEL., sHRELTHHT
ROATLOHEBORNZLOTH RO
¥51To7,

3-3) EEHh

AF ) — )V EEE K TEH{L L OASIS
MAX (Waters) {Z# £ 100 ppm @ PTX {EHES,
I ml #RESET2ml O 2% T BT IRIR
& 100%A% ) —/)VE BRI, 1%EFEE-80% A
& )=V TCEREBEHIE, TN0E TR
Lieb D&V EOEBKIZEML ., BiEE ik
L7,

3-4) A1

ABBEHEICHE LT —Z (RC) ZEAL
7= Ultrafree-MC (MILLIPORE) 10,000 Dalton
(RC 10 kDa), RYx=—F )L AL (PES) %
R LY S 2¥ 2 500 (sartorius) 5,000 Da
(PES 5 kDa) 3L 7! 10,000 Da(PES 10 kDa)
D 3 BREOBAAB =R R =YT
TNFAZ AR (PVDF) %2 L7z Ultrafree-MC
0.45 um (PVDF 0.45um) X OSBAKERY T
STNMFrTF L (PTFE) 2 A L7
Ultrafree-MC 0.5um (PTFE 0.5um) @ 2 FEEED
RBEAB=y b AV,

RC 10 kDa iZRBAHIEL THEINLTWAZY
EVATED PTX ~DEELITR T 5720 | %
BARERBNCZVEIBRELBLEL DR YE
L. RABEOLO LI PTX R 500
MU/100 pl #5BL T, BonizAROEMEE
REtL7,

Wiz, APBEOR TV VEEE TN D A
(SDS) LBz LB 25 B AL {E A 2 rB 5 57
¥, PES 5 kDa, PES 10 kDa, PVDF 0.45 pum
BLO PTFE 0.5 uym DT /3ARZIZ 5% SDS

0.5 mlZAN—WEREL ., ZEBEKIZT2 E¥k
HTHNBERL ., RUBEOLOLHEIZ PTX
FEYE LS, 500 MU/100 pl Z5EL T, Bbhi-5
BOBHEEMREILI,

4)PTX USRI LD LC/MS Zo#T

Lenoir 5 (2004) D 5ERBEIZ, PTX i
BEAWTOITEORF TV, AR50
HEELTULT O 3 &2 atUz,

& A:H7 21T Purospher STAR RP-8e
(¢ 2 mmx250 mm, Merck) % . B8 A LL
T 0.1%FEE-20%7 Eh=hIVIETR, FBEIFE B
ELT 0.1%FBE-80% 7 & b= /VIRIRE v
2o BEMBIZ OV TIE, /04T FERT 0~60 43
THEIMHE A 100%6—>0% (&4 B: 0%
—100%) &2 BV =7 7oV MNEERW., it
% 0.2 ml/min &L7=, $HIZ1E HITACHI #:
L2100 BES TV = AT AR L
Bruker #-84 Bio TOF /=, =L 7t 7
L—AZ AL (EBSDIEZTRA L, RIA N AR
% 250°C, HH#% 1800V, VT —EE 8300V
T AVTATE—FTHIELE,

Sk B:& T 5T XBridgeC18 ( ¢2.1
mmx250 mm. Waters) Z >, 3 TEEOBE)
TH B ENTE A: MK, BEVEB: 2%/ — %
iR C: 2%EFMIAR) AV iz, FiE 0.25
ml/min, BENFE A % 85%. BENE B % 10%,
BEME C % 5%DOEIE TOWERRLAL, V=7
TIVEMNIEY T HICBEIME B % 50%.
BEIMH CZ 50%& LT, IRWT 10 S MEEE)
tH B % 95%ELBENE C % 5%&L, IHIT 15
NI EITE A % 85% ., BENVE B10%., BE)
B C & 5%ITRREL . TiefIZ &5 32 0/
LU, HHITE Waters #E8 Alliance2695
Separation Module Z##5t L7~ Micromass f-4
Quattro micro ¥ 7 A< ARHEE AV,



ESI {5 CAA AL, F¥ETVEE 1 kV, i
VIR A% FEEE 600 Vhr TIREE 350°C, A4
JRIBE 120C, RV T47E—NTRIEL,
BRHOEEMS | TERLZESFAA 5=
Vo BN TIZT AT —ayE&8Tz PTX
DOTAF IAF VAT DIT o Pyiar
% F =% — 75 MRM (Multiple Reaction
Monitoring) T{T>72,

4{tk C 555 F 212 Monolith Trap Column
(¢ 50 pmx 150 mm, HITACHI) , 3B Z A

{Z MonoCap for Nano Flow (¢75 pmx 150 mm,

GL science) &, BENMA A LLT 0.1%FE£-2%
TE=NAEIREBEIFE B LLT 0.1%F Bk
-98%7 Eh=NINVERE R, BEITR A T
Zf7{k, L 7= Monolith Trap Column (23 BR R %
HEAL. BENE A ZFE3E 10 pl/min T3 45/
FEL CTRBRIRZ IR L7z, RVNT Monolith
Trap Column % 10 57V 7 2 RWT, 90% %
BifE A-10% %8 B CEMEibIN
MonoCap for Nano Flow DOR[IZEEEZ | Ji
B 200 nl/min TV=7 7 FVx U MEIZEY 30
53T T 40% B EIHH A-60% B8R B (28]
DR T, SbIZ, RFE THEIFE B % 20 73/
LIz, 0% BENE A-10%BEHE B % 30
SEFL RO SPTITE ZT2,

A o VAN = S A PR & a5
(Nano-ESI) # Fiv /= HITACHI #-4¢ NanoL.C/
Linear-Trap-TOF NanoFrontier LD %f£ML,
B F—HA 06 Lmin, A7V —&EE
1600V TRY T 47 E— RN TRIEL T,

5)PTX HFEIZL DM S ERE LCMS 7347
5-1) &kt

2006 4F 6 A IZPHRIR AR B THRIRLCAY
AFFF ¥ Palythoa tuberculosa 150 g%
AL UTe, NI, LT oERICH

__Q....

TAHET—30°CTHEERETL,

5-2) RER TR DR R

AT AF XL F I bORBIEOREIT
Taniyama % (2003) D FEIZES>TITo72, &
BBk P CREAREL ., 3 EED 1%EEkRE
Eie 75%TH ) —NVEMZTREDFAAL,
EOANEEE 10,000 g T 20 SR Lo BEEAT
oz, BEIZOWT, RIEROEIEE 2 EI#EVIR
L7, Bohi- LB R EE—%, /R —4F
—ICE DB IR GBS R R L E Z 1TV, BE
B>y ) —VESEERELEE, HEKT
AMRIE T IS0 mIIZERL., fMmtke L,
wiIT, MBI S BOVF L —T Lk
Mz, Ee—NIEVIRES U CIRIR B EAT
7z, FEOEER 3 BERDIRL T, KBEBX
W F Lz —FNEEENENSTRLE,
T F Nz —TIIVBIZIRE KEIN A, S
FEMBL, BbhKEEZA—LTEEKT
50 mLICEAEL ., KR 5K (Bi5y A) LT,
EbZ, V= FNA—T VEERBIEREIZELY
BLE L7214, 90% AF J— L e~FH % 100
ml TOMZIREIL, 0% AZ /) — NV BEY T
F N T—T V-2 5 ) — VB 5y (B4 B) , ~F
YU BE YT —T -~ U Sy (]
ORIz, Fe By A%K:1- 75—
M D)THEL, 78/ — B RIRESE
Tro TNABIERLRL CT ¥/ — LV EEL2HKRE
%, S0 mlIZIRE K CTEREL ., KEHE-7 % /) —
MREEE 4y (B4 D) &LT,

TRBOAKBESIZOWTITREREL, 74
J—NVESEERELE, 50 mlIZFABKTE
L. K- KE S (B4 BE) Lz, &S
ZRET CIRMEREL, 5 A.D BEUE
WZDOWTEZRE K, B4 B BLCIZHNT
13 1% Tween60 KIEIR CIRAEL . EEE TR



BHERBRICLVR DT,

5-3) v AR

AHERIT, B2 A, DRBLIBEIZOWTILB.
WHESHE L. 1-4) B4 B & C 22V TR
1-6) L[RIERIZIT o7,

5-4) BRI Lo 5

K ERD—EEAL ) — IV EEEE KT
fir{k L7z OASIS MAX (Waters) IZR & &4,
2% 7 BT ERIRE 100% A% ) — N2 iEiB% .

1%HEEE-80% A% /) — LV TCERIEH &S, BT
RAGLIZB DV BORBAKICERL., AR
1% BEBA-80% A% /— VIR B 5 %
AZ ) — )V EFEBE KTk L= Sep Pak Vac
C18 (Waters) IZfF L, ZKEE K, 20% A% /—/L |
50% A% ) —IVBLDN 80%AZ ) — VAR IEIBE

3:7:—0

B H%.100% A% ) — L TEFRHIE
HPLC Z#TIZHEL7-, —J57. BAFIESIE 4-2)

THRLNZES D 20 ml &A% ) — VLK
T M{k L7 Mega Bond Elute Flash C18
(VAPIAN) IZWR 35 S8, 20%AF /— )b, 50%
A=)V 80% A% ) — ) 100%AZ ) — V%
HEHELT 4 BElE @RS, 1%EHEE-80%AF )
—VCHEEDRE, EBIT, 100%A% ) —)L,
1%BEEEE-100% A2 /— VB LY 100% A% /) —
JVONBIZEIE S, 20% A% ) — Vil %y, 50%
AZ ) — VLY 80%AZ ) — L iH /\ 100% A4
&7 —v 1 B4y, 100%A% /) — )V 11 H 4y
100% A% 7 — VT E 57, 100% A% ) — )VIVE
57 1%BEEE-80% A% /—)L 1 4y, 100% A%
J =V VE Sy 1%EEEE-100% A% /— /L 11 E
HBIV100%AF ) — A VIE S OERE ST,
JL%%@U‘ RAELI%E, B KIZT 6ml 12
BL, HFESE~y AFHERBRICEL, &
rizb%’ AT 100%A% ) —/0 1T B4, 1%EE

FE-80%A% ) — /L 1 AR LT 100%AF ) —
NV EFIZONT, FBENEAZ ) — VY
KTk LT OASIS MAX (Waters) {2441 .
2% 7 BT KRS 100%AF /— /L& 1@iR
%, 1%EEEE-80% A ) — )L THEEHEE,
BT EAEL 2%, Ultrafree- MC 0.5 pm (PTFE
0.5 um) DEFEAS B L=y MRIBSH T2, £
D, AIREEBED 100% A% /) — L &2EITT
RS, 100%A% /—/L [ -50%AZ ) — VIR
IR 1%BEEE-80%AX ) — )b 1 -50% A% J —
NEHBEBLT 100%A% ) —LV -50%A% /
— VIR IHIRER . Zhb%E LC/MS STzt
Too 72 ARVEHR 1 mlid, AVRT XU F ¥
73 giZY T3,

5-5)HPLC 4#F
ARAWTIE B, BFEHEET. 3-1) EREE

277,

5-6) LC/MS 453kt
ALHTIE B. AFFEHIEIL 4) LRRICIT-
77

6) A B M EBROELFD LC/MS HT
6-1) 8t

HEHT B. BFZE 5D, 3) ¢l
Gambierdiscus J&& Ostreopsis JBiRHEEEED
IREEHEE 5y OFRBRIRE R LT,

6-2) LC/MS 5547
AT B. WA HIEIL. 4) LRIBEICT-
77

C A FEfE &R
1. BEOEMEM



DEEHD) BoFEME
TR BMUERAZ)—=2 7 ThHD Cigua-

Check {ZBWT, WHBIREL AT =4 1 1 ik,

NIGTZEA 2 BRIEBIOAYT 784 3
BIEDZNZFNAFRIIH CTX LRIzl T

BBt TR G Z R LT (R 1D, SHIZ,

MHHRRENTT7H A | BRIEOIREEIERE 5 H
b CTX #.ET 0.025 MU/g OFEMEN S
72 (F1)

2) B Gi) BE oo FBHE

31 #RfErR 23 RO P13 Cigua-Check 12
BT E IR E R (FE 2), 20
ILBMERIG THOT TV ET < Z LRy
NEVRIEEIREERAD I 1 RED
HARLLBEEDRHS, ZhEhOEMEE
I CTX #2%T 0.025 MU/g. 0.05 MU/g TéH-
72 (& 2),

3) 38 Gii) B FBE

AV ERROBMEEER 341, 3-2, 331
NN

F 9, Cigua-Check {8\ T EY ¥ 25
PERERIS J Okl 46 B{AT 44 RN
BEThoT, X/ o XBEMABRE 5K
ED>H, TFTHEA | KL IvTH
T 1BEND CTXE T2 21 0.025 ~
0.05 MU/g DFEMER R 7z, RWT, B
PY RHEE 3 BEOTHRE 38 MEDOEE
PEES G RETE—H B to%, <= v
ABMHERBRICHE LIZL A, XS 0 ABE
R 3 BiE L BT BERE 8 HEN L CTX
HAE T 0.025~0.05 MU/g OEERBE SN
7o NFT A BERBIZOV T, Cigua-
Check 1Zxt LT T E 2 IZBBHERIE
ERLIZIEO 05T, ZOEEMEE S

OFHEITVFTR Y 0.025 MU/g Rl (CTX #:
#H) Thoim,

I, B 258 BET R 36 KD
KEWE S Z~ v 2AEERRICE Lz
A ETHET0.5~4.0 MU/g DEMI B
AT, . TROHEBRKBEES O
% IE~ v AFRMERIZE LT %8| X
Z L., —EHOBMED AL — T PTX L E
ftlL T,

3) Bk Gil) BE O FE

R LNz 7705 LEIKRE 11 #
T (&4 | EBEREIRE (FS) | BIF
B 1 fE (F6) BLUWLDKRE 27 ik

(F7-1. £72) "FHET. TNLOFENE
1£05~1.0MU/g THotz, —F5, 7IRAX
ANTOWTE, BB REITFEEE RIS T (X
8) . BIGRE 4 BRIKDOITIEE B < NI 5
0.25~0.5 MU/g DEHERBH I (£ 9),
INOHEFERKBERSDZ U AR
MmERIZ R UCPTX &3EEL U 7 B IENE IR I 1%
HERLE,

0. FHREEEOKRIZERG
1) tHER B

EFIRRFICRBWT, &R EIcfEF 42
Gambierdiscus JRIRHIERE (B 1) OHIRIT,
2005 4 5 AICHER 1 g(BEE) DY 212
cells *RBBEEFTELE (K 2), LLAaR
b, EORITBRIZMAETIRBEIZEAL
BAIT 22813724 Wt 10 cells/g (B E
BRI THo7 (K 2), -, AEHMLE
U T, Ostreopsis BIRHEER (K 3) DfFFIT,
FIEE A MRS, 2005 F£BL182006 FE&b
WEFRIIRBEEIGEL, BT 8 HICER
122 cells/g(BE&) ., &1 6 AIZHK&E 200



cells/g Tholo(H 4), —77. RIEHTIRFET
Gambierdiscus BIRHEER L | RIKNT &L
B, fBIUTfTR L U7 BIRE Tl Ostreopsis
BiRE A R EMICERLZ (K1, K3),

2) Gambierdiscus JBIRHEEREDREE

G-MO0505 ¥k 0153813 70 B s % 2 BT
WV, BEF 680X 10° cellsDiEFEBMA 2 AR L
72o E£iz, BT BEG-CO510 i, &R
#:.43 AM. 37 B, 28 A, 48 HIHI & 4
ERERE L. &8 175X 105 cellsDEE R A &
B,

3) Ostreopsis JBiRHEEBE O
O-F0506 BRI A %5 48 AR, 28 HE®
2B F 4TV, A5 136 X 10° cellsiifia 2 157-,

4) Gambierdiscus JBiRHi TR D B

Gambierdiscus JBIRHEER G-M0505 #RD
ERBAENSTRM L IRAEE DI X,
SREHEE 500,000 cells 82 B/ml OREBRK %
BEEEL LT IRIIBELEN, B
EHIERD bhied o7z, —J, G-C0510
RO BEEORBEERE ST, ABHEE
250,000 cells FAY4 B/ml T= U ANFET L,
FIEREAE N LRE 700 MU OFENREDL
Nic, £, FBEEBEED DM LU IZKE
PEE S 79,545 cells Y B/ml T+ 7 A
EEMEER LT,

5) Ostreopsis B iR¥HEEBE D EME

Ostreopsis AHETE#E O-FO506 BRDEEE#
ROKEEE 531X, 50,370 cells #73 &/ml
T DA T D EEMEBIEEENRD b
o, BB 2,700 MU OB EZ B, — 5,
JEAMER S b b~ U AFENRE S,

FOFEIZ1IOMU ThoTe,

0. CTX $8& PTX DM S LT
1 CTX HlFE D ER
1-1) #58Y

B4V EAENLEBLNIZ CTXIE
LIREEND 40 MU O#lF% TOYOPEARL
HW-40S 12t L72E2 A fr. 4 BLO 51X
Cigua-Check BBIHER S ER LTz, fr. 4 L 526
—1% . TOYOPEARL HW-40S [Z[ffL7= &2 5,
fr.2 & Cigua-Check 1B W THMETHoT, S
Bz, Z® fr. 2 © %O TSKgel
OCTYL-80Ts B Lrra<hs 57 +—1%0D Fr.
11 2% Cigua-Check BBtERJSZRLIZDT, Z
% LC/MS STzt L7,

1-2) CTX #58E D LC/MS 55#F

F-9°, HITACHI -84 M-8000 % FV CTH
FEOWME AT o720, AR —2%B52
LARTERoTE, RNVT, Bruker 25 Bio
TOF X2 GOt AT, TD5
WrOFERER 5 1ZRT, m/z 1157.6, 1146.6,
1143.6, 841.4, 827.4, 817.6, 811.4, 785.6 @
TARIUTRT AR WTE— 2 BRHEREN
7.

2)CTX ¥ EOM 5 ME LC/MS ot
2-1) BRI LA 5 s

TAUVE LV ERBERENOEDNI A ER
JEvAEmE 4% 10 ml [ZJE#EH . Sep-Pak C18
ITHEL 72T A FEREBISy B L TN Sep-Pak 2
B 431 Cigua-Check TR GERLIZDS,
Sep-Pak 1 & 3 E/NiEfEMETH-72 (3K 10),
Cigua-Check FBPEToH o7 Sep-Pak 2 B %
Oasis MCX, Oasis WAX, Oasis WCX BLTH
ENVI-Carb 121, 4 ml DAZ /— V& EIRS



B-dZ A, Oasis WAX BLUOWCX Tridek
EE 43, ENVI-Carb TIEAY ) — LR H
4373, OasisMAX TIIME 425 Cigua-Check
BHETHoTD, ZDMOBE S IL 2 TH-
7oK 1), 22T, AEB T EITIE R 4
A —t%.1 m [ZEMHL., GL-PAK
CARBOGRAPH (ZfftL, A% /—/L"C2 ml §
“> 4 @4y (CARBOGRAPH %y 1~4) %4y E
L7ztZ %, CARBOGRAPH 4y 1 DFHMN
Cigua-Check Bt TdHh-7-28, IERBEE S B
FOZFOMOEFIZOWTILRMETH T
(%(12), BETdH -2 CARBOGRAPH 4y 1
® TSK GEL G2000PW ( ¢ 8x380 mm .
TOSOH) & H B /71X FE HE 9 3 BLUEIR
B4y 1 23 Cigua-Check it Th-o7272 (&
13) . ZNBHOHE 5% LC/MS I THHTLz,

2-2) LC/MS HT

Bruker #84 Bio TOF \Z LA 5 ¥TH5E#K 6
IR, P-CTX2 8L P-CTX3 OF MDA
TMAF > DO~Rra~wh T T L5 THD mkz
1117.14-1118.14 ®<AIa<=r S AZIBNT
YRS,

3)PTX 1ZEHE Sz LA 5 RE B
3D BT hruThTTT 4—

HPLC Z3# iz 38V N T, fREFIFR] 27 4512 PTX
DE—IRBOONT=OTHERLUE, HEALZ
PTX &A% 50 MU Th-o7zDIZxfL, ZO 5 E
LI SIROERIT 20 MU Thotz, —F ., *F
RLLTHTZLEBIBL TWRWEETY, F
NL7=E &I 20 MU ThoTz,

3-2) [EFB$h H
OASIS MAXIZ 25 PTX AZ ¥ 5 [E R Hh H 1
FREL-BOBEOEINELE 14 177, fit

L7 PTX & 5,000 MU 055, B 80%
£72% 4,000 MU 73 1% EFEE-80% A% /) — )V iE|
TIEHEN, OASIS MAX % AV =EFEfh
HIVEIL PTX O BRI A A THHZLITR
Ehiz,

3-3) A1

RC 10 kDa ®7 V¥V ERFMBOGEIZ
&% PTX ~DEEETR~TLTA, ME Lt
L7 PTX & 500 MU H, 20% DO EIETH
% 100 MU OEINBZER TEZ, Zhb
HPLC THLIZEZA, 7V DRREE
TR FICEDL T, PTX HE S E R R
BHZE— IR AL, EBIZ/NELR>TN
(@7, E—7EEIVAEHLEZPIX 0FE
1220 MU THY, w7 2AEMHRBRNOR L2
HDE—ELT,

Wiz, SDS JLEE ML= ABETABLE
PTX A#& D HPLC s34 DFE RA K 8 12777,

PES 10k Da T, SDS 4LHR JEALIBES I
PTX ORFFRREIZ/NSRE— 70358 &bﬁm
FNEVE R 16 HHTDIZRERE—I2F8
BT, SDS FEALIEDOL DT PTX FEHER
I EENRVWEEOBARRE — 7203538 b
Nz, ZOZEXY PTX X PES 10 kDa #3@if
THEMASTICEHAT D3, SDS ALERIZ KD
RS REDBZEN DT, PES SkDa T
I3 PES 10 kDa O&XITHHEN B —I LR
2BELOLBHEINTZN, 2FNICY — 7 miE
WIPEL A TN,

—J5. PVDF 0.45 um 38X ' PTFE 0.5 pm ®
HBE AR TIX, SDS AEBOH MIZH 5
PTX EH#FLRAEOEY—I 3 ELNh, T
— 7 EELEAIIRD 572 (K 9),

4)PTX #EHE LI LB LC/MS 554



PTX OEERER 101K, ALEEE
WEVKFERLFNIT A INAAY | A4
RE . BHEShLTVWE— N R0,

Z{EA 50 ppmDOPTXEEHE T Z ST LT
A h—=FNAF v ruaeb T h KBS MO
1 ffif 7 [M+H] " CdDmiz 2680-2682, F RV
DL 1 A [M+Na]" TH Dm/z
2703-2704 BLFTRTAIND 2 fli14
[M+Na+H* O R iEA A ThBmlz 1351.7
D<A~ TEhD 20 HfUTIZE—2 35
b 11), ZORFFRFICBITETARAN
JMNVIZETFT NI AR MALT L THD
[M+Na+H]* S HEER SN Dmlz 13512, BT A
IO MHK+H o 13592, 3 flidF kA
A EHEREND, [M+Nat2H] ThD
miz 9012, BV AMFIIAF v EHELREIND
[M+K+2H* Dm/z 906.5 D7 F L3 B b,
[M+Na+2H]* ® RIS & A A & BN D mlz
907 RNE LRI T F I Tho= (" 12), 2
T, mlz 907 D~A7a<hr T rhHi LR
RE—I3%bNI= (K 13),

ZAFB: ARG T COPTXORERKETH
% 7.20 5y D AART M) idm/z 327 DFREEH
Bb@EhoTo, F072 ., m/z 327 2 &5
AT —aryEZEtmiz 327-miz 759, m/z
327—-m/z 69.8 DE=F—%{THELHIT, il
RV VR R E B BONPTX® 3 o7k
Vo b, AU LfEMALE L EHRIND
[M+Na+K+HP" 2757 A F—a &8
m/z 913.5—m/z 327.4, 2 O HVT MTINAAZ
DR — 7 EHEERENB[M+K+H-5H,01*
ETSTAT—ar S8 miz 1314—m/lz
3274, [MHK+H-9H,01" %2 757 A F—a
v &ETom/z 1278—m/z 327.4 THBRZMRMZ
nw b TARELNT (K 14), 8 iTm/s
327—m/z 75.9 OMRMZ1=h7 5 A TIZPTX

DOEERARIL 50 ppb(0.01 MU2 p) BET
Ho7- ([ 15),

SAEC PTXIZEHEFH D 500 ppbIEiR DT
BT, m/z 1331.242 TKFAMO 2 A4
Y DRLKE — 7 TH B [M+2H-H,01* 5. miz
875.834 CKRFFMD 3 A2 OfikE—2
THDH[MH3H-3H,0 2 a2 (K 16)

BREE D@7 miz 875 D AT N5 A
T PTX HEHESL D 50 ppb IR CHR2E—
JEB/BDHIENTE, RHRAIT 10 ppb FRET
Ho7= (K 17, 18),

SPTX HFIC LD B IEHE LC/MS 4347
5-1)#\N

AT RFE L F v 150 g OMIHBO#TE
731% PTX #EC 120,000 MU, KIEMEHE Sy -
50,000 MU, JE¥EEES> 130 MU K, 74/
— /L4 EC 4y 40,000 MU, /K47 ERIE 43 5,000
MU Th-o7-,

5-2) EFBHRHC LD B R i

FIERE M OBIREY AV CEMBMHEES
KastL7z, OASIS MAX DIFA . £RBRIK 2
ml ZiFERSEDE, LT OX72HBANEDS
Nz, I HIE IS BT IER S E 4 (E 4
1)80 MU, 2% 7 > &="7 /K ¥ & 4y (B4
)20 MU, 100%A¥ /— /L35 8 4 (B 4y
1) 200 MU K¥i. 1%HEFEE-80% A ) —/VES
HE Sy (B4 IV) 100 MU T, [BILRITE 4 1
T 5%, B I T 1%, BO T 13%, BV
T 6% Tholz, KEMEFIZBWTIE S
[ T 200 MU, &4y I C 20 MU, B4 T
400 MU, HEi4yIVT 200 MU, 55— 1%EEE
-80% A% /—/VEEHE 5y (B4 V)20 MU R
C. EURSRITE S T A8 10%., 45 1T 1%,
E 4 IC 20%, B4 IV T 10%, B VT 1%



RiFEThHoT-, TH/— /BB SIZBWT
B4y 1A% 160 MU, 4y I T 20 MU, &% I
T 320 MU ki, B4y IVT 160 MU, Ei4rV
T 20 MU T, BIRERITZNZEH 10%., 1%,
13%KRiH. 10%, 1% Th-7z (3K 15),

%7, OASIS MAX 6¢cc(Waters) & V735
A KEEMEE S TIEE 4 T 2% 600 MU K,
H 53 M350 MU, & 5y 2,600 MU . & 5y
V2,500 MU, [EIUXE 4y (E 4y V) 500 MU R

T, BEIRRIZFNFN 12%KE., 7%. 53%.

50%. 10% R ThoTo, 7 X/ —NoBLESy
T, B4 1 AS 500 MU 3R, 4 11500
MU, & 45 12,500 MU K. B 4 V2,500
MU, &4y V350 MU i T, BEUREITZENE
U 12.5%KR5 . 12.5%, 62.5%KTH . 62.5%.
8.75%K ThH -7 (& 16),

Z® OASIS MAX #RWi=7 & /) — V458
4y IVD—ER% Sep-Pak Vac C18 2L A@EF
i EORFHIED I, JERAEE S S MU R
5. KBRSy 5 MU K, 20%A5 ) —)LiE
4y SMU K3, 50%A% ./ — Ve T4y 10
MU R, 80%A% /— VP E 4y 25 MU 3R
i, 100%A% /— L {E#E 5y 100 MU, [BIY
4y 25 MU KT, BIRFIZENEN 1.3%
R, 1.3% K0 . 1.3% K. 2.5% K.
6.25% K15 . 25%56.25% K iw TH-o7- (F
17),

5-3)HPLC &#F

Sep-Pak C18 IZLAEEIMHOBEHERER
FOEIREOE BRIV EBEEEATATF
ST R I DERAN 100% 25 ) — VESIE

HU-boEEZ  Zia HPLC [T L7z &2 A,

K19 R REE .
PTXIEHE 21T, 20.7 DIZHEH DOE—I)
&z, HPLCOHT I K APTX O R

1301 pelRELHEINTWS, —fi%iz, PTX
D=7 AT BLDsol 450 ng/kg THBD T,
0.1 pg®PTXHK 11 MUMHPLCIZ L DM HRR
REFETED, BALTATRT X F X7 D
R E S EHPLC O W R bR & 8.2 MUE
BHEN, AVAF U F I ORERE T
IR 207 DIZPTXIEAERIC—F 5L
—JEBRH LU, INOOBRIVERBEA
TRF XL F X/ EENDIEFERDIIPTXN
ERS THAZERREENTZ,

5-4) LC/MS 5541

SGUFATOSHTTIL, PTXIRHE R OREFIF
RALRIL 20 45 FF D= RRARI MUZPTX D H
U A INA A & BB [MAK+H DOmiz
1360.3, 3 fli>FRID AREIAA RSN
B[M+Na+2HP " CdhBmlz 901.2, BUZ M0
A A LR SNBMAK2H Dmlz 906.5 D
ST FANELI, PTXIEHE G LR BRI,
[M+Na+2H* O B {E A4 L B dmlz
907 NEHAV T T TH-7= (K 20), FZ
T, mlz 907 DRI T L5/ EPTXAE
ERE—HTIRABERE — /B3 E L7 (K
21),

ZHBTIL. PTXDTTT A MM A L THD
miz 327 BRI TS T AT —arSEimi
327—m/z 75.9(& 22) . PTXD 2 {EDHYD L
FTMmAFrORAY —2LHEREND
[MHKAHH-SH O 2 7 57 A T —var &8
Tem/z 1314—m/z 3274 (K 23) . PTX® 3 {liD
FRIT A DV A INAF RIS
MtNatK+H" %2 757 A F—a &8 7=
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