EPN o 5347

< FALIE>>

AEH00 112 100ne/nl ANVTORA—RAF ) —NVERI00] ZMAS.
AFH500p] 2MA, FTFyvIAIFH—T12MRETS.

12000-g T 5 S HIBLAMT 5.

BEEESIT 2.

FERKBPRTERTATERTS.

BEAR 100 1 ICERL, FO2W0p] 2BEEREI OIS T7IEAT S.

<At RE>

# > 7 : Shimadzu LC-10A % 3 : 1. Oml/min

28 ; Shimadzu SPD-10A BiihEE : 270

715 2 : Nova-Pak C18 (3.9 x 150mm, 4um Vaters) B E 40T
BEp: 7RI Kk=6:4

(10 g/ml) Rt (min ERE (%)
EPN 6. 207 86. 2
Sulprofos 11.514 83. 1

BHE TR : 0.05¢/ml in plasma
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TSFFLO8H

<BISLEE>

Lo AAB 10001121002 8/m] CYAP-A S / —)LiEiK 10 ] 20X 5.
LooAFUI00u] 2R, RNTFv I RAIFH—TRETS.

3. 12000-g THAMELHMTS.

4. EBEEBZEIWMTS.

5 el Z2HA 0T N5 7 —BRMIEHIZEATS.
<GHRGE>

4% fif : HP6890 + HP5972 GC-MS system (Scan mode)

A5 4 HP-5, 30m x 0.25mm i.d., BUE 0.254m

B B ASA50C (4 nin) - (20C/nin) - 320C (7.5 min)
TEAER, HLEE ; 300C

FrUTHA :AUDLA Inl/nin
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EXROSH

LERHEEIONFEAOSRZETFRATILV—AVA (77 —FRR) BICTHEEERED
RlEezBizol,

< BB >
BN EOISNBETI0ICHFRLAIET 5.

<HWmERH>

BERBUERT AA6800 77 —FAiE (D2 W7 MIER)., Y3774 bFa—T (F5v 7
d—hFa—7)

miETid 10¢L. BT 200l ZETFERAPFITERABE—VORBETERZTo> . N
w5 RMBIERD2 7 TRERICEDITo 2. :

<BE>

- B

1000 12 g/mL O b FEEEEEEMERE (FXE4%) % 0.15N B§EL T 10, 50, 100. 500ng/mL IZFHIR U
LEURAEES I WEE, MmiE. R 10~500ngmL O T r=0.999 THZMENE SN
7o

BRRBUZERESR . 01)

Abs : : Conc Abs
0.300% - === - - == -~ e T (ng/mD)

2 | 10.0000  0.0088
0200y =-====mm 2 T "] 500000  0.0433
0100} - - - - =<7 - - - e oo_----4-4 1000000 00718

| | 5000000  0.3423
0.000% - - - - - - =~ - e ommcmmaen io-

0.000 250.000 S500.000
Concl{ng/mL)
Abs=0.000674Conc+0.005284
r=0.9998
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HU%3 : UNK

Aﬁ.m G100 0.003 0100 o200 R 00) 0.400 0.500 £.600 0.700 0800
' L —_—t ' ' i . ' X
‘Mi : P e e e s s e e e e e
_ BE_ IEE  BKG AR EREHG Af Bl
111,6558 0.0482 1.8019 1116558  ng/ml 05/02/02 19:18
0,200 -0.100 0.000 a.100 020) 430 0.400 a.500 Q.E00 0.700 080G
0000 1 T T T ¥ T ¥
R SRR M
000 : ] D i e e g g g e el el ek
X BE DAE BKG  RE =X af BRE
X 63.6108 0.0279 1.1412 63.6108 ng/mL 05/02/02 15:21
0200 0,100 0 Q00 0100 0.200 ©.300 400 £.500 a /00 a7T0 £800
0000 , . : - " Y :
<00 ‘ AL_',-.'.'_:' e ';*_-"'_"’L"_""':L'"_M: —:—J,:“‘t—'_—_“':.“_‘"::,::':_—_:j—:_* .;‘."LET___'_':."_"_
- BE BKG =R KRENHY Af %
107.5615 0.0465 1.8213 107.5615  ng/mlL 05/02/02 15:23
In783 : UNK Average
_ i BXEE BKG  BRE EAF - RBEB{ %RSD
109.6087 0.0423 1.8116 1.00 109.6087 ng/mlL 2.5767
FR2 : UNK
et 100 0.000 Q10 0100 0300 0,400 .50 .50 0.100 0800
X RE BKG BT ERmayy B O BE
X 54.8292 0.0423 0.2876 54.8292 ng/mL 45/02/02 17:45
5200 0.100 0.000 0.100 0300 0300 oun 2.500 0600 0700 0.80¢
0.000 t + T t t ¥
; e _ ! ! : ! |
2000 1 o e e T TR i o T \ | ) :
_ RE , BKG REEHE B [5#2]
65,6675 0.0496 0.2897 85.6675 ng/ml 05/02/02 17:47
-0 200 0500 aom 0100 0.2% £ 500 0.400 0500 9.800 0700 0800
0.000 T H T T T ) T T t
1 ] 1 1 1 1 1 1
.. . TS R S PO SO ! :
- Bl o BKG ___ ERESS B Bzl
69.8535 0.0524 0.2742 698535 ng/mk 05/02/02 17:49
FR2 : UNK Avarage
_ i MAE BKG  FERE K EREBT XRSD
87,7605 0.0510 0.2719 1.00 67,7605 ng/rl 3.9154

EBROWE () £ (0. T (R)
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DL-Z Nk ik— b & 7V R¥— bOHT

<AAAEE>

L
2.

FREEITEANC 0. 1 MR BERHENE (off 8.5 T 1/10 KFIRT 2.

500p D MfiEDH D WIRIZ 500 7 b2 &EML, SNTF v I AIFY—T I FHES
T5, 1, 200g T3IHNERLIBET S,

"BoN EBEAO 50l 1T 0. | MR (o] 8.5) 200pL &, 18mM () -1- 9-fluorenyl)
ethyl chloroformate (FLEC) 7t b &k bl ZMATREET 3.

BEBRIZACTT I0nin MR L THEBELZET o2

FEAART LARGERIZ 00 pL OFFBEIFILEMATIZM. &DFE, BF (RIS
LENhofsniz) OFLEC 2B FIIVEICHET 2,

TOHERBIFNE (LB ZHEBEICROERE, KE (TR Ol ZHPLCIEAL Z.

<G>

LC-10ADVP R >, CTO-10ACVP 21 5 L —77 >, RF10AXL BOOCHER ISR
SIL-10ADVP #— b4 > 75—, CLASS-VP @4y 7 b (DA LR SIER)

AZ 4 : Inertsil ODS-2 (R4 6on. & & 150mm, #fE Spm. P—TWUA T2 A#ED
F1 S LRE 40T

BEE . T MU/ 100MFEEET £ A (HD. 0) (23:77, v/V)

i - 0. 8mL/min

Rt Bt 260nm, H6HE £ 305nm

ERME, 24 7 bk (Class VP; Shimadzu: Kyoto, Japan) B WHHBRAERIEIC X > TT

=7,
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o020 ———

0.015 { e m—

amoq

00054 oo \/L—L |
0000 .;.I_)L’¥

1] 5 19 i3 o] » 30 a5 “ 45 50 55 L4

Fluorescence
v

Retention time (min)

DL IR R—P & it — M BH OHPLC LI TRY'SA
' DL~ iR LR — T VRS~ ORE M EFRTR10.0 pgmiEH S ESMEL
F=K B0 4 VEHPLCI= I WA LS,

* AT BE

D-FNirix—b& L-INERF— bOERMBERIIT 0. 01~100 pg/nl. S/NHE 5 &L~
EEOHRUTRIZS ng/ul THoi, MBI N-FIRIFR— b0 1eg/ml 33K 58EmML
EEDFHERBILD 42193, 8%, RSD=3. 7% (@=5). L{EH795. 1%, RSD=3. 6% (=5} THB, &
WRLF—MREZIODIRELAOBELZSEILTHEELE,

JUFRY— b OFERBEMGEIL 0. 01~100 pg/ml. S/NHES &L EZORETRIZS ng/il
THofco MIFIZTVFRY—b2 0 1ug/ml 25X DEML 2L EQFETEIT 95. 1%,
RSD=3. 6% (n=5)T&H 3.

* SR
J. Chromatogr. 8776, 191-198, 2002.
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4-0-methylpyr idoxine M4 4

<miiLE>
1. M. BOomizZ7Ehroim ZMATEML. BOOHT 5.
2. tEIEASLMmDTAINY—IZEHLT, TOIW0ulEZHPLCIZEAT S,

<G t>
£432 . SCL-10AVP BEiEHE 7 0T R &5 72 A5 A+RF-10AXL # A I8 (B EEHER)
775 [\ ¢ Inertsil ODS-3 (4.6mmX 150mm, 5 & m particle size; GL 4 - T2 A &)
BEE : 0.1vv% IPCC-MS3 KiEHR/72 R = U 90/10
F—7> 1 40T ¥ B & 290nm. HYEHE & 400nm

iy r)
i 4-Pyridoxic acid
o Pyridoxal
o] s Pyridoxine '
§ l MPN
§ Pyridoxamine
5 '
E 2
e S s

) 2 <+ 8 3 2 Lo

Retention time (min)

MPNE L UNES3 86 BB RDHPLCIOTII 54

*MPN, E43B6ROREMNERETH0.01 pgml&EdEIMELT-
AHMI0 ¢ EHPLCIZIMERALT=,

R NIZEELSSP4IVBEBREMPNE RIS RTED,

* TR

FRMTMIEMRBRIETIT> 2. BERHFIT 4-O-methylpyridoxine R E L T 1~0.001 1 g/ml
OHEANTRFZESMEZRL, BRETRIZ 000051 gml THS.

3% 12 4-O-methylpyridoxine ¥EEAS 1.0 g/ml &7 2 XD HMIML Jo & E DFIEURIT 99.1%.
RSD=1.28% (n=5). 0.002ug/ml £723 X DEHEML 2L ZFOLHEINHRIL 92.5%, RSD=7.09% (n=5)
THb, ‘

* SR
Biol. Pharm. Bull. 27, 486491, 2004.
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TrAFRRL O

<HIALEE>

1.

i, BAEMIZE 05ml, [RiZ 1 ml ZFNFH, KAV =)LERy MZIDHE 0.3ml DOIF
HRIZEET S (BRAEWIZ IMNaOH TpHT IZEH BT SHL, fiIZFo T EHTS),

2. EHRZ 0.7ml DK TN, 1ml @ AcOH-FtOH-H20 (1:49:50) THEHT 3,

3. BHEEHOCTREEET S,

4, EfRE. 50410 0.05M AcOH IZiEH L, Millipore Ultra free (30,000MW)% Wy TRRA G T
B

5. WBHO20u]1 EHIE-BPLCIZHT 5,

<HHE&E>

#JE HPLC

B L 4.61.d. x 250 mm Develosil C30 UGS

#Eh#H : aqueous acetonitrile 1 vol %, 30 mM ammonium heptafluorobutyrateand 10 mM ammonium

formate (pH 5.0),

7 : 0.4 m/min
NS LRE 4T

BTFIR ¢ 18ng/ml

* 3CHR

Yasumoto, T.. and Michishita, T. (1985 Fluercmetric determination of tetrodotoxin by
high performance liquid chromatography. Agric. Biol. Chem 49, 3077-3080

Yuki Shoji, Mari Yotsu-Yamashita, Teruo Mivazawa and Takeshi Yasumoto, Electrospray
Ionization Mass Spectrometry of Tetrodotoxin and its Analogs: Liquid Chromatography/
Mass Spectrometry, Tandem Mass Spectrometry, and Liquid Chromatography/Tandem Mass
Spectrometry, Anal. Biochem., 290 (I} 2001, 10-17.
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HARROBITIZET 5 —EX

RERERSA WX T A b REED ea) R= Hi ki F

D |REIFHE BAR|CEME) AVHEE| PEAR 18(1) 93-100 2005
HXF. TR BENELE FaEd
. HEFT—FX—=2D

HE—t PRl HE
IR —T +—<

b DIERL—
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