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Studies on Determination of Histamine

in Marine Products

Using Histamine Measuring Kit

By Kosuke OTA

KREFBEMLBIZEEND  AZ IOk LT, @EFERIEBICmERIK a~ 75 7 Th
W35 EZIILDE L, FExRTEPRESIA TS, 2D5L, AHEZRAEB L LEHEICB W TR

HICEZZIVOEERNAREREZZ I VHIER Yy F2ATRENLTWS.

ZDOXx v hE MW CKEFREM

THICEENAERZ IV OSTEITH) 20, FBRITEZEBML CHRMEIRAREZI T2 25, £
JCRLKEFEMNMTHTHOE A I U ORINERL WL ELEBREFTH-T-

Key Word: E A& I, B2 Z I VHIEF Y b, WINEIGE, i

I XC®iC

B AX IR DB ERITERER D IR L
WIZHE, B, MER e EPoERERET LR H
ThHV, FREHOIZEAEITAESCZOMI,
WELTHD. £, FEAEMHZFHESTE LK
LEHmELONEEON60%% 5D, £ b DL THC
FTERPoTZVEVIHEND D .

YPETCIE, B HTAERE LR (2005) 1I2&
Wik v~ b7 7 7HE®) (BER)E YL LTS
HENTWHF AL T4 RTORNFEK(L
BICEEIRIE I v~ N7 T 7 THNT D5 LLT,
DC #FEMAL-HPLC ) A L, E A X I VIC LD R
FEBREDNIRIEORELZIT> TS Y. LiL,
BRESHTIEORLEITEMETH Y, 28T 5.

Zoftiice AF I o aiGikE LT, Ramfd
AR # P R (2015) G 0 @ ik 7 v~ k7
7 7 CGEM - E&E) B) (BEBIE)Y , Wk~ K

V5T 4= 5T DR IR AL T

WEX Y "2 RWDHERDD.

0oL, EAZIVEFR Y MTkdEeAZ I
Y OERITRENOMERFIETHY, Mok
DED BB LBEL LN E NI AT v |
WD, —JT, FHEINLESCRERM S & &R
ELTEGBICITERECMILE M E R EOREE R
FHOEHTERN. 22T, EXZIVIEX
v N TOBEFLBICERTREAZBINL, eAZ Iy
DERERDT.

oI ek lOFHE
1 3ok

DN (B, T, Rofix), o7 o—%
AWz, g dbon oy, H—fli-box
HEE Ui, F72, BV N5 gkt L TR="FTD
AL —NHh (LR, R=A"FzXR) & 1 g
DHRTHRML, W—bLlzbobREE LT,
2 RE

b RAY I T (RR), AT H v ANVR



F U UL (BEL#K), A%/ —/L(HPLC A) XK
b8, 0 /VBRAKSE b U T A 12 KR (Fefk)
D AEEZKFET DU DL -2 KEY (RfR), 25 %7
YE=TK (BESBREM), WM HEEE R0
M) FFEAMEESR, EDTA - 2Na » 2H,0 GRIEE 99.5 %)
R AE e 2 vz, Kizv~ bR#R
Autostill WA770 I8 JL OV BU/EFT Y RUF424BB THE
B 7K E VT
BE-C18(1000 mg, 6mL), FRBGA A XM I =0T &

0DS X =% 7 AIZIE MEGA
|Z1% Bond Elut SCX (500 mg, 3 mL)Z H 7= (DL L,
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N VIITE 24T o 7o 1y H s O 4y BER 130K 0/ F 1R P
#5922 & 7z,
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Xy MIBO~ =27 V> THIH 21T - 72.
RE g Z250mL AR Y v L o BEREIIEND &
D, 0.1M EDTA /K¥F# 24 mL &N %, WEAF TH
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SLTHh B m#HLELHIZ TS M (10 krpm, 5°C)
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DAHREIHR E L.

4. 2 fEH

0DS X =4 7 L&MW RIT DC 3 B4R {L-HPLC
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Agilent Technologies #fH#).
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13 U 812 DC & 7% 8 (R (b -HPLC 15 T R ik 2 3
e BEE LT R="FxF20.2g % 0. IMEDTA
FREWR 26 mL ICHME L7 b D& AT, BRI %
5ol 4yE L, 20% KV 7 0w FEEE KIS L nl, 0. 1M
FIEANVKE T ) U AL 2RI LIERM L
o, ODS L= T ML DR AT, Tieb
H, DS 2 =4 T ATHABI AR L, KTHEAE,
60 %A Z J — VIKERIR TR S8, B ML IRNE

%12, 0. 1M EDTA KIFEWR 6 mL ICIEE S 7=, Th
AWK ERTRINARZ MLERIE L. 08

R, BRZOWOCEIIHERATE Y DTS 2o
7eM, Fy P TORERER 470 nm AFE OWOGEIE 1
IZDMMTBZ T (1), 2L 60 %A% ) —
VKT CIRH ST DRI, DS 2 = 7 MITHRFE

ShTWrERAELREESR T LE D EEZD.

T, XU ABBEMEBETORBRE Y%K
Btz OB EIL, WHARI T LA THD ODS
=HT LD TEICHRGEA AW T L ThHD SCX
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BRI DL R L7 kL
(a) B EHA K .
EDTA /KSR ER AR,

%12 0. IM EDTA /KR IRIZEE AR,  (d) @K

MR (n=3) 21T > 7= . kL L
THAY N, T, FSHD BE
E, FUrFI—, R=A"FF
WA N2 iz, ZOfEE,

(b) BEHEIE DS 3= 5 A CHIM LA REEI %12 0. 10
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Studies on Simultaneous Analysis of Non-volatile Amines by LC-MS/MS
By Yoko SATO, Kosuke OTA and Yoshimasa KASAHARA

st & GEEER s v~ M7 7 2T REPOREREET I OISR LR
8, BILEICENMZETS. 22T, FERELEL LVWERIRKZ v~ VT 7 - 20T LH
BONFEMNTAREEET IV 5O —F 2Bt Lz, AV "Z2df L LTRFELEZEZA, A
ZIVHEED S EORERMET I LN ATRE T, WINENIEER Tk 92.2— 119 %D EIE TH -7z,

Key Word : & A% I >, REFEHMET I o, &+ E, LC-MS/MS

I XL®ic W72, LC-MS/MS 1% Agilent #:82 1100 3 U — X (LC)
ok 26 42 9 AICIBRNTE A4 2 > (Him) 28 KOV AB SCIEX #E82 AP12000 (MS/MS) % F V7=
ReFoNLDBEPENLEAL, HFICBWTHREL 3. FEER
Eig L. REFIEITRLEAERERSOSEE Y AKX I TR, 77 HEBE, h AN
TLENWEDER A S m il s n~ b 257 THBEREIEMEER, R L R T
(HPLC-FL) Z W Him %z & & 5 M O RERMET I > %M, 213 20 = HEHIE MP Biomedicals
D—Fmairk FEhg Liz. L L, 2oREEEML,  ZHVE. Himp, 7 32 (Tym), B FY 2 (Cad),
Wi, ¥ovnrrsns4 ML FERbyT 5@ 7 by (Put), AL I P2 (Spd)id 1000 pg/mL
RS ENMLIRICRFRZEST S, 22T, B8R L2585, ThEh 0.1 MIERICHEMR LIELER
HomWEEIRIKZ a~ N7 77 « XU F NERS RE L, BAEEERRITEEERIKNS 0.1 M
Hrit (LC-MS/MS) # W CTHF BRI A MLEE LRV — B: 72 =M (2:8) THRML THE LAV,
FOWIEIC O THE L. 4. HEFRHE
AN F I T2 RN R IR A F5 A%\ HPLC-FL {% 4.1 HPLC-FL Zeff
& LC-MS/MS & i U7z, [RIFEIS, R0 F YR LC#H Z L% Inertsil ODS-SP 4. 6 mm i. d. X 250 mm,

BRIz oW THBE L. 5um (GL Science #:8) # My, 77 AEEIL 40 C
I MEBXUH®E EL. BEIMMICIEAK: T =1V -Kk(6:4),
1. A% Bi: 72 h=b U N-KTBDIFTFT VT g

HHRDOEY N, FROTYRORBEEZZ 7 — K7 (100 %A % (0 min) =100 %A ¥ (23 min) —0 %A & (24
oty Y — T, WEAGBEES LI OEME min)—0 %A K (39 min) —100 %A # (40 min)) T H

WL THWE. iTo 7. BEMMABEIL L. OnL/min, EHEAEIL
2. BEE 10 pL & L7z, B EIIREEE 325 nn, #O6H

HPLC-FL i% A A% 8 Galliver1500 >V — X% H £ 525 nm & L7=.
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4.2 LC-MS/MS &4t

LC # 5 A% CAPCELL CORE PC 2. 1 mm i. d. X 150 mm,
2.7 um (EAER) ZHAV, 77 LIREZ 40 CL
L7z, BEIMIZAK: 7B b=1FU-100 mM ¥
vE=7 L (pH3.0) (9:1), BiK:10mM ¥ T &=
T (pH 3.0) D7 TV k4 (90 %A # (0 min)
—90 %A ¥ (1 min) —10 %A ¥ (10 min) —90 %A ¥ (10
min) I L2 HET o7, BEMHKEIL 0.25
AEHEABIZ S ul & LT,
JRIZIX ESI(positive) ZH VY, £ 4V A7 L —FEE
1% 4200V, A A PFIRFEIX 500 CIZRRE L. HIE
X MRM E— R TITV, E&EA F v (m2) 1% 112—

mL/min, MS/MS @ A A

95(Him), 138 — 121(Tym), 103 — 86(Cad), 89 —

72 (Put), 146—72(Spd) & L 7~.

5. RBREEORR

5.1 HPLC-FL ¥

ARk 0 ¢ ZRMEAREREMHOSEEVICLE
WRRBRIE IR 2 R LU 72 (Fig. ).

it 509

20% TCASmL, 7K75mL

HREVFAE

KTI100mMLIZES
Wk

L&, S

P2

]

510 mL~5FE
100 m 752 N EE ML

ODSEENZ 4
#2/—=)l, 10mL
A 5mlL
50 mM 1782 EE TS 4 5 mL

IDSERIZ L IZAT

HoP 7k 20mL

B 4% —)L7{(6:4) 10 mL
RN, BLEA

20mg 1,85 73/47% 05 mL
#EENa02g

2 % AR TREAEHT 2mL
NEMA5°C), 2hr

10% /0355 05 mL

FILI SmL

riJl,I‘/EE’n\HR

e
| 7er=t 1 mo
Z:8(0.2 pm)

Fig. 1 HPLC-FL 3% o &t B& 7% ik BR L 3%
5.2 LC-MS/MS A ¥
Bk 5. 0 g & HPLC-FL # & [RIBR O #AEIC L v flit L
TR LS O N IR & R %, b
0.1 M -7 h=hrU/(2:8)2 nL IZIEME LT,
Z OB A 1 mL Sy B L [FIEEE T 25 nL IZE4, 0. 2 um

DAV T T o740 —%BLABRBRE L
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(Fig.2).

¥ 5049

20% TCASmL, K75 ml
FRESF4X
KTI00mLIZERS
p=1s%7

ERasm, H8

50 mi 5K
100 mMA 35 AR 4B 3A

ODSE#EhS L
A8/—A- 10mL
K 5mL
S0mM F25A AR A S mL

ODSEiEhZ LIZGHN
FF-7k 20mL
Hith - A% /—AK(E:4) 10 mL

01 —Tﬂ:wuzﬂ) 2ml
1 mL5
(25 ml) 0.1 MIERE-FEI=MA{2:8)
5H3B(02 pm)
Fig.2 LC-MS/MS A i E DR BRBHFAN %
5.3 LC-MS/MS B
B 2.0 g & 50 mL HREAFIEILEICER Y, HhHE
B 30mL MR ARE VT A X%, 50mL IZER L.
Ihafif LiEg, E0naiTork.
AW 1.0 mL Z47ELL 0.1 M 3EE-7& h=HVU L

Z DLk
(2:8) T 20 mL ITER, 0.2 um DAL T T2 7 ()b
#—%iE LikBRIEm & Lz 29 (Fig.3).

B oOBREE, O1.3% Y 7 oo KR,
@L5% MY 7 A afEEEAKENR (TFAaq. ) -7 & h =
MU (15:85), 0. IMER-7 & h= KV 1 (2:8)
K O'@0. 1 M EDTA - 2Na /K¥R (pH 8) © 4 FZ& v
TIT o = B IO,
®, @xHERLEHEE

REDF A XBDER

== 209
| MiliERE 30 mL
FEZFH,X 5000pm, 5 min

[
SEEE0mL) it

(50 HlL) FoFF TEE E!#Imin.ﬂ‘ﬁﬂlm'n
43 1 30001pm, 10 min
R 2 vz 2s, O
1 mLAH

OEEITRBRAKZ W
7.

FEECOmML)01 MIERR-TE-H{28)

538 (02 pm)

Fig.3 LC-MS/MS B i= D B& B &

I BREBLIUOEZ
1. RBRBEBROBEOBR

KA X )=V DHFEEIK, (56:5), (8:
2), A — VTR, FERIC 0. 1IMERE-2 &
=, K-TERF=FMUAKTO0.IM HEHEE-7& b=

(2:8),

%ﬂl
2
B



FUMZOWTHFE U T LIRS EERKE
B L, %7 30— EEURE ik L7z,
Spd IZOWTIHEDEH AW TH R Y — 7
RiIZGENR otz Spd SO T 2 TiL 0.1 M
HWEE-7 2 h=r U V@) ZMNTHEICRA Y
— IR’ EEREY, ZhERBRIBEBORE L L.
2. RREHEFAMS & OBKRF

BV NICT I VRERK 2100 pg/g &7 d K HIE
YEPRW 2 WS L, LC-MS/MS % & HPLC-FL ¥ o [A]Y %
% bl L7z (Table 1).

LC-MS/MS A ¥ TiX, & 7 I v @ BT X
86.3-105 % & RAFRMERNH O, T OHIEILH
WO 2 @3 HPLC-FL I L MU TH 5 2,
HRALZATOTRET D720, RTLEICES 5 R
HiTE 5.

LC-MS/MS B #: T, € PV F A X%, 1m0 8L,
EBHmEHRRLURRERE T2 HETHL. 20K
ECIXEM A 7 212 K 2R G R & OFF 8 IRk 72
W72 8, BREDS HPLC-FL ¥4 & OV LC-MS/MS A 11T H
R CHGER ISR R AL 2 LN TE D, MR
BC@0.1 M ERE-7E b= RFY L (2:8) 2 HW &
EOFT I U OBEINEIL 92.2-119 % & a2 £ A
LB AEICHRBHTH -T2,

3. BINEN R ER

KICEPHEREE L THRESND T SOTFHED
MEBEE AW TIRINEINEBR 21T o 7. 7 I VIR
3% %100 ng/g &7 B L HRABHTHEM L7z, &7 2
ORI RT T TiE 95.7-111 %, WX Tl
R BE & ClEIR )
1873 o 7o B RNTFT UL 43 55 D I MM 3 2 N T2,
A X MALOIMFARELTEbLDOLEEZLND.

7%, Him ([ZRAVTEIL R T T CTiE 101 %, HREE
ETIXT7.8% L IR R ILE D Z L MEFE AT A N T A
VOEED B IEAE 70-120 $OEHNTH o 7-.

7z, AEMWT Him O R ER TR ERK O K
/NEEEAS 12,5 ppb 72D T,
REHBEICHEAE T 2L 6.25 ppm 1272 5.

49.1-98.2%To o 7= (Table 2).

Z AUIE LC-MS/MS B LD
i
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HPLC-FL ¥£ D Him O E &R 20 ppm" (TR T H K
FERRW. 7k, T OR/MRE(12.5 ppb) TD S/N
2356 EERBMRADOHZ L 72D S/NH 10X D b+
FREW.

Xk IC kB ERETO Hin A 50-100 ppm
TEEZMEDOE NI V—TIX BT EHE B AR
SN TW5 2, BE, ENTIZRMAP O Hin i
BEOREFITHRES A TRV, LiL, Hin 12X
HEFEHEDFKGER O 2D ICIZ SRR R RS HRE L
LTHRESND LD, REVMOLZWRIEL TS —F
TN ARE L 722 KO TEDBRENLELEZXD.
IV U
1) REEAERERSIEER, AT BEEE,

AAR A2, B, 2005, p.621-630

2) IhAEE, KRR, FERE, Wb T8
LC-MS/MSIZ & B fasr¥ith v 2 & I ik D i
A, RRBRRERENEE S Y —FR,
53-57(2009)

3) HHEHE i KEWTFE RAZ I 0T ORE,
REAR LR R R AP 507, 40, 20-24(2010)

4) KA BE, BHEMEIT, RS, (LA LC/MS/MS
EHOIEAREREERT I O —F oo R
R R BB R T v # — 5], 34, 99-103
(2010)

5) ZHMZ, MAREK, ML EE R, WA
LC-MS/MSIZ & 2 % / 2 R Qa8 o Hh 7 i 43
SE A THRT S S N R R I T
21, 1-7(2013)

6) WM, EEIEM, TEX T, KA
I &k DRI T I R HTIE, B 50 B4
= fig A b o 50 W ik s R s B AE,
174-175(2013)

7)) BHEFERL WA, LB EF, R)IE EFASC
BI2eAZ2 I ahE, EEELE L
WFFERIF 5

44,

: LC-MS/MS

127, 31-38(2009)
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Table 1. FIMEIURHABRDHER
Sy [N (%) %
ARk

Him Tym Cad Put Spd
HPLC-FL ¥ 102 97.9  96.9 96.9  88.7
LC-MS/MS A ¥ 105 87.2 90.4 86.2  98.9
LC-MS/MS B ¥
DL.3 % MY 7 o FEKEIR 116 100 91.2  87.5 124
@0.1 M HE-7h=Fw(2:8) 112 105 92.4  92.2 119
®1.5 % TFA aq. -7¥b=}p) v (15:85) 119  90.8 85.1 63.5 119
@0.1 M EDTA-2Na 7KI&iK 21.1 101 34.9 0 23.4

SORMIELE 47 2> 100 pg/g, n=3

Table 2. FMEINFABKRDEER

T IRl (%) *

ek
Him Tym Cad Put Spd

T 101 104 109 111 95.7

HRpE X 77.8 98. 2 50.9 76.3 49.1

SORIMLE 47 v 100 pg/g, n=3
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S

BREICKSIRPESH (2014 &)

Elif] BF, M FRIE

Food Poisoning by Natural Toxins in Yamagata Prefecture in 2014
By Yuka NAGAOKA and Yoshimasa KASAHARA

2014 FFICILTBERNTRELLLBRBICES2EPTEEINIL 6 FTholz. ZibiX, T XTHMMEER
FTHY, FREMELLTIE, AAMBVICE2BMHEIHE, YFIZ 5L 28MFAMG, ~M AR
VicksrabHELETHo .

ZO LYW EEREOS > T2 FpIL 3 Tholz. Z0 3MH1E, wWIhbF®/ aofEMLE
e L, hEk, EH, B, THEOERZELZFFATHDH. ERHIIHONT, mHEEREKI e~ N7 F
1% T DEBSHFF(LC-MSIMS) ICE D LR, Wby xa ¥ roEeickseghdiE sy
AL 7.

ZOMD 3T ONTIE, BAEDOEENFEE CHEMNR Th 72720, REKENR o7,

Key Word : f 5, AR, MWEAREE, Y* 327, illudinS

I JLwic 10 H 9 H, EFREELMREFIC, ¥/ 2
HRABIZED2EPFEFEHIZBNT, BIFER WEHBENEZRIBE 2 ANZRZ LIFOE
BRAEDNLERGE L, A7 eH AR T i o, REFNBMAELLEZS, 104 8
REEFT R DK AT, 4T TR E O RICIAR T 7 a 2L, TR 7TKEEHAET
THEIT> TV 5. B LR L 2 A, BaH s NP4 ARTH
2014 4F, HRBICLIDETHEIT 6 AL 8 MFEMHIEXR, WA 2L, EEEEY %
TRV (Table 1), D55, HHIEHREFED Y Bl ABRBRHEE LR,ro7z
XFIAEZSTICLHEFE MBI OV THREKEN HH2 o XI X TONOMCEIETE
HVELZ. TROOBREMEIZONVTHRE 10 A 13 H, EHREEN SRR, * /=2
T 5. WEHBENEEZRIBE 2 ANZRZ LIFOHE
H=Hl OB EL, PR R VR &7 R AE R MWDo, REFDRELZEZA, FAIZ
WL OMAERENDLE L O, YT THEZIT WAk TH /) a#8EBL, T% 1K 30 pEEE
S T W GAERFE BT SO W T, YT DR W THELANRIZE 24, BAF 3 AH 2 ANF
EENLE LD % 8 RFE DL E R, WaM, TH, ERERL,
o FHHOME EREEESZZ L. TO%ROMEIC L DHHAE
HHL VX I X TOEDICLDLIETE FEHIIIANTHoT-. ABRBEIL 572
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FH 3 B INTAXZ IR ZTRIR
ALz ik st

10 A 17 H, [WBRAN O REEZRTEED L
HlICBWCTHEA LA X%, 10 A 18 AT
AT RFEMN ORI L AL A, BEH 2 A
B2 AR 10 FEE O E R, IEH, BE

BORERE R Lz, BEIMIETEETH D,
ERERAZZEITLIAN, ARBERILIATD

o7, 10 A 19 A, (e oEEREFT 5 1L
T O T i &8 BE R AE T IC R B B 0k (Y &
ETORBRNE D) BIRA I, LU ORE
R BREREN D 7=, £2, BRHEEN
Bl ERA—LEZLNDL X/ 2,
ZOM 3EHTREI N TRY, WKEHENHEE
B &2 AT - 7=,
W% 0 B 78 S Bl SEIRERTIC K 0, MR %
EALZKBIENSH O Y X 3 X 7 IRADREND
BH5HEDOHBETHBESAEIN SN, Z OB
i 2 R (BAFZRL) oW TREREN
> 7.

I #EROH S
1. 3okt

HH 1L, AEE AR L REEHEL T
ABFE U7z, 6 21%, RFHES K OFRER % &
BmrzrhZnBg8 L TRAEE Lie, 63
L, AT OB T AR LA R OV S 7 AR
2 iR E TN TN B L TREE LT,
2. FEYEN

VXABTMH AL ) —VEXRAEERL,
INhEEHE I~ N T 7 0 —ToHERERL,
illudin S % HiffE L7= Y. lludin S % 5.0 mg FF &
L, 5.0 mL ® X% ) —VICEMELTZH D%
AR L CEMERKE L.
3. dlH R OVKE
AE50gEEY, A%/ —/N50 mLEZMx
THRETTA XL, 2 EABEGEBIERMGL
T, 10 %A X J—/L 20 mL ICIRfiEL, A%/

il

i}

MIZFIER ST o7, [FH,
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—A5mL K5mLCarsavra=yr%
1T -7z Oasis HLB (2R L7, 20 %A ¥ /) —
U5 mL THWER, AF¥/—/ 5 mL CHEHL
fo. THERBIERMEL, AF¥— 1 mLICE
i L CRBhAIR & Lz, BEHEMN 5 gl
W EICIXEEENY & ol

4. Sy HT R

EREIL, BHKKksa~ NS5 712 0T A
&y Hrat(LC-MSIMS) (Fikik 7 v~ k7

7 : Agilent % Agilent 1100 >V —X, &
B|OHTEE © AB Sciex 8 API 2000) %\ 7.

BE# 2 126V LC-MSIMS % kO 4 Tl E
L7=. 5341 2 &0 Inertsil ODS-3 (2.1 mm i.d.
X150 mm, 5 pm)Z fHvy, 4T AR 40 C,
BEAHIZE MM X7 E=T A XX ) — )L
(7 : 3), BEFEHHEIZ 0.2 mL/min & Lz, A4
Ak IE ESI(Positive), ¥ — R A AR X
450 C, ABHEARIT S uL & Lz, EEHTE
=82V A F o iE(miz) - 265—217, TR
E=X VT A A iE(miz)  265—201 & L7,
IV EREOELR

AFECHT B illudin S O EEFRFI1X 0.28 pg/
g Ths Y. BmEMKEIL illudin S AKH I
LMEIDOEERR TCH-12A, ERBRE
2 2 BRIRIC oW T, R EHE L.

F=H 1T OB DX illudin S R H STz
(&AMl : 28 ug/ g). FHHl 2 OMRAKIL, KR
A OFHEE AL O EH 55 b illudin S 23
Bl E iz, CRIEMNEEE : 1067 ug/ g,
PR TR S0 E BE : 106 ug/ g). =HI 3 oflAE
T ORPFERE S IX illudin S BREH STz
(EEfE : 1pg/g). BKEJEFHES 2 Bk 61
B Enzmnoiz.

WEERNICB T, YXaxrickshhE
THZEIZRAE L TWD, AX T, BT X2 5%
DEMF /A LBEPELTHND Z ENBREDHR
WeEZOND.



xR Ia B LTI EER E T E G &
2 Z 9 illudin S o D IEH#E 72 50 BT,
illudinS & LC1mg o EoERIZEY pEN
BZDEHESNTHD D,

2014 1%, Y¥axricksrahEIT 40
FEL, 20550 3oV TEIFRA
BT o 7. LI G O T RE R R S A AT
BTholzlod, MAEKBEN LTz,

FRE S OGS, illudin S, ByFICHBITL
TWa. 1 KOHEE 31281) 2 illudin S @
ERMEARVEBIE, RPFERENEMOHRT
HY, illudin S DL L BHICBITL TV ®
EHEE SRS, F7z, H6 3 OREIETHE LI
DNWTIE, BRIKICEITbEEN TR BKEE S
NN olzZ XL, YRaZrBREALTH
holtdEzohd. BRREORKYE OB
fLFEHBEICBNT, REPHELOSE, A

No.48 2015/10

RRThFEHHIICEIRLTH 59 K H Tk

BTN MELEEZIOND.
BRBORTEIZ, FHH1ROEF2DLS

W2, BRIEPFENTRELART 22 L TH

ETDEHEENEVL. LoL, FHI3HL I,

THBEELORHX, 2l2GFEX /7 aBREAL

Tea, WEDLRBICEET DABRERSH S .

HEDOFIEHRITLFEE 2 NThoTR, HE%E

BARIZT D720lch, BERRERYE O %N

EITO L BPBETHS.

VO

1) ZJ5F8IED  LCIMSIMS ICk Y Fa# Bk
O E AR O illudin S D4, £
ASEMERE, 50, 167-172, (2009)

2) FoHEM, FHREBIE VX I X roPERK
4y illudin S @ LCIMSIMS |2 & %4347, 1l
B IRAT AN TR AT, 43, 1-5, (2010)

Table 1 2014 FICREL-BREBICLIIBEHTEEHNOBE
LT A s R P 3 s IR T
58 3045% 4 4 2 A ¥ DI x4, EE. S 2AA X
10 H 1 FEf## 4 5 VXX OEY x5, EE vExa gy %
10 7 1EpfEE 3 3 VXA ZromHY  HER, EMH, TR, BB O OYdaxsr X
104 E#% 4 5 VXX DEY MR, W&, T VX3 xr
10 A 1 B[4 2 2 VX IHXrOBRV EER, RN, AR Vg H Ay P
L7
10 A# 1 10 NAA T AYOR TR, it NA Ay
L7 AV

¥ BRI O S o o (KO b o T RPN O TE B E THIE L 72)
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VX I 2 hDhERS illudin SOEFES S UVIERICKSER

K[ BERG, oM &, SR

Concentration of illudin S in Omwhalotus guepiniformis
and its reduction by salting

by Ryuma OKAWARA, Akinobu WADA and Yosimasa KASAHARA
V%3 2o i1ludin S A RITFREENRE S RDIZEEMT 2N, HLERETHIEALD Z Lvahole. 2, A

OBREREDOT I DEMNIFERH Y, ZNEIRVERS EHEFE LN EW AL, illudin SZERT DI EICIVHESN
7o, EBIE, HURIC K AHEE AR LI & 25, A5l L2y 3 Z 7oA, 1+ Ao XY illudin S

FRAFEEDS 0.4 % & 72072y, o 7 VIREDBROY] Y J5 CHRAFEENS A 2 AR TR S 4172,

Key Words: = ¥/ (mphalotus guepiniformis, 4/2°> S illudin S, ¥ salting

I It¥iC

X3 &y (Omphalotus guepiniformis) =& AEHE
TEEO LS ITHELTODN, ZIUTERAOE 747,
DXL, A B IR E ETREIMUTND Z ERA & B
Z6ND. ZNERRETD & 30535 3T, iS5,
THIR EOfERE BT 5.

JEAFHBE OFEHC L D &, REDY X3 2 7 hEOM:
BUTFERL 124575 R 26 4% T 154 T 296 1 CThH 5
Vo 2R U KD BIEORANEOR 4 FlE S
%, FexTHHCYF 3 2 ORPEFERWED illudin S
(2N TR 2 AV AR Eds L OvR iRk s m~
7T 7 )5 T WERGHTE(LCMS/MS) % o iE Bk
TS LT 2.

AR 2 CIE 2 O EE VT & 3 & 7 OBtk
WZ k% illudin S SHEDEICOWTHE AT 4
B %3 &2 7 O FFEERORE S ETNFHLOENZON
T E To7. &£, #%/ 2O T s 5 L8
BRT B, L CHEEET SRR ONS), [FAE—H
\ZHREE 5 L BARDILD) FHL WV oTZ LI REVRINE
ERIZHHIVTND D SBIL, LRiFkc M To72T v

20

— MHAD D BEERIZ, ¥/ aZ2EFRE L TENDLIEN
ISR LT DKITIRS ), e d 2] Z&TRTD
LV ARG 7= 0. # 2 CHIRIC K DOV
TADIEE ZAREE L7z

O MEeLOYE
L B
2009 4E, 2010 435 1 U0 2013 4RI (LR T F 240
FOFNIERIZHA LWy a 2 7 240,
—20 CTHHERAF LIZ b Da vz
2. I
RN ¢ illudin SRR 2ITHEY, YF I X Tinboy

BB L 7= b oA Ve, FFERIT i11udin S % 5 mg
FREL, 5l DAY ) —/UZHSRLT- b DZlEMR L7
HOEHN-.

I AW L ONET = AR RO
Fiflk, A% 7 —/IBRIb AR ORRRA v~ 77
Ta—HEEH L. AR mRGE H .

EFHA— RV ¥ Waters £ 0asis HLB 6 cc (500 mg)
ZRAWE. ARNCA Z 7 —V5 ml JROYK 5 ml 2T

AT 4 v a = T eI



3. HE

LCMSAMS = @EdiRIAs a~ ~ 27 713 Agilent A
Agilent 1100 2V —XZ . HESHFHIM-— e —
A = 7 AL APT2000 % V2.
4. BIESRM

LC-MS/MS 1EHIFR 2 (- C, BBHE 5 mM X7 €
SUL-RAR )= (7:3) LT EEAE=XVTA
T (m/2) % 265 — 217, HERAE=2 ) 7 A F 2 (w/2)
%265 — 201 & L7

5. BRI O

ML=y %3275 g #B&VEY, AH/—/150 nL
EINZTREDT A ALTA,, Al LT, AHika Tl
%, 10%A % 7 —/VCHR L, OasisHLB IZERTLIZ. 20%
ALZ ) —/L 5l THEE%, AF /—/Lb5nl THHSHT
INEITREREL, A%/ —/v1 ol THAELTO. 45 mm
DAL TV T 4 NVH—%B UBERRIR E Lz,
6. HEHBSIUER

Illudin S# 1, 5, 10, 25 pg/ml {T7225 & S IZFRELL,
ZD5 ul & LCMSMS IZEA LT, JETH LN vv
7T LG B AR, AeREREC L0 i
MraA R LTz

7. HEEIC LD i11udin S OTHE

BHEOZ LHEDNSTVWREIDOYF I #/7(25.3
g~33.39) %, YHIZTOEBIK LT L 5~2 fFDHEE
DORIELIRE U C— IR 24T~ 724412, kT 24
BEEE & L7-BEIRIC OV T T5. SRBRATEOFEEY (2L
To DI IRBRAIR A AR LTz,

I HERBIUELR

L. FHEEDORESOBRNCES illudin S EHRDZE
2009 4 9 FZ L IERI T R 2R CERHL L 7oA 7ok &
EOYFR AL TIIONT, ZNEND illudin S BHEE
WE LTz, V%3 27 OERET20~50 g #HuliT 2. 2~
120. 3 g Tho7z QOfE). ZORER, FHRIEKLEN:Y

@ illudin S EAEIL0. 018~32. 57 mg T -7~ (Figure 1).

FIEEPKEL 2 DIFE, FZIZEEND illudin SI3HE
LTV A, F70 g BHBAD LIMEACER S Z &3
InoTe. DI EnD, XA rInGHFEE E ClE
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T 5 & illudin S DEFEIMTONR 72D T LAVNESH
5.

B, FETDHHEARDENCL > Tilludin SEHE
\ZZEMMBHDHDNE I PRDT=DOIZ, BRI EIZHTTrF
AL EBRL, illudin S EHEZEE Lz, BIECE
2010 AFZPE T GECERIN L 72 b & V2, Zoov 3
BT ENENET D 3ARDEIR (BIKA, B, C &£ 95)
CHAEL TV Ko, W7, R, SERGHETRkE
Thb.

ZOFER, FHEARLELTZY 0 illudin S EHRITHER
DOREVERIEERE 72D Z LITFRRETH 23, TDH
AN EDMEANTR SN oT- LinL, 70 g PLED
VXA ERICE o720 T, Fig LIORLEL D
72 illudin S DIHERTE Aeh 7= Figure 2).

40
30

20 f

o
3
o

10 (Oxg
¢)
o)

FEKIELE=YDilludin SEHE Mmg)

o)
C] o o
0 . \ ,
0 50 100 150
FEREE (g

Fig. 1. HARBGREZOYFIFHD® illudin$
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~
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=
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U § A — wmEp o

g 1 2 AR - - - BRENG)

£, -- — - BRENO

B

L o & . .
0 20 40 60 80

FEHBE (9)

Fig.2. illudin S contents in Omphalotus
guepiniformis of different tree

growing
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2. BRI N LB illudin SEHEDZE

3% 2 2 OO FEEBALES D AZEOTRENIIRER
BOVINHY, MOBRRAF/ aLyXa x5
DIRKROFHEE STV 5. B I FRC e
BERODO T I OFMNCHENH D L SITND. Lo T
ARG ET) FUTPEL RN EFShILTnND. 22
T, BEREO Y I OFNT i1 1ludin SPEF S TNDH DD,
7, FNLBMATE N TR O E T 72

FRAEHT 2009 47 9 FITERRITTHZ (RIS JLUN2013 £ 10 A1
PEJIRTASEECEIR L= Y 3 4 r &2 VT, BOROEN
VIEET A & FZED TR DIF SR
43D 3 ODENAZSNT T, illudin S EHRERIE L7

BIEDRER, EERTEZRDY %3 ¥ 7 CIEARICE E
NAHBAEERYZY O illudin S EHEITAED 4.1 {5TH
0, FEIITEETIL 2. 4 £, RlC W T En e 1.9
& L2fECholz. T7abh, Wb A%, i, &0
=277z (Tablel) . —HISIFERAT illudin S AV
PESH, THEAFARHIN BF b TEBIhL L%
NELTND Y. ZRHDZ LD, VI OFNCEDE
FEHEND LY, BRI DAZAE L T TR
illudin SPEHESITCND LB R D, LIcii»TC, Bk
RGNS OIE D DHTEES 72V @ illudin S &
FEPKREL Y, FHAT<UELE illudin S BFRSH
ThELBpoTV D EB R HND.

—J7, HEEYTD T4, W, A%BORBDIC
TEND illudin SERBEEZRDL L, ZOHNDVEKTH
(A28 ZRFIEEBND LV HFN

ZD

chB/\ %}@4[5

oz koT, ¥R
BRIFEESNS.
3. BEICX B illudin SEFEDHEE
HOBRNO—E S TIE, As/ 2 THLYFI &7
AU L G E 21TV TEER DT E 9. Fi
2005 25N L 72 LTSRN O BAE U

13.‘/\

Tablel. Y324 O EBLLDEL MK Billudin S

SEEDE
- SHE (ug/e)”
RERit =
* & 1 S
EETmmEE"  291.8 + 1269 638.6 + 98.4 1221.8 + 462.0
)1 BT 63.7 = 23.8 1311 + 67.7 158.6 = 87.8
o) TSEHATERE (745

b) 2009 5E45HR (+4)
©) I3 (75)
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EXGE Uo7 v — N TIL, YR 3 4 72 KITRT,
HOVTRETIC U TRk & & LCRT 2 L[EE LI AR
2. 8 %\ 7=,

WD IFETEDF ) 224 Tl AiKIcE H L, K]
D LT-BICKEOHETET 5. EHI21~3 » ABITKIZE
b LTIk E AT o 1o I 2 &5 9.

Al Z ORIV THBRE T & ORREE
illudin S 2B T D0 &MRT H72DIZ, HAEEY T
D OEHEA IR LT

ZZC, TR0 i11udin S GRS TR
7DD T, V¥ aZrE L TE—IZRA L,
O EEETRIOSAERE Lz, ZnLWMI 1M, 1
v R, 27, 3y A UCRICEREEZE L. 20
FER, 1 ARRICIEMEICR Y, 2 5 AR Shien
57 (Table 2).

Table 2. WX 3 Ay DEEIZK S
illudin SEEEDOEH
1k (#H4D)

BUESL-YD

b=l - -
R S52 () °
18R 130.37 =+ 15.62
18RS 03 = 037
148 005 = 0.05
24 A N.D.
358 N.D.
&) FHHEHZERE (-5
U LB L C 3 » AR E LThHE Lz
HHHAHDT, illudin S A ESNARNZ L1FEZIT
<V ZHUTHII L7=7=9IZ illudin S 283 LT L

T RIREMEDS . F DT, WIROLEG CERENEDD
W EEHLPUDIHERLIZS 2T, P LTh iz
B, b —FHEERRLT1LEM%B LU » A&

illudin S ZE& LT

FOFERE Table3 IR LT F50 L= b DI 1 A

Table 3. VX324 OB &L Hilludin S

SHEORBEL
BREEENEYDEEE (g/o)?
R HARS
) o @y
B AT 401.7 = 244.2 401.7 = 244.2
138 & 1.24 = 0.29 0.143 = 0.175
178 1.79 =+ 1.49 0.005 =+ 0.008

a) FHfE L 1RHERE (n=4-5)



1Z1. 79 ng/glZ7e v, M) L7z H 01%0. 005 ng/g T 7.
HEI L= b ODIE D AN LIZ b0 & il U CEH RN
INEL 7o o2 &b, M52 & TERD
illudin S 23RHI LPd < 2R D RIBEMED SV . LT2di»> T
A%ITF ) 2 2 I R A RS B AR,
IV Tk

D

2)

3)

4)

5)

JEAFABYE - SRR D 1EW, 4 ARG R
(http://www. mhlw. go. jp/stf/seisakunitsuite/bun
ya/kenkou_iryou/shokuhin/syokuchu/index. html)
T, SHEE Y Xa ¥ OFERYy
illudin S OLC/MS/MSIZ & B 53#r, 1LTE WM A=At
JEATHR, 43, 1-5, 2010

BHER, IS, BHE%E R brEC
BT D AR &L D Bl OMn CPROTE~
2247), FiMESHES, 53, 105-121, 2012
SRGEIE, R : e RO S MBI
D7 o r— N, R ERTZEATR, 39, 25-33,
2006

—Hf, - >33 % 4 (Omphalotus guepiniformis)
1285 illudin S DARE, AARZDZ¥55E 21(2),

98-102, 2013
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BKEERAPOEYMAERRICE TS LC-NS/NS —F 4 A0 R L 1E5F

AN

HE 1

The validity value of the LC-MS/MS simultaneous analysis way in medical
supplies for animals in the Livestock Products and Seafoods

By Hiroko SUGAI

BARERMTIERE T 2B HERLEZSHEE 7 n~ b7 7HBESFTFHC IV EST 272012,
MRS ISR 0 RS IS 2 BE O 4Rl T A R T A > ) (LR, A KT A4 2) ICEI& %
YMERH 2 e L. bbb, BEMHEOARERECRFT ML TiEZRY, RELAE (=27
=) BT LEEE LSS, SRR E LT XToRS, BWAERLICENTHA RT A 12
BT OMBERHFENT.

Key Words : BiW A IE IR, SKERM, ZY4MEFEM, LC-MS/MS

I kLo (LC-MS/MS) 1% HPLC-UV IZHE_RTREEETH Y, WH
YFTICH T 2R HEES (T, B3 & EHBOBENCTHET D OREEIICENL TN
i, THPLC I X 2 By E 5 S 0 — FralliRis | D3, FHERR ST DS HIR Gy DA A AT B E RIE T 2
(EAKRED) (AT, —HFELD) ) FTKY, 8545 ENEBEZHND.
Sk EMR RS EEERK s e~ NI T T Z T, SRy DRE A IS L LC-MS/MS (2 XY
(HPLC-UV) % HDNZ I E 2 S0 L T & 7223, —F ik BIE Z1T 9 72912, —HFik LISHRFE x5 (B
L IR ED 5y Cld /e <, SEAMRIL O FE % FRAE I T, TBRaHE) &)l ) ok, YUMREhZ4T-
LCWbTw, Kix g BISE r (MRS 28 A O THRET L.
TWDEKRERSOREIIIREER Z LR %o 7. o0 #eEFHiE
Flz, WAL 22 BT TR T 2 BHEEIC LC-MS/MS I TEIZ I U THCHERL 73 D R A 6 &
T LRBIED Y MEFAET A KT 41 (LT, A T, RBRIEE /R 5 8F 217 - 7.
RIA42) BDHESH, SHIPK 25412 H 140 1 xtEE &K OS5
VIBRIZZ O A RT A N FES&, U2 LTz KGRI, B, AHAROCEER (B
HOTRITIVTBRERNZR L bR L Loz, 2 W) TH Y, RBITIET T N 7 — v (TBZ),
D=, —FIETICEIT 2 %42 FEf L7z & = -t Fa & F 7R Y —)L (5-00-TBZ), &'V
5, A RTA TRl RENTA=2D b5, Ff AL IV(PYR), ANT 7 VT P (SDL), AT
2 TERIRME ) 2R LRV BIEEAETH T, 7 A NFY Y — L (SMXZ), A%V U = 7 [k (0XA),
—J, @BEREKs v~ 7T 7 E RSN ANT 7 ATZY(SMR), A A RT Y L (OMP),
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2T 7 ‘.73/(8])])),2/1/77;5/)( [NV
U
ANT 7% XY U 2 (SQX),

(SMMX)
AR U A (TMP),
ANT 7P A RFT L (SM) R NT LN H ) —
Y ThD.

277 7 a )Ly X (SCPD),

JV(FBZ) » 14 T H (15 B4y
2 i K O E S
EHER 7 v~ b5 7 (1LC) 1% Agilent fHH
Sy HTEr (MS/MS)
IZ AB SCIEX #t:# API2000 % Z L Z AN 7=.
BESAFOMRFTINE % Table 1IZR L. B#)
MIZO» @0 3 ¥, RBRKEEIZ72 b=+
ULEOKDREKR (ODnb®@) &L,
EEZTROBBEOHVMEAEDEZBRF LT,
WED T KO BWRmZILEREA (=
Ty= ) T T WO OERB O A% LTI
Fl A Z 5@% FHV, LC-MS/MS I

1200 >V —X, ¥ 75 nHEms

REE A

L OREZEIT- .

Table 1. LC-MS/MS & & D&t
w1
DA% ; 0. 05%+FE

B®;, 7=t UL
@A ; dmmol /L EFEE 7 V> E =D LKBERK
B®; 7=t UL
QA% ; 5mmol /L EFEE 7 Y E =V LKEBER
Bik ; bmmol /L BEEE 7 VE =9 L AR J —ILBK
KISV MBS
HEREAE
D7 = FYIL-k(1:9)
@7t k= FYL-Kk(2:8)
@7t r=FYUIL-K@3:T)
@7 k= FYIL-K(4:6)
DHEHS L
DO&ESE =45 CAPCELLCORE C18 2. Tmmi.d. x 150mm
@Waters #t 8 Atlantis®T3 2. Immi.d. % 150mm

3 ERMRF

ZIT, BED S L, HUEMESG HTE A
THRBEEMENPED DAL TR DI, TR L
TEZLRV] LENTW5E. ZoHE, AR
RRSE, E &R AU 2 ol i
U U 7o BE R IR ST 7 iz BT S/N
Z10 ThdZ s, v )y 7 2ADIAFETFIC
BIFTDS/NEEZRODDULERH D

~ MU w7 RADIEFE T TEA A MRIC

TAVIZEDE

E/
I

Brb
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RDAREMERH D120, HRAERIT, 12 EER
CRIESRM] OWESRMFOBRF /LN SME
HAWT, EEBRAEY OEERORE LT, B
IR DE—27 O S/NEZRDHTS/NZ10 Th D i
ERFHEZREL, ~ M) v 7 RS XD BEEE
L7z ECRELL.
4 RBRBEROAY

—FE TIZB W TEBIE BRI AW izE g (7
T h= MU A-K(4:6)) BNEDFE ERBRIEEE &
ROHN, THNEEETLHE, BURERIEN S B
EERTDHIENARENE I DHERT HILELD
5. 2T, RBRIREEELRL 4 EEOBEE (O
MHE@) T X0 BERIEEITY, R & 728D 5
TRkl L L.
5 %X HFEAR

A RTACEDE, T2 FhE L 7.
IR EE X, I, ALK OCRBRICBWTIEE
NZI O R OFR R B EM A R, BRI
BORBMOREZLZ EH L CTW5H72®H, 0. lppm KT}
0.0lppm fH4 > 2 JEFE & L 7=.

I HRBIOEZE

1 THRHE)

1.1 LC-MS/MS M| & &t
£V, RBEOWE % % 2 TIRMER O
LC-MS/MS MEEAT -T2 2 A, OT7E b=k U L—K
(1:9) DIFMER O B — 7 TRk e b B> 72, BEH
BT, SR L > UREOR LELIZR 2
STEY, M EOBBHBRNEITE X80T
2, B BIREED/NE VD SDZ D S/N BB R E o128
FHOEHND Z LI Lz, £, BT L2QDHRH
T LAQITHARTREENE > 12128, 17 2O%
% Z &zl (Table 2) .
ARG HONTIE, BEIFHOI
23 S/NZ10 & 72 D IRERPAZ K=& Z 5, 20ng/ml

Table 1 (Z

BWTSDZ B—7

PLEEZRY, FEERIL 0. 0lppm(—FiE TIZHBWT
1 50ng/ml IZAHY) THAHDT, 2.5 % F THIRAEE
THDHZ ENbhol=.



Table 2. LG-MS/MS Rl &4
BEE
A& ; 0. 05%FEg
B, 7Er=FUL J5Y Ty B
HERRIAE
FEEZRYIL-K(1:9)
PHI L
B4 48 CAPCELLCORE C18 2. Tmmi.d. x 150mm
B E R E : 40°C
FAE 5ul
TRIR :0.2ml/min
A ILE—F (ESIKRCF4TE—F

1.2 HHBEOKRRN

1.2.1 PLASHER{E

LC-MS/MS HIED & RBiE i+ O7 & h=F UL
KIWCEFET L LI LR, —FETICBNT
1L, BB BRI OIS T O R & 72 D72
D, BAGERAED HIEIE O E A AR E 9 A2 Table 1
(R A OB X 0 RE L. ZORER, AR
% IR DO THIMERL DAY n-~FH U JFIT Rl L
WK RDZENRLNY, —KIEL EBYVOTE F=
UK (4:6) Ml b BAFThH o7z,

1.2.2 FHREE

ABENTIE, - R E 2 A T DT TiERn
B, REBRZAHRT 5 Z LIl2 kb, BRI DML
HOEEEWO T ZENTE .

ZZT, AL L v EER A E Lz 8 2
5, EERRFAR Y OFEEMERIZ I T 2.5 (5 E TOAMR
DARETH D Z N7z, ARDI-3 D&k
D, ~ bty 7 ARG ORBEEER LT 2 HICAmRT
R el B

F7z, HHEEIC BT, BRBR O B E 2 512
T5HZENRBEHETH DA, TIETRIZH T 5K
DEROBEDESEEN AR+ TH LD Lnb, n-~F
N LD E LT -0, M DA 2nl,
7 b= MU AEFIn—~F P % Inl &L, @5y
BT b= U AIKEE Inl 7ELL, FREERCE
LTCT7E b=h UK (1:9) Inl (ZHE LRBRIK &
L7~ (Fig. 1) .
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## 5.00g

— 7th=p)0 30 ml

— FEh=MYLEAFD n-Af4Y 30ml
— HOKEREATH)9L 10g
7kf“|/°‘H7\° (Tmin)

EiDb 4Bt (3000rpm, 5min)

|

BEY
F=7er=bun 20 mi

}}EI& 5 (5 min)

=S B (3000rpm, 5min)
|

7tr:rUM§
BARELE
I— FERZMYN-7K (4:6)

(BAR#E %)

2. 0ml

aH

I— TERZMULERFD n-A%YY  Iml

I_ TERZML - K (1:9) 1. 0ml

A&

Fig.1. TH#&&E] 2—>—+

2 ZX MR

2 PR SRS R A& Table 3 (TR LTz,

2.1 BEMITBTD THEHEl OPF

A7 LOIZFRWT TRFRE) ([2B 1T 5 2 Y ML o
ERE —HELICL DR LGS, —HiE ]
WZBWTHE, A RT A VICREAE TH - -ihisEn
FRMTIERALL O, REBAT 4 5y, o 3
BT 2R Tob-=0Ick L, THahEl Tk
TRCORS, B THA R T4 THEHET HREE
NN,

2.2 W7 LDEkE

F7z, TBihE (X 23 BRE K % D T 5 TH
ELTRRE KT 2 &, REZIAMERERTHL Y
7 2O, ARG E LIz X COBMMIERTA KT
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A NTHET D EVIFERTE 0T ODOFHFBRKREL LY, BT LDOHHEREL b,

—, RELAMFHEATH DI T LOIZB WV TIER F7o, REZIMEFTEA (17 20) 132 OHEN
WA & o IR Y, BN, ALK OB EBAIC S H AR OIERERES L 72 B 72, BEER BT A
BWTENEN L, b RO 1mHY, RNTA—FL& ZAMEFTEA] (0T L5@) O L5{FIZ75 &bl T
L CIEEESRHITROENRBERES L T\ iho W5,
7z PbEDZ Lint, 17 LOOPERE (B — 27 D5y EE)

BT LOKRVOITEIT D BER ORI ENE NERLRY, A3 MO BEZITIIL < DD
N27umBkR5umTHY, IT720DHFH/NHNEN HA RTA AT OIRENEONTLEEZ OGN
728, BT LD OFRE L 72 DRI T A 5.

Table 3. HASLORUVOICKYREEZRML-RUEFHOBER ((a); M&EEL, b); —F&KI1)

EL) BIEA =3 BEA ($BA)
%3 Rk Rk 2324 HEE 214 Rk
HAEfE (a) (b) (a) (b) | H#1E (a) (b) | E#fE (a) (b)
gyERs | PO @ | OO | @ | ©Pm | O @O |®Pm | ®| @D
TBZ fikLt) O | O | O | O | O flieLTt | O | O | O |#&LT| O | O | x
5-0H-TBZ 01 o | x | x|O|oO 010 O | O | x |005 | O|O]|O
PYR &8 O | x | x O | O 28T | O | O 0066 | O | O | x
bz 002 | O] O |O|O|O|O | 007 |O| x | x 01 OO | O
SHXZ &88¥| 0O | O | O[O | O 288+ | O |0 | O | 02 | O | O | O
OXA 288¥| 0O | O | O | O | O | O [&8FEF| O | O | O | 0B | O | O | x
SMR 2FEF| O | O | O | O | O | x |&FEF| O | x | O |&FEF| O | O | O
OMP 2F8¥| 0O | O | O | O | O | O |&EF| O | O | O | 01 |O|O|O
SDD 00l JO]J]O|O|O|O | x |0025 | O|O]|]O] |00 |O|O]|O
SMMX 2FE¥| 0O | O | O | O | O | O |&EF | O | x | O] 01 |O|O|O
SCPD #8830 | O | O[O | O 28T | O | x 2883 O | O | O
THP 002 |OJ]O|JO|O|O|O |00 |O|J]O]O 0K |O|O]|O
SaX 0ol Jo]J]o|lo|O|O|O |00l |O|Xx|O]0K |O|O]|O
SDMX 1 Olo|o|Oo|O|O |02 |O|J]O]O 0K |O|O]|O
FBZ 040 OO |O|O | O 0001 O] O] O | 00 | O | x | x
O: HAFSAVICHERS, x; HAFSAVICFBEEHS, #R; RUMFTMERERRS
vV EL® Th THEHE) (T & 22 MRl 2 b L, S2I
—FELICHRAE M TREhE) 2k, 4 & Jix U CHRHEICS R AN A 7203 &, IRt dh &
, B 14 THE (15 B57) SO TR Y T LTWh&E 7L,
AFERE LTz, THEHE) 13 n-~F iz K2R VvV BEIXM
RE B, RBURE 2 fHICm T 5 2 &l 1) TRACIRE T 2 3R, SRS O3B 1=
HERL Sy DR RS T Z L x AL LRk DRy T 2 WEORBIEONT) (P
Thd. ZOHEEZMND Z LIZX > T, LC-NS/MS 1741 A 24 BASTRLIEH 0124001 524974
BEICBT DA A ALOFBEMZ 52 LN TE, [ 5 i JR) £ i 22 4 )
CRELAMTIEA (27 2=V 17 20% 2) TR T 2 REEICHE 2RBEDO %
W26, 4 fdh, 16 R~ TITB W T4 LR A N T A ) CERR19 4 11 A 15 BAY
R 59 D AR A DTz, RS 1115001 5 AT B AR R
4 NEE RS DZ R SR Z DEMLIZ DU LR R Hn)
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