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198 3 &L D AR
< Female Mosquitoes >
19834 Natori ; Miyagi Prefecture

2

il 8 A 98 &F

C4ED)  C(9ED (8[EH)> (21RE)

Culex tritaen 301 12,746 9,259 22,306

Culex pipiens 153 696 528 1,377

Aedes vexans 9 25 15 49

Anopheles  sinen. 191 3,061 1,008 4,260

Armigeres subal 2 0 8 10

others 3 0 0 3

Total 659 16,528 10,818 28,005
(Whole species)
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MERL BRI (T ~9 8 ) T ama H I Hidk L2ED b b3
* £ | afgTh1xh| S50% B ZE | REBHER | MR B E | EEFEE)
1974 15,552 5,658 - 30 % 6 2
75 33,228 19,624 9 — iy 73 27 6
76 14,885 3,218 - 0 13 9
77 11,060 5518 - 17 5 0
78 33,979 24,176 8 —TFH 100 88 21
79 8,836 3,376 - 43 86 26
80 7,307 1,013 - 3 40 15
81 3,201 517 - 7 23 5
82 21,597 16,360 8 — T4 100 21 4
83 28,005 22,306 9 — thiy 100 31 8
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Vaccination

© with Trivalent(Sabin)

dose
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(1964 1 2 3 4 5 6 7 8 9

1967 1973)

Years Alter Vaccination
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¢ Vaccination with Trivalent, Sabin)
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241 o——o0
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v *——e
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i
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5 7 9
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BIh o, HERANCEE ] LA SEEENDB LD LEL
oY -
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-Vaccination X, 19615 'b!llé‘k?) LB e R %
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BYAHRSEESR o3, 1964FEBEHOE S
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4 &R ER UTRICRDHFGHRED <% — vk
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55T, BRIERY AORERDFE LAV RVED—DT
H5YEIhT3, Zhit, Batchd doselc X 3D
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THA D b

SED T EROBHRESEMTIEE SR 5T ET
ETIF VR LBPEGERORZ T, 1, I 14
TORMEERDZIETTH T, #3%, BRTIL 2 @
L#TH 1, MET~30%EDkMkE 29 el
TEYD, DA bIEEI L TOWE,

W, 17 %MD follow-up TBooster R D &
ERBREINEETHS, 18TI6, NRTI4, THT
4BILRD BRI, 7:®¥§5U>J~J:75§ 196 T4 D 19684
FTOMIC 7 75 V5 L EEDACEH LT, &
NET, £7IFREB~DOWRBDE DI\ HLE &
oFE YV TERIRT VWS, UL, BEGRA20 %
DY 3 BRI ARIZE D S FLERIB D 2 5 HE A 5 e 7
»Te UL, ZOEXDEFRL ThcBiey L, BX
HIE 2 BRHE S/ & 8y,

Wi, BEDTGHEOBE® 7a oy PLTALBLEBEAD
EDD5FR b1 D, EAOHHED dic & ERRLE
DEBEI¥HZSF bR, (K3)

2T, HiBO#EE LY EPNC FRT 2 ERSEDRAE
DEREENTH olco TORKR, 1, MEIZHH20ERTE
NEGT40FELL E b FiEE2BRE LTS ERE A,

Z MBI T TERNCH 3 BRI H RREHEBEDRE
EEMR LTS, TN " D FLEBRR " Y
R LRSLHE LT, K& ALE Tl i
{, SEDFHETHO 2 e ZBABETHA S,

UL, data & LTRFEEmbofohd, HrADH
% EFRERCEE THRET LR, MR EVEA
DFFETEASA &L, HEMD EHAD ETEREH

NIVCHREZFLEEBERL b o1, X, BADK
BEFH G — VA EATHD ZEBPE LN -7,

HE, AXTOEVAEY 7085, 3EY 201
BAEL LTS, TOBRTERELL, B,
FERTHBI NI | BB AER Y1 VAR, —ADBESE
BERLEE SLBR LD —2DHRTHA5,

LA L, Mass Vaccination BAfAH Tt 205 %58
¥, 1, IBHED "S55 " BEHIATH %, X,
GEE AT 1, MO ko Rl x H20~25E - HRE L
foo doseDRIEZHEE TENd LA,

HrBLORYAET I F VD FHHE Ve o T
BEPHENTA LY,

—HEHBEDOFEEOMBENEI LT, SEIDH
B DRI TSI DRE LS 2L MEENTH B,

Bor, KAFPER ZHD LW HERTD F 4, B
BRTDOEAL, X, BaD THER WKW EL FE
EPTRT, ENEATERPHOBEFREDO BRI LM S
Rt L EF 4,

& £ X #

1) &85 AESFEN. 26, 59,31 ~ 34,F8F504F

2 ERRRATARESEE, BELY BRSTEIZA

3 RVAEVIF VORRREIV  FHEEHLVA T2
F VI RBHSWE 1963, 3

4) Sabin AB:Am. J.Clin Pathol 70,136,(1978)

5 B Rt i EKEETYA AR 9, 122~126,(1981)

6) Tagaya, I, etal; Bull WHO 48, 547~554,(1973)



8 AVIINTUHHIAL4IVARDStreptococcus
BEICXT 2HERR D RS
(B2, FHSIVFUORELEZOYMELFEHR)

L FL®IC

M§ﬂﬁ%®m%§5%%gyimw%?ékm5:
EHRESPBEINT VWS, HAIIHE I MTBE T v
TNT VU4 NVAD BEGERICHFRNCEREL, L
A FDOREIHEABDOLEEELL VIV VFIAL L
ADEHER HA MMEEESLTEEIHARTHA L &,
EHLEZDBEARIZEE T YINIVFIL VALK
MEROBETASND X 5> 7 VERIEESE L Tuisns
CrtEREE UL, FrTAER, COX5BYTA
BaEs Lis Wi« B0 L1 v Iy F UL
ADREB SRR T 570, BREAEHOEAL VS
HrodEE L, toMBeR L THIIFV " &
w8 L, TOEPEEELRILZH ZOTHIIF
VEAVINZ YT IL MR BT YA VR) OFRImER
BEEE S, BmMEELHAHT A0 T, Y1/ R
BEBEERPCNZLAZ SR LD VAL NV ADREFEY SIS
52 &0 5T,

2 HM#ETE

21 F7HSYFrOEY

% (Streptococcus BII/18RS21B) % H L,
B B A LicBE O HETIT o7, 37T, 1685H
EE 0.1%DFr<l) vEnzg, kiEbBREED
B TRERTT - e BEIX—80CTIABREFE LT

22 BERE

Trr—€ GHIREERSE 7757~ +HE) k©
L ABERABITESO—ELD Y VEEEHE®R (PB, pH
7.2) AL, N—-7k2F1s73I8—-+SG (4ik
FLEMAEH) KL OBRABCIESDO—~EAD b
U ARER (pHT.0)2ER L1, 0 MoBRD NE
it RERWED b ) ARERYERL, pHIE 75 -
120

2.3 HFINREEBRRIG

LOXDBREDT in—X%ERL, <1t s4
0= =TT - 1

2.4 FOBEFEMHFRE (HAI

<4 aSr— b eERAL, FHOEEETT >,
2.5 BminEiEe (HLI1)

PR LR PBKO. 1 fTREAFRL, £240R

BB R (1T N

B 0.1 mbD U A N AIFEBER R LT 2.0 KD Bk
MmE 1L.0mEBE, 4°C, 07MKRER pH 2EEAEE
W T 5.0 153 L3T°C, 6040 It &¥FD b g %
540 nm®D BRI THTE L, BIMETHEDH L,

2.6 AVINTIYULNRDGELETENFRE
AYITNVZYFTLNVREB /BE)N /3 /T6kk%E
AL, HEBIE L UMDCK T THEATT - Tce ¥
A L ZIEFEANHIERERIT T A v A D EEER AR ERRR A
A 37°CABRE b DT2MFRIISERE, HRKFDO HADE
R RE L,

27 TI/BAVBLIUTRSH

Bk 4 NERER#(EE L, 105 “CrR24BeRs, 4855,
TEED TN ER K B LU, BOHET I /B
SR EALTRE L, TRIME <1 7 ke k
ZEBILRSETT ol

2.8 Hoaiw

e D S RE Y 1IN EET 100 “Crb 485/
KoL TeEe B ro< b7 ATRELR,
—WD TN IMELT IV BEBS VI THRE L,

2.9 BHEIEHEOHME

RCEILK < B « o UREL L 055 LTl

T I OEHERME A Ui

3. # £

31 THSHFUOEH

—80CEHREL TV IEEYSBRETHRE LLE &
D EEMAERIC 715 THanks WTEG % 5l LIRS
RO TRV y NEEEZED S, LV y BT
Pl U Hanks WICFREE SRE, 1%D 7 nd—
VL ABELAE YT 5, AME BUOBEOETHEGK
RROARE R Uy M BERAEL, MY ASEHRC
FIRESERE N—THFLL53F—CRELEE
WEHFT 5 EEEREE LBk &b, 20
BEZEEOL, 0 RBTERBENY RS Lo
TR —VEEITALERL® 5 DNt 5 & BRI
BHBLTL %, ZOLERD pHE EET 2.0 kg L,
—20°Ck 1 BEBE R, AIELTAE L hErED
%o O PB It S¥DNase B38LU'RNase
MIREAT 788, 77— ACL—6BIRXB hosY
NI T4 —%1TH (®1), HAl BSOS E L EDT
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7uT b wfT ot DEAEwAa T 74 VIR B4 4
VI e 2T (B2), DI TFLI/RTNT
FZHALESERE D, 22UVERIEE (OD. 205/0D.

@ column size, 10by 900 mm
Yo fraction, 30 drops/ lube
g + buffer, Tris +HCl« NaCl
S W Anthrone meth,
o B HAL actlivity
<
~ 0Of
=]
S

wu
LI2TE T

Fraction No.

Bl1 £7rm—-XCL—-6BIc&3
ASLIRATRTST T4~

1
m W @ (% ,

S
.f". 1]
o &
- I \\ ,\ / | poa E
E \\. .................. A ‘ J 0z ':.
S AN
o 100 5 ®
< 40 7
T w oTle g
g 1/100M Tris {\ 2 i
7
j X

Y48

Q 200 <16

Elunor:W Vol.tm1}
K2 DEAE AR TrAvickd
BSAYRTPTST 4 -

3.2 Z7HSIFUOHEBRNER
THTIFVIFI0E N LAKDOELA Y TEELT
»5 GFE1, 2) ZJAXKSOTI/BEREE 1T
FTEORITNEIVEE TI5=VvEIVY P VRELE
ATV THIZFVREENLRBEAER T I /B
SHORBRILIETEENINTH - oo BHEABITY
Vb= FA/ =R AFTIVBBIUNF VS
VESBEDBR YT NVEERLI N a-XFEThThinh
-97120

TLHRSHORER, Cix37.01%, Hiz6.09%, Nit
2.94 %K THEMPSIIBEH TE b oo BHED NGE
%1% &L, TRINMOBRLECTHI 75 vDOEA
BRHETS LH10%TH - T,
BITRIND ARG b5 LRI H, BN E—2 %
4, BEREME (1=205) THABRARL, 0.1
KT HG7FvD 205 mm e BT BBINIE2.2 THotoo
WX (¢]) did— 6 ZTFRET Vv rBETH0E &
HEE S hic,

3.3 BFRMESLCEPRUBCXT 58
FICART L O REEOBRAEDLENE, 10T

280) ME0LI L2 CRBERE L THI v < Mg
WIHZ T vOfiR B (®3),

Streptococcus group BE  (5L)

— wash X6 times with Hank’s soluton
— ultracentrifuge (30000 rpm, 2hr)
Pellet (dry weight 1.847)

- sonic (10°)

(— pronase digestion (1% X3, 72hr)
- ultracentrifuge (30000 rpm, 2 hr)
Pellet

- sonic (10")
NAcMuramidase digestion
I~ (1mg/1.0¢ dry weight Str. for 16 hr)

|- ‘ultracentrifuge (30,000 rpm, 2 hr)
Supernatant (liquid solution)

T 80% Ethanol in 4 with stirring
|- —20°C strage (adjust pH 2.0)
White opaque sediment
_—T—_cgn—;ifuge (10,000 rpm, 30min)
Pellet

suspend in PB
DNase, RNase digestion (37°C over night)

Sepharose CL—6B column chromatography

i
Rechromatography

1

DEAE cellulofine chromatography
SJéphacryl S—300 column chromatography
Ptxrified (Agalactin)

B3 7HSsFroiERE

Rl THSHOIFUO7 3/ BBE

Amino Aacid No. * AminoAacid No. *
ASP 5.62 MET 0.00
THR 56.92 ILE 0.00
SER 23.86 LEU 0.00
GLU 162.60 TYR 0.00
PRO 0.00 PHE 0.00
GLY 7.22 LYS 148.55
ALA 348.04 HIS 32.73

mCYS 31.35 ARG 5.00
VAL 3.62

* No. of Amino Acid Residue

K2 TFTHSOFUvOTHEIF

T K | BEEMR | B F | AFEE

C 37.01 N 2.94

H 6.09 S 0.00
BB L CRWERESRTRL, ZhooMETikT

HI7FvD HAT BHEICERITR SRS - T,



R3 MEARELGEEHLEIC T 5 THERR

Treatment HA inhibitory activity
Glycosidase resistance
Neuraminidase ”
Peptidase ”
Trypsin ”
Pronase ”
Periodate ”
ConA ”

2 ME (1%) i
EDTA (100mM) ”
heated (57°C, 30 ”

SDS (1%) “

3.6 AVINZUYIOAINRDIAS IS —FI
NToRE

EAC 7 < F o1 VEFERAL, SEBIEEY 1 LA
DOMDCKBEFE T A WAD /4T 3 X —EiEHIA$T5 7
HEoFv (11§ /nl) OIERLZTEANLDNEKL TH 5,
TANAD /A4 T E—EERRTHT I F VOFET
ThE o EBYZT TN & 5T,
R VANRIATE=Y—ELNTETHS I F Y OER

S A LR | MDCK 71 /LA

Agalactin - + - +

O.D. at549 2.95 2.95 1.73 1.79

.4 FHSIIF OHRE

BEESEEO P (la, Ib, 11, 111, R, X)
BERALTCTHNZ7FvOoREES <17t s ga=
—ETREDHR 4 TH B PROMIETHT I FV
»E %, FAEOMAK BESEED MEZE L BRE
HED 118D FMmE IR LTo L Wi bR A BB
L7,

CTHZIFV

L5t b ®pLE
B0 || Ut ik

L X B ME

: Strep. B-1a BHMF
CH T B
LR BEpE

== S

B4 <wq4snFs5n=—I1c&3d
THS O FvOBL

3.5 bMUFRMBRICKHTSIRE

0.5% N MHKEBADREDT HF 7FVERAL
4 CRe0 Rk BEHRmMIRY PB T §5%, 2V bho—
Wk UTRESDO MMREAEH L. BRIERL:
LoRGEBOMBREBER LIBERETHIZ 7 5vD
BENEL KA R THARIME SR S0, &L
MERTiE HA DETFIEA Db -

AN
NN

washed RBLC.
OO

uvnwashed RBC

HA titer

<4

0 4 L] 16 x (] 17e 56
Agalactin  Conc.{ megimi)

K6 7HSHFTHILESRLEZ MY MER
DI1INZ HABOEE

3.7 DANROBMEILNTE7H55F v 0OER
BADWEDT HFIF Ve T4 NVADREHRICER
BIZ 4CTA VHE L= b LBELIRCE LEMS
¥, UM NADOBEMERENTATHZ 7 F VOIER%E A
TP 6 Thb, THIIFVEEMOIERS 0 &
Liz4, 10ng OBEOTH 77 FVHMNKE - TE
MiTRIS0%IME & h, 40ng Db BETIE, 3IF%ES
4 NV ADBEMERHIHE LT,

100

[ 1] 40 160 600 2500 10,000
Conc. of Agalactin  (nano gram)

K6 7ZHSIFviZkBAMME

3.8 7HSIUFUICEBZIA I ROBITEMEIER
3.8.1 SHILBIFTD V1 v ABEFEENE]
TANABEFEAHFRL, ThZhORIZI00£gDT
A7 0F vz, ZOREEEZHEBINCERE T,
STCTT2RFMBEERY, L x 5RK+bO HAMEZAE L T
THIZIF VDDA NAEEMEIER % & 2V b B
—NELTTHIIFVORDCBEEREFEHL I
EHESWRRTEORTH I VEHEmM (Cont.) BED Y
A VATI0D THRLD O FH/WNE THARINBD, TH
57 F VEMBETIRI0D 3/M D 5 RFRLLTYA 2V
AR IR 5T
3.8.2 THTIFVTHIMAEEY L L MDCKH
TD 7 A L AD REREE
A N A BEET SR MDCK #ifa0 55380 7 7 5



EIRBAMERE LV 2 — R F285 1084

RS FHSOIFUICEBDIA4I AOEFHEME
(AeEBUp%{ER)

Virus dilt@0™N= 2 3 4 5 6 7 8 9

Cont. a 256 128 256 512 256 128 <4
b =512 128 256 128 128 8 <4 <4
c 128 128 <4 <4 <4 <4
d <4 <4 <4 <4
Agalactin e 16 32 28 32 <4 <4<4 <4
( 100meg /mi <4 8 <4 <4 <4 <4<4 <4
g <4 <4 <4 <4 <4<4 <4
h <4 <4 <4 <4<4 <4

2FY (0ng/mDiNz ARSRIESERT 2, RKT HT I F
VAR B2 CMDCK MR B e Licts, v 41
SRR, TR L TR HA (iR RIRE L
7ro ERIFE6DRTLOE, THIIFVERM (C
ont) BETH T F VIRINEEL ORI 74 L ARRIC
(ZEEDERSD BT o oo

®6 7HSYFUTRHLEBZE{T-IMDCK

HIBTOY A I XD
Virus dilution(10™™)
n= 4 5 6 7 8
Control 256 256 256 256 256
Pretreated(10)™ 256 256 256 256 16

3.8.3 MDCKMIaTD 71 /v ABEHEINH
SO BE L RBNCHR 741 /v AR 20ng/ml ¥
id 2ug/ml DT HSIFVEML, TOREKEEZMDCK
MiacEE T 5, TGRSR HA fi% R

DNTHZIZF VD YA v ABEENHIER % htco

KT THSIUFVREZIA N RDOEFEIH

(MDCK #fa&{ERR)
Virus dilution(10™)
n=| 3 4 5 6 7 8 9 10 1
Control [B512=512261225122512=5122512 <4 <4
%&ﬁg? <4 <4 <4 <4 <4 <4 <4 <4 <4
Sﬁigﬁo 4 <4 <4 <4 <4 <4 <4 <4 <4

HA titer after inoculation(72hr)

R TR TLOE, &AM (Cont) BETIXIO0
DIBRERETTUA NWATHREND A, 20 # HINFET
(31000 3| LT, 2 4TI TIXI00D 4 FLLED FHR
TR VAEHR IR eh - T

4 FLHEEE
SEBAGN—T EF VAT I & — Lo LR H

— 86 —

TAHZ LY, BEREROEEI DAEYE®RLET
IEEH LB, COBEBEARCTHIIFV" L&D
GEDO R L UEEE 2RI EZARD LS T

& 75**'] 3 TCo
Thbb, THIIZFVIEL) 10%M50%DEAR
EUHTEVNLEOEELTHD, 2) FEEBIT~FY

—A, ~NFVHIV, BIUOTA/ -XeELBYT N
BT & fich, 3) BHEEED 11 EHO BHHEYE
F-Tw5, 4) UEAEHLECH U TEEREET
BB, 5) VA NADMERGEERECEMIESHH T 50
T &~ EIEEEIE Lizy, 6) 5B MDC
Ko oA v ABELXHIET2 2 & TH 5B,

BREEBREESD 7 7 ABMEEO MBEIIN -7 VLA
35V@&N—7t%w7%:ﬁiyﬁUVﬁLk&f
FRTV A VBB - T\W5, —7F, BEEEED R
Bz #H57 b—X N—=TEFATrasrIvBIUOT
L AR B SETHDC LR ABRT B
THTIF VOIERFSLRFERDOBERM AT, T
SUFVEN—TEFNVLT I R—ERINET L
7o BEREEDO MRS T Th D b0 LEbhE, H
Al ®HLI, Bic 74 A ADMHEBIETESIE T 45 75
VIRUA WAD HA F L REORE e L v
A 2 HA R MEROMIED L& 72 — K BETEDE T
gy 7T hkbicEsiglBbhb,

&% THITFVRIA VRAHAD ED G ED
FHBETEILERNTETFETHD. MID—ERIL
BRI 831 E B 7 A /v A %Sk T U370 A A B
ST HMETRERINICIDTH D, Tl bd—
HEOMEHFICH L, KAESEEWREFE, FEXER
HREGEEERE 2B 5 SR TE Lic. BRERICE
HOBEELET,

g & X ®

J. Inf.Diseases 137, 176-181 (1978)
J.Inf.Diseases 141,496-505 (1980)
3) Davison,et al Inf.and Jomu. 32,118-126 (1981)
4) Whitehead,et al Nature, 5103, 915-916 (1965)
5) Muller,et al Med. Microbiol Immu. 172, 33~39 (1983)
6) BYEFELEEMN HIRRAEGIEATER 6T, 13-19 (1982)
7) ILBHR B  AMbEERERE 4, BEOEEE 2R BE
FHELZELSE 197D

J.Hyg. 64, 191-203 (1966)
I. Inf.Diseases 136, 137-151 (1976)
J. Exp.Med. 143, 258-270 (1976)

J. Tromu, 109, 90-96 (1972)

1) Sanford, et al
2) Sanford,et al

8) Rebecca,et al
9) Baker, et al
10) Baker, et al
11) Russel, et al



O TUWAL -ALI)T7YEASL (EIA)
ICEKBTSHE=ZZERICDNT

. FU&®I

FREFRIBEEETE (7 V& viE ) L1, FRE
RAEVORZE I DIPNEEDERLRBTEEL LU
BEEOHEEEY 2 TRBTHY, BRARKT 53
AFEEIIEER T000 NI L AELEHhTWS, Ll
HARHC+TSHEREL 7 VFVIETHDHZ &%
BERETHE, BRI R OmFEEER £ Toh
LOBEDRBLYRRCMZE - EAHRLE, 20X
7 v VERBERDB A TH 5 2 &, NREEL L
SRz e EMmMb=RAAZ Y —= v IiDONGEEILD
FETH D,

BAEBIIBRGAE L DFE RERRE, 7VvFViE
DeACAI ) ==V I HFOAA A, T g At (R
TADEZAWTERTH L ORERIIER Lz, Lk3
@ﬁ(%ﬁm@%)fﬁﬁ4MﬁA@%¢%@xa%5
=V IRERBRT L, 554FI0 7 vF VIERRRA L,
L LRIABRSPFTA Y b—=7HRE2IITUHEL
TRHEABMLHERELEELTED, LT LEL2TOR
EHEI CEMTTREAMRELE TR /8L, Fh=—F—125
C 181 ) OfsHERREYOME, BEiBYEORERY
SRR T BB e it -TE T,

ﬁﬁ,ﬁi%@%btﬁﬁmib%%mmTSHﬁ%m
ETHEEREN A (ETA)MEH, B, AILbIRE

DBAREN, RIAREMT ARE LBREM Y ET L&
BELMEENT, XRITALOHES L, BREWT
bHH (BRMYEL D 7 VI VIEREEE LTAE),
RSB RERE LTRELLEREBL TTET
Wh,

SERAFY VL yFECLBET Ax » FHAF
L, TSHORIEDHRME & RE DO\ TRt Licd T
545,

2 NHEEFE

ERERBRERBL VI VvF VEETR « 27 ) ==V
PSRRI AR 1T64L, RIATTSHORES
E% R LRSI & fn o lc M AR 12 (8 Lic, XT
SHOPEIIHP ¥ s v —TSHETAS+ 5 b

R, BYEORIRIT Hiz 650 —10 S B e deEst
%ﬁm Lz

EE BT W BT

BE KT

PIEEILF » P DEEEERR -2 (K1 ), TSH#
v a—F 4 v/ Lics o — 7Bk (KT A&
3m%E 28 ) BAN, KRIgGHK, f—-HF57 bvg—
R T SHIEE L L, #B# L25°C TI6REHEERIE S
i, PBSHBEKTIMEMEHL, EEKZMNL, 37T
A5G, FIER TRIE % E1E SR EmES WE L
Too BIEHERIL320nm | JISEHERIT 460 nmBER LT,

T S HEEEES » —7

T + A7 @ 3m, 28
<% 1gG, 1504¢
—~f—DH57 by —EiZ TSHIER, 1004¢
30 ER
%?,wﬁﬁﬁm
Phie 3 [ml
Tween20~ PBS 2K, 2mé

EEBSE
A AFAG IR T 22 f=DHF 7 VUV, 25088

105884
37"(|3 , 404 RS

Rk
7Y v — NaOH#&EH, 2.5m

BHBEDHIE
BhEE R 360 nm , WEFE 450 nm

B1 ¥YESfyFEEIAOKK
. B B

3.1 BREROMEH

EITA+y P2 AFH, BEbRF» rEFBLTWS
BEETSHAREY BV TREBRZER L (K2,0-0)
C DBRERRILF » b AFR BRI B EEE S LD
St s, BELIBIIELRD LESR Lic, X¥ v AR
HAR A » P AFH 1 7 ABRE LTRLTCHEDT, M1
7 BERRCBRERAER L (K2,0-0), Bnb
Worin 17 BHOBERIZ10—30 U /me D=
Hr ey, RBRRERATE b ot Fo P AFHE
1M, bBHEMETT2ERIL, v FORR, BEE
HEWDO REBUENEL DNEM, BEDO LI AT -
D LIREREZE T,
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:

Intensity

80 |-

Fluorescence

i 1 ! 1 1
-] 10 20 40 80
TSH puU/mli

B2 E I ARE®R

3.2 BEmMEFEOAERR

TASRARZ Y —= VI ORIRE R I M AHHE 176 4F
HERRHE>TE L ATHE L, ZOKREXR 3 IR
Lic. B DOBERTRD T S H uU/me, HEENT
BEDXZR LT 5, Kb S8 Shvcin #8997 % E
BEOR/MET 4U/m N FRBL T, LRI RL
TWEWE, BELBWTZ v VIE L BHF S h i ik
13614U/me D EfERR L, E1ATHSHIEDITEE
ThH ofCo

%

[: 1o ]

40

20

IR

1 2 3 4 5 6 7 8

TSH tlUlml

3  BEMmEE T OREE O

3.3 RIAZBRHEREOE | ALKk BAE
BEEBRRTI I VFVEDRA«AZ ) —=v %
RMOBERECEE LTS8, $ERIARL ST
BGM ST AN BECOWTE [ AR L b 3 EHlE
L, RIALDREED#, XE | AFIEEO TR YE
Nl (B ). ZORBEBWCEI ADEEIZRIA

CHNTEMEMEREZRL, X3IEAELZEIAD
B s O DEB R D 1o B 1 AEOTEHITF » + R
HKOREE &L, SEFETOLE LizodN 1 &N 100
DB TIEER TR AL p 4 U, BEE RIS 2 0D
BERDLbhicldEEL T B,

£1 RIALE | ADLE

E I A
RIA ; 5 3
A 14.3% 3.4 1> 4.6
B 14.4 5.6 5.4 4.6
C 15.4 5.8 2.4 6.5
D 46.9 14.0 13.0 4.4
E 17.4 8. 4 6.6 1>
F 12.6 2.9 1> 5.3
G 19.3 3.6 1> 3.5
H 17.1 8.4 2.3 3.2
1 14.8 7.4 6.2 1>
I 16.0 4.6 1> 8.0
K 13.5 13.0 6.2 3.0
L 20.6 6.1 1> 9.8
* TSH uU/me
4. F &

FYFA »FHETSHEIAF» M2AFL, BERS
MRIMAEE 1764, R I ATREELT LRELREEZR
Bé VTR Lic, REBOFRIIAST 1 BREISS S
Bleh, B 1 r BT ERCFRER SR
BTl ofco IR 1 ATREMEETR L1260
TE T ATHE UL L, BEFIRIALDEL,
HEBEDOEB LK EM o o BERBREDE I Atk
T S HEZ7% 2 TaU/me LFB L, XIVTF Y SERIR
DT S HIBE614U/me % BARE HIBIHE 72 o

SERNEMEOEEN, * v F REOREMORIE L D
by, BERAHB TR S DREI R BN SIS
WTHRE RERLWEELZ TV B,

& & X #&

1) BHALREERSE, SR RIBSEEEO B2 -
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As 2500 | 143| 93~ 122 | 160| 54~ 300 O BliFFMw: FE . 2, 195(1984)
Hg 33 81| 69~104| 77| 16~ 21
Pb 330 | 214 | 176~ 236 | 574 1.7~ 137
cd 370 215~ 60.6 | 30.6| 12~ 60
7 -BHC 500 |0.39 | 0.17~ 0.56 | 0.38 0~ 2.4
T-DDT 250 |2.62 | 2.00~3.05 | 2.9| 1.1~ 10
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MEP 250 | 17| 1.4~22 1.7 0~ 20
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EPN —10.32 0~ 0.96 | 0.03 0~ 0.96
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1. F®»IC

A, TeHEBIUOTHRERSC L5808 iieE
BT BE T B & & BB bR i > TE VD, w5
BRIC BT S EFSSEI KAIEE CRILA A< et A
CEOBELTWRZEMBEI LY DRIEE D, <
e RER L5BIGIEEFED L ORI 5T 5,

< et RBIIBREED Protogonyaulax catenella
®P. tamarensis ¥ R ERTAHIZ LR LIVDETLAE
EHWLPR ERTED, BOAGE L TRELT
Saxitoxin (STX) Dftt, Neo STX* Gonyautoxin
BE(GTX 1-8) AFET L EBHEIR T3V,

S E, Bt ERREL 1T - TV 5 L)1 CIRFIS6E
3ACEMICEEL L VBO A5 v g A1 BBV,
DXeMRBERGESW L, TOKR, ERSTGTX
2, GTX3, GTX4THHZ & hbh i,

2 A5 &

21 & #

FRANB64E 3 A25H, &/IIVBHHE » 7% %4 1 Bl
MR (45.2MU/g RIBIR) ZERE L, FBBRIT IS
T—20CI R EFE LT,

2.2 REOHMHL

RIS 250 gic, AT pH 2.0 IR L 7-80% = &% /
—NVERERMLTHREYF 1 X, BOSHEL TEB%

Y18, BRSOV TRBO®RIEY 28T -1, 2h

LEBEEREDE, WET TR ) —LbBRETEEE
LIEME Lo, BREYERED 7 ook aT3EEBE
B, KBEBERMRL .

2.3 BEOHH

LEEHHI% %A 1IN NaOH C pH 5.5 )C % L1-88, 2
YRS T7 4 —RABERRD S AN, BPRE S
hictR, Hh7 2% HBAKRTHIESE LI, 28K, 1%
Bt % &1r20% X / — LV TERHEH I8,

BB IRERAESR pHb.5 KRB L, KTHABHL
#2Bio-Gel P-2D A5 A(100—200 A vy a, 25
X 3om) AL THERREIE, I LLEEKY
WU TE, 0.05NEFECHAVBH IR,

FEES %R L pH5.5 % Lic#, Bio Rex70
(HYH, 60—100Ay>a, 1.5X50m) DHT LY
BN ST 0 B LI, RS LT 0.0 3NERES
250m PR Lictk, 0.01NEREELZ 100 BFHL,

% FHH 4R 3
£ZI70Va V(A )ROEFBEXIE L,
X 1T REBED 3 %R LT,
Digestive gland

80% EtOH( pH 2.0 )
Extract

Defat with CHCL
Activated charcoal

1) H20

2) 20% EtOH( 1% AcOH )

3

Eluate
Gel chrmvatolgraphy( Bio-Gel P-2 )
1) HO
2) 0.05 N AcOH
Ton-exchange chromatography ( BioRex-70, H' )
1) 0.03 N AcCH '
2) 0.01 N HC1

Eluate

Concentrate
B1 Isolation of PSP from Mussel,
Mytilus sp,

2.4 EEXE

RABEDOBES 1000MU/m - L, 55 U 40
B AR —NPEBELTRWIEERE A —RE (B
TEEH T4 NLH 3T T X, 6X22em ) KRBT 1 ue
BB LI, SERITIL 0.08M F U R « HBEHRK
(pH8.7 Y& AV, 0.5mA/eniE TR RIkEI 21T -7,
kER, BAERITTHD 1 5B AEREHT A
EZEL, 110°CT55mmaL ., BT 365 nm D¥
K7 v TERANTTY, STXRXTAIBBEYRH L
YAl

2.5 HEIATIMIST 4 —

B Y ) AP AGE0 (Merckil, 20X 20 cn ) %
W, BEBEI YDV BT TV« K - BEER (75 :
25:30 115 ) RV, BREAKARL, BRI LESR
KEIDOHE &R LTHRIEBL o,

2.6 HABEER

BEHEE LTHWE STXIRREFDA XD, GTX 1~4
BERARBRERKELENEEBTEAAAZE LV ES
b B A,

3. % =R

3.1 EompsLUEy
LT EAL HA FBIERS DO BEORE < RO &8
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B fi 5 RO EINEKIT , SERETNHUETH 5T,
K2 Bio Gel P—2h5auvbJ 77 4—

TR BEM L —VERLI, KEHESTHIL0%6D
BRSO S Wi, KHSE 0.05 NERIREI 51 B

Hahi, 0.05 NFFRRES X & THAKEGL TV,

B 2 (bic. Bio Rex-70 H#J4L7vX NI T7 14—
B ABH 82—V RRLI, 0.03NEFEEE ST 2
oE—IhEbbbh, AIDOY—-I%Frl, 5 LA%Fr
I&LTHERDSOSINCHEL i, 0.01 NIERE ST b b
FHERSBEEHR IR, ChOENTREASERE
ATH -l

a) Bio-Ge! P-2 Chromatography
100, H0 ——-—o—————o oBN AcOH———y

80}
E 60
£
3
2 40}
201
R /'/ hht - .
) 10 20 60

Fractian Numbsr

b) BioRex-70 Chromatography

100 pG————e-0.03 N ACOH e 34¢—0-01N HCl—3

—Fr l—+——Fr =
8o} .
el A
2 )
20 / \
. - N
1] 20 40 €60 80 100 120 140 160 150 200 240
Fraction Number
E2 Purification of SPS
3.2 FEdioORE

FHRBEDOBELHABNEZK 3-alc, BE/ /o< NI A
%M 3-bicRL e FriidGTX 1, GTX 28 LUGT
X3, FriliEGTX2 BLUGTX3 2 &A Tz, &0
HEND, LIBE AT *1 540 BBERSE GTX
1~3%EMAE LTWEZ &Rbh otk

ChE THREINILERERIC BB A& TR IO
BRI v/ hvo<elABERS2E 1AL LH,
SRR V45 3 OHERsNS © B ok 4 FOBHSIE GTX 1
~ABRERSTHD . STX®Neo STXIEHTh LI
EET, SEObhbhOBREM TV,

FER 75 vZ7 7D P. tamarensisiZid Neo STX
MEBHEZL ST TWEZ D, BRTRHEINT
STX®GTX 2R 1B EELBR TN B, "

@) TLC (tenduOH: AcOH: Hy0: 2:1:1 )

. Rf

0.0 0.5 1.0

Y y :

STX o }

GTX3 2841

GTXs S S0 '
]

Frl . o oo !
Fr it . o ©° i
|

b} Electrophoresis (pH8.7) Rm

0.0 0.5 1.0

v S :

STX | o'
GTX 1 3 2 !

arxg || 2" o o '
)
Frl | ® o 0 '
1
Frtl I o 0 '
¥

) —_— -)

B3 Identification of PSP

%1 Toxic Composition of PSP
in Northern—Ja‘pan

Date Sarple. Xy GTX, Cﬂ'}(3 GTX, STX neoSTX Unknown
Funka Bay 1979.8 P.tamarensis - + L + tr + +
" Scallop + + ++ + + + +
Oikirai « 1979.4  P.tamarensis + tr + + +H+ +
Ofunato »  1977.6  P.tamarensis =+ tr ++ + tr + +
1979.3 " -+ w -+ + ¥ +
1980.3 - -+ tr + + -+ .
1976.5 Scallop + - +H+ + tr
1977.6 “ + ++ +H+ + tr
1978.6 L + + + [53 +
1973.3 +H ++ + + tr +
Kesen-numas 1979.6 P.tamarensis + tr + + - +
Ogatsu »  3979,6  Scallop . + - -+ PO
#O®

BREERYyEET & 5 RS EE IR E L
gostE AR A BE L N 0 EREEE, RUKEFDA
RSB L L E S,

g £ X B

1) BFOEEE, BARA E¥ROHDHK 112, 861
(1980)

2 TpoEHE  wEs 29, P—10(1983)

3 KB fb SHETERE 45, 99(1966)

4 FHWFH M0 EHEPFHRS6, 58 (1981)

5/ Y. Oshima et al. : Bull Japan Soc. Sci.
Fish. 48, 851(1982)

6) Y. Ueda et al. : Bull Japan Soc. Sci.
Fish. 48, 455(1982)

T EAKE AR EEW18, 792(1980)



TIREREEE VA —-ER H25 1984

— 106 —

14 EEAERIDE F—IOBRPESZ D

. LI

B 4 (ZIBRSSEE D LBATOBR / 1 ¥ K — LD RE
BEML TR, RHEE, BELLELLEVK
ETFTEACDH D —HBRE, MBI ETO
A, HBRIEGC LieE D, FlX s a e F—h
RIS LTh, BRERESCARIEA—2 Y F
HWREIBEERSLTWBL EBSL,

DLED & &b, FBERED MBS BT A AT B TS
ERRD LN, ChETEERks/n< /77 4— (H
PLC) 792, GC/MSEVEREEINT D,

FCTEELE, AV Y —=v/ELLTHPLCE,
SR L LTG C/MS B DLW TR Lo T8
&5,

2. A i’
2.1 & =
CH,Cl,, CH,l : FIYEHISE T 2kK, AR
BB B lbn —7FAT VES T A (DS
3K « 455% ) 0.5 g% K 100m THBL DD,
FOMOREE, FiH VCHE L,
22 % [
HPLCRUGC/MSDHESLML, Tablel O
DTHhbH,

Tabde' 1  Analytical Condition of HPLC and

GC /MS

HPLC

Aparatus; Shimadzu LC~3A/2PD-2A
Column ; Waters Radial Pack C8
Mobil Phase ; 5mM PIC-B,/10%CH,CN/H,0

Flow Rate ; 2ml/min

GC/MS

Aparatus ; JEOL D300
Column ; 2%0V-17/W , 2m , 180°
Multi. ; 200

Ionization Voltage ; EI , 20 eV

*  BANERR TAGEFBRT
w BAURIRERT

g BR
mE EE

mEznF*
4R L
2.3 HPLC#kO®RE
AHOTMRIL, WHRBARECEL, f&/ -1
HH®E, TAITFHT A, KT & vcigh 7
A ORER L, '
HPLC®D#H 7 44k, Radial Pak Cs , Ci8, H
P—01(250mx4m@) W FRIYHRHTLEHGT,
BHEEIE, T b= MU A—KRROART— M 4V
ru=w v I7 4 —BicwatersgE O P IC—Br #5
m MASHEML I b D2 BT,
2.4 GC/MS&E (EEREMER) IC L34 F ik
23D A% —/EBW Imew LY, BEERE 25
N NaOH 2me¢; filft 2me, CH;Cly 2mé, CHsI 200 ué
Mz 40 SRS 5T 5,
KBE%EBREL, CH:Cl B%GC/MS ARk LT 5,

alll B

3 HERUEBEER

3.1 HPLC&*

—c, 7B K- AOSHRERTHHPLCH Y
AL, i‘ﬁ*ﬁ%\.@ Lichrosorb RP—18, Nucleosil 5 Cis
&g, FBEEITCH;CN—H,0%,ZiZCH:CN
~ CH; COOH—H, O RAMEA & Ty 570

LmL, 88— o vERcT « /- ik
DOHEZETEZA A VHDEBMEEWTHIZ L b,
DlED&ETIE, E—IMi5—) v/ Lo ERr
R BHBERE N, LT, R7—F1A*viu< s
7 4 =R DOWTHEE L& & ARadial Pak Cs b

(a) “ (b) <) l (d)

Clopidot

l

B

" r

— r
0 2 468 024681 0246802546038
{a) BP—0L{250mx 4o}, 10® CHICN ter
b} Radial Pak Cm:10% CHICN/wat, 2wt /mi
{c) Radial Pak Cs:10% 3CN/water, 2 /min
{d) Radial Pak Cs: 5mM P1C—B7/10% CH:CN/water, 2né/min
Fig1 HPLC Chromatograms of Clopidol by

Several Conditions
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F A4, 5mM PIC—B; 10% CH;CN/H,0% T Figl
QDB FHHEORL =7 BB bRz,

Flo, BEETAVIS, BIFAVEBRITLAEHWS
BHELZO F EALLR, AL LOEY— 23
ERYoY (RN LY N

3.2 (ARISEHARIRIC X B 4 F bk

DEOHCHP L CER L 32ERAIEY, HEmEs
THHN, BHERBRE LIRS THENGC/MSH
BOIOBHEETHS,

COBE, 7a b F—n10D X F bl b pn nE
REDGCRBELIFEGEIEILELRD S,

BREETE, OT VAR VEBWTAFVEHBECD
/GCTRIZTIAELHEALTWS, LhL, o7V
AR VIIRARRCHRBL fdhiln bion o L, BRI
EDFBRERED Z L EMBRWHRBRERIE LKL,

ZCT, BB Y, BELIREREFR Yy Y v,
78 F—VIZIGHL T MBS B0 # 4tk %
HEL 1o

3.2.1 Tah)BEE ’

BADBREDOTVHVEKE—ER (2me) HMLTH
FUERIT 57, NaOH, KOHO WFhOBETHHE

ppm
2

methylclopidol

0 1 1 1
1.0 2.5 5.0 N
NaOH
Fig.2 Effect of NaOH Concentration

bpm
2

:_—O—-""—_“o
/Oo

methylclopidol

5.0 N

o\ .

1.0 2.5

KOH
Fig.3 Effect of KOH Concentration

BT LR AFLIaE N ADERMAEL, #2.5
NC—REfHI it > T5Fig 2,3)0 LIELD25N D
NaOH KBEE% 2meiiz 52 & & Ui,

3222 M BE

AFg e N — AR BB (BMbltn —
TFATVEZY L) BEDOBERIL, Figd DIEIC 0.25%
D ETCRIF—EEER LI &b, 05% Y 2 m i
meTszéélic,

ppm
2

cata.;(n—Bt)4N+Br—

methylclopidol

0.5 1.0 &
Fig.4 Effect of Catalyst Concentration

3.2.3 avtAFrg
A 2 vibx F VR, 1000l EC—EB LIt o1
DT, KHHHAT200uesk L1z, (Fig.5)

ppm

2r

methylclopidol
-

0 50 150
methyliodide

250 ul
Fig.5 Effect of Amount of Methyliodide

3.2.4 BUEBKSRE (R& 5 BRHED

BiGit, REEDImA vy YERAR, REH>BY
EbfﬁotﬁjmﬁK%Ltﬁﬂy%&5%@@%“
SUET—EBEERL D TRE 5B %2405 & L T,
D EDZEBOBRFER, 24RRLEFETAFL
EFTHEELEEN, ThHRBELORKBRELI3E—
LT,



BREEBRRE 2 -FH $25 1084

%

1007 09/0/""‘—9_—‘7

50k

methylclopidol

0 10 20 40 60 90 min

Fig.6 Effect of Reaction Time

325 GC/MS
AFNITBER=ADITRAARY ML, FigTDRE

205
207
EI ( 20 ev )
162
164 ‘
PO "I 1| ||J|I|lul| 1
e e e A e L Lo A
100 150 200 m/e
Fig.7 GC/MS Spectrum of Methylclopidol

!

mlie =207

1 2 min
GC/MS/SIM Chart of Methylclopidol

Fig.8 Gas Chromatograms of Methylclopidol
by GC/MS/SIM
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A= P m/e 205 (M) T, Ry 2HL D
b, m/e0TTERNE-IHLD, F2T m/e
205, 207D 22D F v YEANTE=Z— LI+ & 5,205
TRAFNVIOE F—ADBRIFEE— 7 B4 bR,
207 TIREL AbRILWZ &b, EBTIEEIIM e
207 TIT50BEE L W& Bbht,

3.3 @ IR

TEOHEHEAVWCHPL CERVGC /MSETD
EUNERBHER % Table 210k L Ine

TNERRI Y —=v ), RED DD Hks LTha
Licit, ERERBRO &R S5 ek s L -CHIA R
EXHLDEBbh5,

M, MBI BRI OV TIE, A & — A HE T
LOEBRFBIRERER (GC/MSH) &, HHBEEM
Licdhd (GC/MSE@) Tk, GC/MSRnFaE
TFRWERPBLN T3, A ER L 28HEBRIT
HPLC#, GC/MSETERFR 0.01gn, 0.02 T
ﬁ‘oﬁ:o

Table.2 Recovery of Clopidol

conc. (ppm) recovery (%)
clopidol HPLC GC/MS (1) GC/MS(2)
0.1 106 77 -
0.5 85 98 105
1.0 94 98 114
2.0 - - 107

(1) ; throughout the procedure
(2) ;after extraction

3.4 BRNORYTERER
FEFASSE IR S M o B L0 IS DN CAESR B A L
el sH, WThLBRHEBRUTTH -1

_ g & X

1) hEEGERMN  ERREEREY 2 —FHR. 1,
160 (1983)

2) KRB MMM L AMHEE, 22, 462 (1981)

3 WE|E : AMEE, 24, 447 (1983)

4) C.A.Mtema: J.AOAC, 67, 334 (1984)

5) FIERES : B)IEATESR, 19, 263 (1982)

6) EMEEMD  AmEE 21, 476 (1980)
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156 KEBAZRBFOANESEY
$BAR B WWE bh  HE ES
EH OEE 4R B

L BL®HIC

EE DITIERISSELISE CNP S48 KM BBRERD &
NMEFRELHEELTEL 9, Z20OKER, thbk
HERNT B —& L, 5 ~6 FOHiMTc R
RN HE LRNMEEFERL WA &2 P Hn
Ll

—F, ThABRERE KA SBIEFIND 2
WELTRERDED D, ChoOBAmT T~ 98 TH
ERENTI -2 5T 5%, BARIRTY D3
Fie, REFAOFTLESERED £\ IBP (S—ben-
zyl diisopropyl phosphorothiolate ) 7~8 8
- IRBELTWAL LR BELLN Y, SEEE
DO BB TRRLRERIDO 1V TaFt s v
(diisopropyl 1, 3-dithiolan-2~-ylidene malo-
nate ) %®RHLIOT, TOREERY, IBP, 1V
TuF At 7V ORMEPBRERFEC DL TR
AHET 5,

2 REBRAHE

21 & ¥

FEFISTEEE  RAOERAITE6 AN 9 AF Tk
A 2E VY I ROKEFRL 2o

FRFIBSIERE | JRAID ERBIT 7T AMD 9 A % T i
EHE K2 5 v%, 0 RCTRIEM 7 72 FRL

1o
2.2 HERUEHES
T h=hrI, n—~FHv, VLY, BEizF

v REEERBRA (A TEmEs )
RS MY Vs BB Rz T2
FS )

7Y O RIEMETEMERE0~804 v Vo, 7
7 Y% 650°CT SR EIEMEILEE 130°C T SRERIME
BERLTRE

IBP, 4V 7 ust 5 vEREER ; FtilsE Tt
B IRE R

2.3 % [

HAIa<T NI 57 ; WERBMIEFBMECD (*Ni )
#GC-4CM, FPDEIGC-4CM

HAsw= 777, BESHE (GC-MS); BE
B4 JGC-20KEGC, JMS -D300 B H & 4547

EERUMS-DK400S 2 V5 — & —

3 RERIEME

31 FNKRFAY TaFFSroRH

o 1 LI EAKBRER T RV Y A20g BINZ n - ~F Y
v 150mtTIRE 5 #i 35, KL K DRGSR T 1w
¥ CEMHEECD -GC RUIGC -MS it fHd,
OHFAIu= NI F57 ¢+ —4 (ECD)

AT 4 2%DEGS + 0.5 % Hs PO, ,

H7 AE ; 180T
OGC /MS 4t

hoa; 2%0V-17, 1m

H T ARE ; 260°C

14 /LBE ; 30 eV

14 VLB ; 200 A

3.2 BARAEHRIBP, 1vTOFF5 0084
Bt Uiz v 710 g I EARFEEE > MY D A15g %
mz7e =t 20mT3EMETE, BTHT & F
= F UMTK 160me, EXERERI FY U A3 g&AZn
—nFYY, RYLVRK (L 1 )50mT 2 T
5o n=~FH v, VL VBELEKKERF M) AT
B, BHEL 72U O h S s ( B EARGER S b
VA3 gHERLIGD ) 3 g, BRI L,
n-~FYVER (2 :98)80mTH T AR LS, B
s, n-~FHVEK(25:75) 100mTHEHL,
5 mliC feEH FPD - GCI 9,
OHFRIu=< 75 74M: (FPD)
@#I4; 5%DEGS, 2mX 3mé

HTAEE: 220C
@HhF4H; 5%0V-210, 2mX 3mé

HIABE : 220C

2m X 3mmd

4 BREER

41 FIKRAY FaFF5 v ORE
RBHIBTEEI AT 72 | BP 0547088 ¥ )l ko
n - ~F VaH#HI ECD -GC T 88 EA B bk
ST HRAWER RN EE e, (1)
AMEEYGC-MS TRALELER (K2 ), 5FE
200TH B Eh D, 1 BP &AL KEBRETS
54V 70FF T VHRHER hic, T2 CEEFZEA
LECD-GC RUGC-MS (M 2 ) THRE LI fEBrn %
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AR —FK L, kLD, &8Iz Y Tt
VERIE SR,
4.2 IBP, 4V7AFFS5 s ORANEDERS
BIaRD & 5@, BRISTEED FIKBSL Y st s
VBRI NI T, AFE IBPESH L Yok
IR CAHE ) OV TOBBRMELEH~, (K

ES Sy

3)
FINIA Cppo)
YL 1s
0.15}
46
0.10"
\ ~44
o !5 A 1'5 % o08F 42
2%DEGS+05% H: PO, , 2m
GySame  180¢ ) . ‘
B1  AiiKn -Hex #1H# ® ECD~GC i 2 T
: 18 1982 6/;0 6/24. 7'/15 7'/29 8‘/12 B}ZS 9‘/9 9;‘24
®3 voIRUAIIGOLIVTOFHS VEEBEL
(A) BEmg
EHolbhiIork, v 3 &bidegc -k
S8 —vERLTATANS 8 ALAREKRIKLD,
162 LR LT %, 20 ¥— 20t ¥ o I B
204 POEIIL & —FKLTH Y, BROBEHRARE—2
Rl -THBRHEEL NS, oY $dhEM)IIK
20 & D BED RS L0 TH D ( IBPITHY
231
1V T5F4v
wdl Il I
vErrTi I i LI 1
100 200 300
118
(B) {JliZk n-Hex #ih4y
—ed S
IBP

162

204

231
, _— P
w‘rl’r‘ r — T -

0 5 10 155

100 200 300 (5%DEGS, 2m, 75 ARAE 220°C)

B2 4v7rax+S500GC—-MS B4 JF+ho1vTaFr+s5y, IBPOFPD-GC
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100 9), v ITOEMRLIBPIVELZERN
bhnd,

FRAISSEEEIL RAD ESTHER LI 7, KoY
DWW, IBP, A1 V70545 vOBRBERELLHEN
oo (K4, B5 )

—Q=—Q~ (VT FFFY } k9 et (B)

-9—0- [ BP
() aeQeeesOne { Y FRF ATV } 23 (©
.-@--=-@-- 1BP
| 'N
’

0.5} SN

L 4 e

’ ~
‘ Seo
'I \\\
/
. ‘ a4,
/l \\
/’ \O
’

0.1 o I’

L ’

I /

= )lo

,

- ’

005 0—r~ .

0.01

0.005

L 4
7714 /26 8/10 8724 9/7
s kKZa9, 2Fh0a4VTaFAS,

| BP DM E(L
RIAIiE 7 +0 FPD-GC 2R LIty 7 7 5 K
BAELS, BRICIBP, 1 V7 aFtsvoL—sn
BHLRD,

5 EDOREEELR LI, CHEAD 7FTE

1V 7eF+oviR8 AI0AIES 0.6pn ZRLI, C
WEIX IBP, 1 V7 eF 45V 8 AI0ARKRS
EERLTHWBN, 1V TaF+ 5 vORRELIALT
H ot

—FHBHED NP a UTRAIY 70F+ S5V RTAM
59 EFTEERVRNVTHD, HELC—7I3EDS
it ofc, ¥/ 1IBPIE 8 A10H, 4HIKBEINT
BV TH T,

PEDXS5R FY gy, 7FTRIBPXL NI VIR
FF T VDOFRBEL VY3 HIEMDOEC I ot L
LHBFISSSE LK D G Hxfrhinh o ko, £
CXAEWEDH, UIHRNAECHR TS DD
NEIPLMCTERD 5T, FBMIAD IBPIZ DWW
TIRERETEL R TRBENERLTEY, $%E
LEBRFZBETLEATHb,

FLBREFRERIEC X DX RE L BAEOERE
EREEEC L B L, kTIBPAR 0.2, 1Y 70F+5
VR2.0m & 5T 5, RELRDOERED B WLD

CBR, ThE—IEORED BREELD ESEILT ST

HEELT LT3, LL, BERD TRk
DR LD B AW BEC DV T E L E R
RADFEFTHO, SLERETISNENDSE B
5 [e]

& & X B
1) EEEES i AEE 22.. 50~ 55(1981)
2 Al & fb: A&FE 22, 56~ 59(1981)
3) teiEfiEH b RfEEE, 23, 456~ 461(1982)
4 &K W fib  AEGEE. 24, 187~193(1983)

B &R ¥ fb: EREREREL VX —ER, 1,
53~54(1983)

8 &R ¥ fFRERBRERERV S -FR, 1,
53 (1983)



