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wic“gln 7" LBl Ag-columnX 3.5 64 89 134 194
TN ARBRESL S A LBEH CvV.® 0.3 08 0.2 L2 03

wADHEEEFE Lk, BB, ¢

—ERZBEM 7 e~ b Sy 7EL ALLE DV ERD T,
2—-2 B X - .

FEERECHEERICA W RERTEMEIEUEZFEA Lk, 7 =4 vEBRKIEF 1Y
O B EEPLTIER L, BBEAT = vERIEEEEE»bIERL, Tah— 1 CRLE
GHEFCHI X5 EEFRL
2—3 & 4F

BHMAKO L 5 ERR TR, ARERPORBYELRE TS D1 0MBED T SAF
7YY YUOERICT 4 A F—E00, RREBEEEAL k. BABO&FM+ vE—s i3, Bl
HEITHEL, Y~/ BXRe—2Hfd bEEL T,
2—¢ B H

BRAOL REF TRAES: 585 7,

B4



3 RHRIEER
1v7e<b7574—Ti, F, CI, NO3 POY., Br. NO3 SO} o707
24 YORBGHFBETTRCH S, EHFEA A vBRERENSECIXENRES + vo SEicREi s
s BRAA VRBBRECSERTHS RN TR, BRI 4 0 E— s BREEA F v O s
EEE LY, e A F— R Bbne 0 T8, FI 0, ZELERA 4 VREN 100 28/,
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405 DA i+ R K ! I &8 ¥ ¥
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3—1 EREAOEA Ratio (D,C) 107 100 L06 100 0.96
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7 a0RE : Ratio (D/C) 0.9 085 100 098 0.96
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TNO, . POf | NOj ,
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Bl oW TR S AZHER Table 6 Analytical Results of Anion
Concentration in Effluent Samples from
LicBELESTRNERD Night Soil Treatment Facilities (ug/nd
frkoTHRDE, B@ix CL NO; PO NG SOf
i T4 1.3 18 . ND 10
vl 1.33) L .91
# ( ) P09 102 15 31 T 20
~107T CFH0I8TH o0 48 ND 5.6 T 23
e = 25 2.4 41 18 14
WTh, BT Ak 5 EH 140 10 40 ND 25
83 16 23 1.8 .24
Bandoto ND : Not Detected
3—4—2 HiiKEraBEE T :Trace
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Determimation of Common Anion S pecies
in Effluent ly Ion Chromatography

Munehiko MI ZOBUCHI
Kazuo SAITO

Eiji UEDA -
‘Tatsumitsu [TANO

The method is very useful for the analysis of anions. in

effluent from waste water and night soil treatment facilities .



Since a high -degree of chloride interfers in the measurement of
nitrite in a sample solution , the use of the Ag—column aides in
making an effective measurement .

Following  the injection , it takes only 25 mimutes to
antomatically measure the 5 anion species in this amalytical system .

A typical characteristic of this system is that many kinds of
poisonous and harmful chemicals are not needed in all analytical procedures
except for the chemieals , sulfuric acid , carbonate and bicarbonate wused for

the re—generation of the column and the eluent solution .
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- 5Qzcontent SOz content
(ug/g) Ceg gD

1000+ 200+

soaking time 16 hours
washing time  5min
soaking temp 5%
volume 1000 m}

soaking time l6hours
washing time 5min
soaking temp 5T
bleaching agent 1g
volume 1000 m1
koro 50g

300t 100

L 2 3 20 40

4 5 60
(g/1L) (hours >
Fig—1 Relationship between soaked solution Fig—2. Relatinship soaking time and
concentration and residual SQOzcontent risidual SO» content

3. BWEFORE & RBERRR £ 0 ¥IE

TR ERAKC 2O TEAOT SRR BRROBEXEFSMRL LoRERSY RIF+To A~
EOHERER—2IRLI, RESECASICLEN > CTHFEBRTEL LTtz b5 58
LTVie CHEEECL -T2 2 ORI~ 0ORBEEN R S bl Sh S, LAL AN
LEMBTRERDLERF 52 b, S BAL TV MR FHH6EHE Cord, AR
RECSCHHREEDhS 0 CEROBREL THREr>WTRSE I EERILS L ERA
WEBEbNS,

Table—2 The effect of the variation in temparature on residual

SQ; content
solutin S0O; content soaked solution
temparature (zg/g) concentration (#g/g)
5 177.9+4 .4 305.6x2.3
10 199,5+4.,6 298.4+3.4
20 210,9x11.3 284.8%x4,5

bleach conc 19.¢
soaked time 16hours
koro 1509
volume 1000 nf

—107—



4 BRERLZRIERMEONMR

Eﬁiﬁﬂi}; 2r OB, 2 roERBAESRCRITTHEEERES F-3 KLk, B
Bl 0BT HEE, a e ~OBFARRETL iz, $ABREPOERRBESLET
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F—3 BEAELHABELLONE
BREEE |77v*y b [ B B |ARUERRE (keg) | BRERE (2g/2)

1000 wé- lg 150g 1779 _ ‘3056
1000 =f lg 450g 1328 2550
soaking time 1 6hours washing time bmin
soaking temp 5°C volume 1000«
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Dy CHEORRLD. = e BET S ERBE, REH bR CBEL THE, 1 6EEE
THEWar TRPLPE TEL TV RNWOTRAVRLER S h S, XEEHRO B AW, Bl
SROEL L XS BEROBRA ) B bOLEH o1, '

Table—4 The comparison residual SO:content with thickness of koro

Solution - SO content 5032 content
concentration (g g) (pg/cd)
0L2g 1 404 25.4 socking time ] Ghours
969 34.3 i “ashlrg time S5min
¢ soaking temp 5°C
1.0g 1 1382 93.4 volume 1000m£
2402 1039 thickness 1 1em
2 25em
20g 1 2817.6 185.0
483.7 179.0

6. KIERH: BRERMEOBE
KR LS BRUBEHBROBPIER— 3R L oo HBEL S OELAMTTHPIL TWIH, 2
FHUEOBP RO TS BBLE - Tiko Zhid2 e ROGEERBREAKEL DI,
FTHRPEFHRL LD TH Y, 2KMHER, 2r LOBBEHTHES L L EAREHRIL R
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~TOEL pBREHER N L
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B0t 3 BRI C A 5 e b
BEZEL{LAVWE (BVERQ
HOEALAVEE) KRS
DERHE D,

T REFCOREEHMONR
BEELeaagk5CL—20T
TRELEBELEHEL =,
SCToBA, BAEVE{LE,
BIZR WA PEAERL T,
—20CREicHEmoERTH t — 5 -

ofto LaTHIBIEENTIRRFE
BEOoBERHEFELETFRZS 0T, Fig—3 Effect washing time in disappearance
A B B T v & ’ SOz content on each concentration
Bbhd, (Fig—4)
8 HB~OLH

SETORBEBAL T, BEIBE 02g/ L, BIERH 1 6/, K360, BHEOR
ESCT, HFREE (BEE0ppmER) c+7EET5 2 ibd 0T, THTOEY
#02g /L 03g/LOBET, R (LML Tar 2B 5448 TTE -0, BE
FTIERBREIERECO SEBETH olco ZOBBEDVTRS «»D L ZSRBETH D,
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Preservation at 5°C Preservation at —20C

SOz content S0z content
Cug ) . (ng/g)

200 2

100 100

N

1 2 3 4 5

7
days days

Fig—4 The variation of SO: content daily in 5°C temparature and
—20°C temparature
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4 Kk ko REWEMOFA T 4 B5RE THREZCED shial 2n LB £ 0B L 2

5 ESWRB o=r0BREG, BEERAE BRI TS, BABKE - TWATEYY

KBETHEESCBHELE —ETH 27,
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T BB TRERSE VA0 JUBELMBYL 0 of,
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D kHEHRKRL : ZERTEWRNER 12 95 (1977)
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e B R RARASER A 5 5 e o FIREMD L L TR R S Tns, HEnEF A
CERETSI LT 00BELANOMEL LT, MEZAAKLMEEOME L EOfHH
HY, ARPTORBRELINE T T LARRERLTNS,

TEWEOFHHEEL Tk, —BCREES X s &R ERS AV bR Twa 5, BIEXS

CFFHCEHTH Y, MEDEORESBE THS A VBEREOHLE L TR HSRFETIHAE
Vo BEFCBETIT b5 VA 7 ) Y RAEBEO LSS M L LRV EEERD 58
2 rw b 75 7ED BT TS ShTve 8, [ BROFENFEETH U B RE
BB 5% LRIEASHV,

IV, THhFHALVV(TC), #FF 34912707 (OTC), ZrA T FFHA
7V (CTC)DEERGE e~ 7574+ —(HPLCEBT )R IS THFEREEAA
RTEZZHAVBOAAOTHRET S EXBATCHREA CWIRAROERERE LT 70

XEBRF %
L & #
B, KH, BARTHROBEAZ, A7V 002 @0 3 ZATH AW,
. B OE £
OTC, TCitSIGMA#S%, CTCitCALBIOCHEMEME fvk, oM R
ER MR B I ER AL EDS D& B,
. 0% B’ i
REPS A P AT RS 5 ATy 23 $r—F, ROSEEIHI TACHI 18P
R3EFMAvWio £k, ¥fks=~<t 77 71 Shimadzu LC-2 ( SPD)ZAWV7,

—1lll—



4 H fF
-1, W H
A2 0egr INES 1002 MA, 77AF 2 7 i34 —TiFHAKEZFIXAL, ThHh
BENEICBL £ 8000 BT 15 FEELTMEL & EF A RERIBBL
4-2. B M
7 vA—54 1 XAD—2 0wk 7 =~ (AR 10m, B0 m) LFTTAL, KH
KO THRBLTHI2EHM L, 20N FAL LTEHEREMATED 1 HOoE S TR
Lico RICHZRIOHEHLCH AT, 2227 0t THEHELE, FHEL
B—5 Y —= AR V=2~ AT IS CTHOS nicBiFL, AF 72 —AH0omTERAY
RBTICBL, FRHIC 1 LTIniHPLCERBE L Lk,
-3 E =
LEFBRE 0 EALT, E—27 B o BETEBLA,

Sample 20g Tab.l. Instrument and Operating
Homogenize with IN—HCI 100¢ Condition of HPLC
Centrifuge at 8500 rpm for 15min.

Supernate Instrument  Shimadzu LC—2 SPD

| Filtration _ Column 4mmi.d.05m Stainless

Filtrate C ohumn

Add to Amberlite XAD~2 column

Wash the column with water 100gf Shimadzu Gel P5G—100

Elute with methanol 70nf Column Temp. Room Temp.or 0T

E ffluent Mobile Phase 80 %—Methanol ( 0.001M
Concentrate to about 0.5x¢ EDTA 0.004M Potassium
Mess up to 1 mlwith methano! Phosphate )

HPLC determination

Scheme Analytical method for HPLC in | -
meat and fish. ;

ERERBLUEE

L B M
e k6 XAD -84 5 AEBACTAH ) CEHLTWES, OTC, TC, CTCE
BT A n ) ECRRBIIRRETS D, % BRI BB 21 57 H Ryan o KF#ED i
CTXAD—2# 552 A 5/ —AEMET %0 OTCy TCy CTCL % B 30 ~
£ ORTIELA ERIEIT 305, BEF7—0 v 7 RAbh 5l DHHEE 108l Lito

2. HP LCEfF&Eoks

2—1. LC#H#7sDER
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Zipax SAX,Permarhase ODS ,PSG—100 A &4 + v, #EsRE» 54T
DR EEL AN, FHHE, BHERZ O/ TP SG— 100 BER TV,
2—2. F x V7 RO
BOBA5/—nic) VA V9 A, EDTAEMASE LIckD €—2 DBRAER A D,
TV e BERAOI LN TEE, By K—24 2/ —n @i, PSG—100#7 4T
1220 S ERERIMT S L 25 200Gkl ondid, 80FA2/—A kL, E6iC,
SRR E 8 0 F 2 5 7/ —ATHS Z L BBETH oo '
2—3 HMEBHROFIE
OTC, TC, CTCH 270, 370nm fHECEVWEREHERS Y, S+ ¥ 7 —HOER
FELITHRNED 7 F BLIUFBEEER R BETH oo R-oTHHEEREELT, 210
nm, 370 nm CFEEAFEATETHSH, 210NMCERET ABEL 92 75 VIR
M TV L S s e~ 7720888, T2 CREBERIE M nmE L, L L
ZAL, BRECHRHENABECE 20 nmOEREAVWC LY ERZAEE TS Z L3
BETH olo

Tab.2 UV-VIS Absorption Data of
Tetracyclines
OTC
OTC TC CTC 9
I i [ I I i g TC
& g
i S
thax 360 262 362 22 sw 215 & | B cre
(nm ) u @
[ )
o £
M al
o
4]
L [ —
fhax 13 14 14 13 L1 12
(X109 T T T
0 3 10 Rv ml
measured in 80 Z—methanol ( 0.001M EDTA, Fig.l High pressure liquid chromatoqram
0.004M potassium phosphate ) . of tetracyclines in beef extract.
I B B &

05~10ppmOEERE W u L TEALLBE, U —/BICLSERTHERE CWSEALRKBR X
DHIEC no AR S5 M EFLERHRRE N,
4 Finlans
4py, Be, BA, 7Vl ppmifNE00OTC, TC, CTC#HRMLTEREER YT »
ta:azw~%%®@m$fﬁn\it?ﬁ@m$u49%?&oto:naoﬁ&%%ﬁw;
S5THeMT LI 2 ) VEOK, HEBEOBRER L EFThERURHELELBND,
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: Tah. 3. Recoveries of Tetracyclines from
200 A Fortified Meats and F ish

otc (lppm)
Recovery (%)

= 1
E “ Samele  gr¢ T 1c CTC
" .
g 1% Beef 48 50 43
$
L [ Pork 58 44 29
- .
§ Chicken 51 60 31

T Fish 61 — 63

0 5 10 ppn _

Fig .2 Calibrafion curve of tetracyclines
by HPLC.

5B B OMm &

ZRAETOHE SN TV 4H, BA. Bl 7 0H 2 0B SW TRERE ST ok &
ZTA WIFho#E»PB4 0TC, TC, CTC ittt s h iz ofte LML AKL, 7 ¥4
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T 184 b 22 #:(12.0 D 4 10 14 12
%), 104 5o 251 it 8 22| 47| 45 17 7
AT# (187 %), 105 Ao ARBH | 107 | 184 | 251 1 161 249 | 19

B 161 {4 45 # (28.0%),

105 BORG A9 b 174 (347%), 107 BORA TR 198 TH (368 2k v, —iRH

HHEVBEVAREERBREEE Lo TV, EFBERRBVT PV THRAKROEENE SR SRk,
2. B. cereus D& ALFMHER

| AFEES» b RMSN B, cereus 143 Bk oW, WERE, VPRIG, 7V AT v ¥
Yo = vIEHRE, B SHE, RRERTE, ¥ v SRk, RESBIETREL LR

BEeg 3) kil '

#£3) B.cereus 0&{bEaoER  (#F)

MERE |s=vEE | VPRIG | B B |[RRESET | vvv | RO%
+ |-+ |-+ |=-]+|=-]+]|-]+]=1|+]-
A | 20| of z0] of zo| of 1o| 10| 17| 3| 3| 17| 1| 19
B | 27| o| 27y o| 27| ol 14| 13| 22| 5| 6| 21| 2| 25
c | s6| o| sel 0| sel of s2| 24| 46| 10| 7| .48] 6| 50
p | ao| o s0| o| 40i o 9| 31| sa| 6| 1| zel of 40
143] o|143| o0|143] o} 65| 78{119| 24| 17|126] 9|134

o ORETR, TREE, VPRG, BHSFES2TRET, 7 ) AT v 2 V07 = /]
R, RMAETIE, FR MR B & DL Tn oD —F, SILbRBETRR -
R ERE LTV 5D

B H5SERH LR BT, IERE VPEIE 20 A7 vy 0s = vRERAES
BSL 7 Bl < CHBIE T oo BBARE, WREREE, +) o SR, RESRE
RERCEDHRLTEY, 44835, B. cereus R oW Tk, SN T HLEYRHS
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L83,

TEEEOERCONWTEL TR OBERAMENLT S 4, DESOFESN: 4 0 EHROR
oML (775 Z)BETH D, BOoRED 50 FHEEETIE 40 ~50 Z0BEETH
ofte #Y ¥y FREZ OV TS DES» L0 HROBEEN 9.5Z L, fio R HRT S EEk
I HRTEWETH oice
3. A bsiERic ko A5 HE

#E T, BFEEFAGED B, cereus DRIz oW T, B 5B, BEBREETHE, RES
fREEIC X > THHETR 57 L X5, MBEETECZEEOB L, SHERLBEORHONWT
N BB S e LREL TV oD

EEOMRSETR R, # ) ERLEZLIC ] 0EHcBER s, TEEED S b,
BHGRE, Y v FRIE, RESHES ST s Bk o Bk 143 EED 66 Bk (46.2%)
RS HELEED TWic, RWT, + 0 v 5t REFEESEEOBEKR B K (245 2),
REFEEOHERORE 158K (1058 L v s RETH oo —H, BISHAEFT T &%
U B. cereus SR Y Bbh & A 7 90 6 5L K ABHORRI > TORED OH,
B S MES MO BRREEEOEREELCERLTVW3Z NS, BRELOMKLFLIES
by, BEOHTR B0 B, T8 - 38 - 1| 0BoBEKRS G FEAREOERC—FKT S
DL EbNS,

BRAScEh ThoMic BT sHko bt s RAG T L, THEBET b OTHR,
ABMEOER 20 b 94k (45% ) , BEOEK 2T HF 125 (444 %), CHROBEKS 6k
16Kk (339 %) DR A0HD 64 (65%) TH oo SMIETS S O CH2D
OIBEORT, 1 0BEETSSOIARGLOBK 1K, CHrLOFEE2E. DENLOE
BEMTH oo Xy 2HFACEDL o 3HEET S8 0TR, A 50 b Dk 34k (15 %),
BERLOED 48R (148%), CE 008021 # (375%), DErODH O THRALEE)
EWSRETH o720

#4) HfbmERc LSBH 0B

R B o1 2 3 4 5 6 7 ) g | 10
5B #H R sl + !+ + |+ |+ + |+ + |+
PIAFyEvR = B | 4+ | |+ | |+ |+ |+ + |+ | F
\ P Ira s+ + i+ ]+ + ]+ |+ |+ + |+
B # v gl + |+ + |+ | |+ - =-1-1-
¥ B % B2 == | +|+ |+ - -] -|+|-]-1=
LA B T D R Bt i B e e e I e M
R E a3 ml -+ -]+ -] | -1 =1+ -
A B 3 2 3 2 9 1
B ® 6 4 3 1|12 1

e c ® 5| 121 1| 2| 2|19| 1] 2
D B 1 7 1 26

| 15 31 35| 1 8 3|66 1 3 8
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& H Y IS

FEORBE, RFETFYOLDO—FE LTEEL ALOMERELTE 2T o, RAH
CRET S AHBRMEC Lo WAREENICS S, TOFHOLDCEE SERRD M3
ENTVS, TOL S RHBOFT, ThETRAOKIMEL LT, FREEELTHLNT
W B.cereus 6 BEFERER L L THEA SR TERL, ERRTTRATHERELEL TOB.—~
cereus EBEH IR TWAEVWSE, XKEFTFT2RCHELT, KHTEERFER: BbhsRHE
HABPHFEEHTWS,

ED L5k, B. cereus #EE  Bbh 3 RFERAORES, FBOREUSIEISnE
TR £ LTI S TR0 5 4 H, A0S BARI BY S FHRIS BREONE,
XS AhEREELE L TOB. cereus €D D ORISR, EhEFHOBAr s RELE
LY ERETHOLEDNS, TOLIAFHRT, BELLOESMS AFETFHo—BLrsT L
LES OTHEBo |

X ik

1) WWPESs s REAFER 13, 143, 1978

D W B RABEWER, 28—1, 11, 1977

3) F e ;REHE. ,19-1, 98, 1978

4) HRBES ; () BARRTEE¥EE B EEREFS. RRERSE, 42, 1970
5 MNBAS ; &Mk, ,20—6, 431, 1979
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TROBREL 7o &y ADKEE I OV

B 8 | — B #F %
W FEF UL oR m oW
i & £ #M & K &

% =
Staphylococcus aureus O BHARBEND | >Tho=v7rm tx>v (ET)H, Ch
étFﬁﬁ%&#tﬂﬂTébkmiD\ﬁ&&i&?%ﬁ¢%%ib\?Fﬁﬂgﬁ¢§ﬁ$
CREAPEO I SL LTHEILEN TV S, ETHREE CRA~ED s BEABE L TR,
ET&EE&%E#%ﬁEﬁ&<mw6nrméo%:v‘ETﬁmmﬁtgrusﬁﬁmET
CEANZAMERAETSH ), ThofnNBOFHCREENEL LT ETOBNMRITR L
7800 D gek, EToMMIR, ETOBERAIICE »ThBAES5, SrnBloAR
HBELDEL ShTEko SER4E, 2 LOEHEHEFHENRLL T, REtHEn
BB BPETEEEFBE L SN TOSETARKML, BHECRMFDFRET oD

THRET S,

i

BERUFE
TEfE#k] ETAEARY L € Staphylococcus aureus FR I — 722 % vz, = O Elkix

KRR ARE LTI LD 358 S0k 60T, 5 BRTHLCRELCE, 1 0H0

28 =~ OWTETELEYH~, ELEoH s r=—2RAuvi,

FETEAREL] 48 Vo8scssanos D&MV, 3 #NZ—amine, tyneA (She

ffield Chemical), 3 $H VA7 b v (KAELHME), 00014 == 7§, 0.00005%1%

MFr7 3 vESDEBEPHOS KHEL CAVE,

Mgahtk]  EESStE 1000 w32, 2405000 s ARESA A<V HHEL, 121 CBY

WE L7 #5ic, o5 U R 20 st BEEE —B 37 CiR L 5 BB L fe 27 % Ceed C—

ulture &L, 1 SEBEL 28, BREIT COERBRT /3 F v 7 AX—5—% BT

BRL

FETAORE]  SEREE 8000 rpm, 20 FHELL, £0 EEEHAMEL UCFigl) R

L@l P ok &k D REL

FA4vZs v~ #5714+ —] SP—Sephadex C—25 (Pharmacia Fine Chemicals)#t

0.01M NazHPO,—NaH, PO, buffer (PB) PH5.7 CE#§{tLx % ®, DEAE — Sehadex
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A—25 (Pharmachia Fine Chemicals) i 0.025M G lycine—NaOH buffer. (GBYPH 95
COEEELA S O Vi,
r#ajFfg ) Sephadex G—75 (Pharmacia Fine chemicals )# 0.05M PB PH 6.3TiE#
. éffﬂ?v‘to ‘ ' ‘ - Culture Swupernatant '
[Reference ETA# L UM ETAl Ref-— adjusted to PH5.7 with 6NHCI
erence ETARTHE TA W h $ kIR di luted with 5 volumes of water
added with SP—Sephadex C—25
R BREERET LV SE 2RI LD
- oy wFh b EEWisconsin KEMS . Chromatography on SP—Séphadex C—25
" Bergdoll FEPETARUHETALD Colurmin size : 25 X 30 cn
s ‘ . 600s¢ of 0.01M PB.PH5.7+600 af
Fzv-7godel WHEAROE7 77 of 0.IMPB.PH 7.5
Y avwDE vAsEE, Loy Of—
Folin K51z & 0 HIEL 7o
TETAOMKER] HHEEOCETAZ, ¥

~ .
Chromatography on DEAE—Sephadex A—25

Column size : 1.5 X2Tcm -
. o o eluted in linear gradient with
YA REORNE—IERLETF 7Y 300mé of 0.025MG B.PH9.54 300 af

2 VIE2WT, 1 0ERRLES DEHE of 0.2M Nacl in 0.05MGB PH9.5

- ¥ L, Ouchtelowy iz kaM icro slide

¥ .
0 Gel filtration on Sephadex G—75
GeldiffusionT™ */ |, HEFOBEIZ LY ‘

Column size ¢ 32X 100w
BERL 7o eluted with 1.0MNacl in 0.05MPB.
FmEoER] BMETA% Shinagawa PH6.8 o

6D oFmic kv, FEeEo<, ETA  Fig L Purification procedure for ETA
109 % Freunds adjubant & 3t RS L. 10 EE#EIKC adjubant 7z L CEMEFLIERL
ko . i ’ ’

# B

SR T H 5 R ER, PHT.6~78%FRL, ETAR®Micro slide gel diffusion ¢
BIEL o5, 8~164f /nlCh ol, £k 6N-HCL CPHSTIZHEL , HBATHS
B HRL 7o

i 0.0IM PB.PHS.T TFHE{LL % SP—Sephadex C—25% » 7 A%HR 3 X 30 o Bk,
#WBMERCTH < RAL, ETARBHESE, §3 0 5HHEL, %A SP-Sephadex C—
9% #EH, » 7 AkED, 0.0IM PB, PH5T 2 —7#y 1000 a3l . FMWHAZRAL, 001
M PB.PHS57 500 £k 0.IM PB.PH7.5 500 #{k® linear gradient elution #77v, ETA
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0.6

Concentracion
0.5 of Rrotein

g T ETA (X10)
54t
oo
[E»]
[
~ 0.3t \
8 \
g ozt \
1)
3 \
=]
< 01} . x

10 2 30 20 - 50 80  Fruction number

Fig 2. Chromatography of ETA on SP—Sephadex C—25

777 vavavis—EHWERLE, MERFig2) OBV THS, RicE VA2 REO
fHEBWZ 57 Y2 vEEThETh 1 08FERL, HIETA L@ Slidegel diffusion #EML

BRSOWRATERENL 7 57 ¥ 2 V24D, #EYIE ( 24,/ 32 Visking Company) & %>
®, 0.025M GB.PH5 T1H®kY 108~ 2054 BHBERL 2, 0.025M GB.PH.5

TR&LL x DEAE—
S ephadex A—25 (Col—

umnsize 1.5X2 Tem) iz -

BE s¢, 0.025M GB.
PH 9.5 # 2002 CHEV,

#&iz 0.025M GB ., PH95
250m¢ & 0.2M Nacl 1n

0.0:M GB.PH®25 250
nft @ Linear gradient
elution #77v», ETA

PHHL, FOBER
Figdka+AVITHo,

Absorbance (750 nm )

057
— Sesmiption
047
TUS ETA (X10)
- 037
0.2¢ \
0.1 \
. Ny 1 t
10 20 30

4 50
Fruction number
Fig 3. Chromatography of ETA on DEAE—Sephadex A—25

SP—Sephadex C—2 b D& L FHEic Slide gel diffusion 17w, 10 BEF R CHEEATER
ENTe 757y 2 vikEd, BFEGCHREERL -, BEESRLETA% 1.0M Nacl nPB.PH
6.85 mEic BSMEL . Sephadex G- i X @ ¥ VP2 T o/ Figd iRl ek 52y, ETAR
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B~ Peak wREL, floPeak it ETARZBD6NAEH o720

 Th##META

¥ Ly 20id/m T — Conecentration
% 2 #£:Freund’s 0.6 1 ‘ |
adjubant Za% Y ETA (X10)
et 6D opmc E %51 '

X o, s KHE 5 0.4 - :

(W0) DRI .gos- B

LT, 3EOER & :

c1atFo ET 2 02

TIARS T §§ .

EAEAL 7o s \\LWMJ/N\\\

Table 1059, , \% , - ‘
6 38 6 2 & Bkl 10 20 30 0 50 prection
D ERERD B . Fig 4 Gel filtration of ETA on Sephadex Gf—75

Table 1. Development of anti—ETA in rabbit

779 iAokl 0EEBIR, i mmuni zed

TPast Vb RLTIRI A Rabbit Period -in weeks
ETAlszEmAREL & o 1 2 3 4 5 6-7.8 9 10 1
BegfL, HARBROR RIL — — — — — 1 2 2 2 2 16
BHIEZ 16 52 5 R21ETH RZ — — — — — 1.1 2 2 2 3
=7o R3 — - — — — 1 1 2 2 2 16

% &

RE, 7 FyRERPBORER. FRARL bUFCBEHE» 64807 FyREZAHL,
COENaT 77 -EBEOBACEENTEY, 7 FYRESREShanBa, BRER,
ﬁﬁ%ﬁfFvﬁﬁﬁ*%&ﬁ&bTWf%ﬁE$%&ﬁ%énTm50:?{5—%%&@7
KRB BRRICES FHLTE D Va7 75 — 2Bk & E TEABELT L 6 —&L AV,
‘Ehil 7 FUREATEOREIL b 2T, DELE T FYREETREEELFARSZ L
BETHS, Ko 7 FOBRBRSRETE R0 AFECY, RATOE T BERBTLERER
WEET 52 LHHES, BEOE,HS4E, ETAOBURFRNBEOFRZT by Th
S8, REETHEHIZ, ETRELREZHAY, FREELACARERTI I Ll (X
NTEeo B4R, HENELOSOB LI, FZL(ELOBEVALBNT, bTh2 ¢
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DPRERERE, = FEF 22
AR—7 5 T MBS
&7, # 16000 ~ 32000 24
DETA%ES X4/, Sephadex
G—T5k X % Gel filtration®
#®, BonHHET AR 800
~ 160029 T D, ENRZH5
LLHEE SN, BRETAR,

Fig sicimt ko, Crude i _ £ u
T b Figure Micro slide gel.cliffusion of ETA and
ETA (5% E# ) & Reference Crude ETA against an anti serum

ETARHUT, B0kl toward ETA.

B EHEL, A—ofiFR*ET 8o, Z0Z ki, BB #ErEL AV
BTt ETHBEEO I r=—2 A, PECEEREENECL -0 @) b 0 HETE
FETORBEE TG L Ebhd, JUNEOIEME, Shimgawa 5208 BOET 0, %
FREDPEAAGFNES LHEL TR Y, Shimgawa HOBEORVEELELEZA, 16~32
O DME BT & RMHHE bR, ' |

CRUDE ETA

E F
SEOETAOEREFRaEOFRicbicd, ETAEEHE, M E TAMES X ¥ Reference
ETA#545 &80, BErdir JHEARZBY L r KEMIAREE AT A5 EESHTR
T BB L ET, '

X iy

1) /pmEER, ; BRMESMEE, 33, 6, 743, 1978

2) SN ; EBER. HoXx" ; B AREHESHEE, 30, 6, 683, 1975

3) HH B, ABES; RAHOER®K, 95, 1977

4) R.W,Bemet , F .Mcclure; J .A.O.Anal .Chem.59, 594, 1975

5) Shinagawa ,K. , Ishibashi ,M. , Yamamoto ,H. ,Kunita ,N., Hisa,K., and Saka—
guchi,G. ;A Vc‘:onsider ration to immune does of staphylococcal enterotoxin B to
rabbits . Jap . J .Med .Sci .Biol . ,27, 309, 1974

6) AFLET, HHEER, BE B; ERKE, 22, 7, 703, 1978

T FWR, E+EEX, BH, HRGE; ASHELEE. 13, 6, 549, 1972

8 IUR ; ALMEEME, 29, 2, 329, 1974

D BIHR. BRES, ABIERE ; KRNI ARBGENRFTHRREANBER 4, 97, 1973
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7 RO NREAPEPH~DO—EBEK .
REHME I VO a e rvREoz 7o b vEANE

H #F
TN
*

E E
B B
_H
it
9
o B

& B
REECBG S 7 ¥ RBRAPEOREBELED THS , MEERFED > THEE TV oF
:&%ui%n%oolorﬁaoﬁ$,%@%Eﬁmﬁﬁs1@&&%&5?ur&k@ot:
Ee B0 A ead ERCBOERE S BRNL, —HICRESTR ERERV O, ERF
HOFREZ A HEY FYREPEBRRCEL AL, RENOFRORESHZV LI BB
LB DLELOND, TITRAE, 7 FYRERTPHETFIHCHE - Tk, ZRPHEOHED
ﬁ@%ﬁ&énfwaivfnb#vvﬁomT%ﬁﬁﬂk%%#BDﬁ%ﬁw1ﬂ&énrw

BBV TORTRESLEL Ex, ARHEKEK. 7 VYREZERL Ui SRR HER
ﬁ(%7Fvﬁﬁﬁ*ﬁmﬁﬁ)ﬁvaWﬁﬁtﬁﬁtTém&ﬁ%Em%&(Eﬁm%ﬁ)
KonTEy b e b F oy v EEREREL, STOMRE L0 TRET 5, o

HEHROHE . - P
Fasek] BT 6 REFRNELL, FUY 1T H# TRK 484, « V58 1456, BREAR
319 f, +5 4 244k, A 28O 1,435 R REL, PEENRE Y ¥ v REE EAEHK

kL T

' -, 4% NZ—amine broth
Ea L‘fﬁﬁﬁ*ﬁﬂiﬂ%ﬁ_l %f?%ﬁfﬁw‘*ﬁ*ﬁﬁﬁk- . S;F'C

. 1 s.:
131!"(\ fetk, WEARER, RFBHKe 7Y *%EE%EE shaking culture
gEHLA Y &ﬁﬁﬁ"l’%ﬂ*@ﬁéﬂt%ﬁ]k 3T, EEE ‘
© 8000 rpm. centrifuge

nrﬁe#rvﬁ%&ﬁ%%ﬁabto | :

Sﬁpematant

(E& R B3k ek ﬁﬁ*ﬁﬁxﬂﬁg\&mﬁﬁﬁﬁﬁ%Om
it s S SREh RO 7 P OREE EREER L Uik, . Micro slide gel diffusion
M, OB RE L ST HEBPTRE. KTEILRRE W & Fig.1. Isolation procedure
DA ShEEE THS. . | for S aureus
Fz/rn&*//ﬁﬁJ hglkﬁfﬁﬁklv%mbko _

| fReferencl enterotoxinRUf OHMBE O EB)  Referencl mterotoxm&()ﬁlf&?ﬁiﬂ:‘ AR
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ONWTHRYUFCHEMR T 248 L T imFEx, B.C.D.E oW THXKEMNTIARSE
EREHFLVGE AN OEHEBHL, 1~2 26/ OBMEECHBELERAL -,

# B
H£EERN LD, WA ¥ o ERER Table L. Recovery of S, aureus from foods
HRR#Ix Table LitR L co 24T, Recovery
1,435 ®fAb 11THfk L D BT Ny Specimen Numbor of 5. aureus @
samples positive
RErlEh (824, #0515,
Luncheon 771 738 9.5
I vFE(166%) , +3F (16.7%)
. "Tofu™ 148 i1 7.4
PHBHBEHRELE? o7z BHAR
Minced meat 145 24 16,6
(L32) BERTH oo THIZHH
Frozen foods 319 - 4 1.3
HRBHEBEHE L e, EEHRES
_ Salad 24 4 167
BofzER{ARTHY, BPERE
?Sushi ” 28 1 3.6
DPHECERTHI LB
Total 1435 117 8.2
Do Eie, HHL Y (9.54)73 Kk,

TH(T.4%) 1 18, A (36%) 1 BEEHES LA, KIC, FEHERP B Bk~
vFe b FYVEEEEBAERTable 2mRT X S & 117 Bkh 5 9 BN = v
Fr bR UEE (504%) Thate FRADHETHEELERASH, HU A YAFEZTI

Bk 4 OBk (6T.1%) R=vFe
Table 2. Enterotoxin production of S. aureus
PR VYEELELERTD oM, BAEY isolated from foods

FyRE RN EREEShE § , Number of Enterotoxin
Specimen strains production A
YFRBEE ( 202%), 5 FEER
Luncheon 73 49 671
B (25%) gitEmmERTH v, Ak —
Tofu ‘11 2 182
Cr—7HFHR(182%) LD L,
Minced meat 24 7 292
BHEAESHRFERY A »HER» 61
Frozen foods 4 0 0.0
Eéﬁiﬁgb B LI a¥to 2‘5“:3[57' K
Salad 4 1 250
o R A R RO B R d ki - "
Sushi 1 0 0.0
DWTO= VYT e b vEEMERRD
Total 117 59 50.4
W ERE Table 3 iR/ L o

7 Yo RERFHESERE (T.1%) 2HERZ O, Bk (65.3%) i 49 Wtkd 32 8

BREBRTH 72, Bio=vie b+ vEEHRED ShEEKC 2T, #hThoBz #~

bz z, Table 4R+ BY T ofro 25T, 2B BBEIOKE (2074), AR T
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(185%) . D15 Table 3. Enterotoxin production of S. aureus isplated from
non— staphylococcal food poisaing and clinical
¥#(163%), BDH spacimen

128 (13%) D 4% Source I;J;.';llb:g of Enterotoxin production ()
BEL BERE LD -
Non—staphy lococcal 14 1 7.1

oo BT DE 448 food poisoning
B 43#% B,DE» | Clinical specimens 49 32 65.3
£<\ LFAB?2 6 4%,
CHI St ERSHCH e HEMCEENERCRE ST, AFEKEDE 1 4
¥ (237%) . AR 138 (224), BE (153%) BIUBDETH (119%), 37 FoBE
| gehsd Rt BE LB, €U CHRER BB T BE 0 4 (2812 ) , BDESH(156%)
AB4#(1258) BXUBCDE 4B (1252 ) Th ot

Table 4 E nterotoxin type S.aureus isolated from various source

. Number of Enterotoxin type
Source strains AB AC
; J_AABAE:ADBBCBCDBDCCDDCEDE AE BE DE
" Foods 59 13 2 0 3 9 1 2 7 2 4 14 1 1 0 0-0
Nm—staﬂﬂlo— ‘ .
coccal food - 1- ¢ ¢ 0 0 l-0 06 0 0 0 O 0 0 0 0 0
poisoning
C linical o '
Speci mens 32 ‘40019145211_,00111
Total 92 17 2 0 4 19 2 6 12 4 5 15 1 1 1 1 1
x B

L AR GORET Y RE SR 1, 435 ikt 117 Bl (82%) T» oo ZhEAN 5D
DHEC A LHHECFEETH 20 0T LRRASRAHERERSCEL T 0017ER
EMRELEE LT 5 L R S, RATE RSOMD BV SORNK ESRHEHLS% 5
i 100 I FOBBTE A & - BACRE R BRI C B ~ 8 E O B
KMAB DT, St WEY Ko RECR T, RTBERELNRE L ARORES bi
o TH, TORGRIE DO TRNT 5 R8RS 5 LE R b, HRBIZ2V T, BERAR,
A CRERRAN, 10 AL 5% VEEAERELAT, BICHEED £F U< HRL B
L RBIEDVTE, BASBELTYED L Sk, B4 IFEr B s R4oRED CaRe
FoREOSHRIZ 4 3 3 Th o7 Tk EEREBERIE O, RO NEEESD LEL
CKARBELETEREIVDOLELOND, RIC, BAMBKEO=vF = b vEEHR, £
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DFERE EREEELZERR BN, D), L AUMFEHRE6TILLERTCh ok, B
7FOREO= V78 b r v v EEES XF Ao TR 220 6 omss s 5,
FRPRTFHO R 06 BRRFEE L VDU AR BV TEERENRRONA D 2k, 4%
ETORAEY VORRAZ =V Ta bt & Y VEEREET 32EN, FRARHETCENS >ORAYE
MEV SREHRB LM ENSXETHS 5, HK, 7 ¥y REABEFHO 1oL LT, AR
ADFHROMCBME» SOFRIBHEINTE R, TITSERAERBFHKIC>0T, F0o=
viw b vEEEERN EDS, B3 v T e by v VELR RO, T O LG
PFED1I22LT, L rORBEBEELR DO THIZLEBRABLE, ¥, SERETHL -
BHFRREO =T e b+ vHCHEEH, 7V vREATEORENANNENE SN T
B0 SEOBELRS L ABRELT 5HH (AB - ADSHEREE A1) X2 64 (2839
Tholco KLy REHKEETEDENS, LEKAKGE O BES SN badiled o
BHELTWB RS, =v7e b ¥ v YOEEFHPREIC=VT 7 b2 v vEILBNTERS
ZOTREZVWIEHEEIND, Do b, BEA7VvREO=vF e b+ o vEEER
R ERBRENAEA bR VBN S, Kz v T e by EBEE AT ) L ah
THEDY, XBFETFHCR, RAT FvREORR~OFBREHIET 52 bk, BUFARB ToH
ﬁ&mi%a:kGZﬁ&#k,?v%nbfvvﬁéﬁawﬁﬁﬁmaﬁ&ﬂﬂﬁmiﬁ%o
{LEBE, HHLAK ST ~BOEEEHY, 2R o222 TEARRBREB L UVBRAELE~D
B HEREEH s LBFETH 5 EbN 3,

E B
EHEEZEETS5CH Y. R eference enterotoxin BRIUFH enterotoxin@f}%-é%ﬁ
% LA RRFILARBETET EREERBNTALE, X, BREEFOFTELFHTELER
B X 51 HERRAT W R A K B BBy AL E T,

3 B

1) BEEREEHERAREERE B 1F2FAPEESHR 12, 1978
2) mNIBAL ; RIEFLARFEEFRT, RREEE 4. 97, 1973

3) ¥HEFE—5  EREHEFRTFESR 13, 131, 1979

4) KE S ; ZIREHEWRTFESHR 9, 84, 1974

5) MERFERE & ; AKMIEFHMEE 29, 3, 323, 1974

6) FIl R BRRAMEE, BABE, 75, 1979
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