unn 2

FBn1sNAaRs
2.1 ailnseinldlunmaaa
alnsol UFEN |
- Gas chromatography-mass spectromster Shimadzu Japan

'a:'u GC - MS - QP 20004
- Infrared spectrophotometer ’g"‘u 510 FT-IR spectrometer Nicolet
- Nuclear magnetic resonance spectra Hitachi

14 R-1500 spectrometer( "H-NMR, 60MHz)

= 2 - 9 .
- wAsasrzmene iR N ARAN Biichi rotavapour
W ATRITAVATEN 4 AWMU Percica 205 A
- LAFBILA (blender) National

o A
- HDIN (autocave)

®

=f ar <

NNNEWE AN1ITIBILATRI GC-MS PlFHA
lon source: lonization method  El

lonization voltage 70 eV.

Temperature 250 °C.

Analyzer Hyperbolic quadrupole
Sample inlet; Split time (.50 min

Carrier gas He 0.8 kgf’cm2
Column: Type DB-1{100% Dimethylpolysiloxane)J&W 122-1032

Length 30 m.

1D 0.25 mm.

Film thickness 0.25 um.
Temperature ('C); Injector 240

Detector 280

initial temp. 120

Initial time 3 min.

Rate 15°C / min.

Final temp. 240

Final time 10 min.
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22 d@swalifldlunisnaaas
agLAd
- Ethanol 95%
- Acetic anhydride
- Acetone
- Benzaldehyde
- Benzoyl peroxide
- p—Cresol
- Dichioromethane
- Ethyl-magnesium bromide (3 M.)
- Hexane
- 4-Hydroxybenzaldehyde
- Methanol
- Chloroform
- Ethyl acetate
- N — bromosuccinamide
- Diethyl ether dry Fagl sodium wire
- Silica gel 60 for column
- Silica gel 60 G for TLC
- sodium sulfate anhydrous
- Sodium hydrogen carbonate
- Sulfuric acid
- Potassium carbonate
- Magnesium sulfate
- Nitrogen gas
- Dry ice
- naju (Agar)
- el
-9

- 11837 Cladosporium cladosporioides

15HN
Tsaausegen
Merck Germany
J.T. Baker

Merck Germany
Solvay

Fluka

Merck Germany
Merck Germany

E — Merck Germany

Merck Germany

Merck Germany
Merck Germany
Merck éermany
Carlo Erba Reagenti

Fluka

TNy
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2.3 Aan1snnaad

2.3.1 NFLAFANAT 1-ethybenzyl acetate e

11 EtMgBr (20 ml; 0.06 mol.) 14 dry ether(3m!.)‘1ﬁad1uﬂmﬁunﬁﬂ At
N, (g) auugl -15°C B4 -5°C uauibin benzaldehyde (6.1? g :0.058 mol.) 1u
dry ether (3.3 mi) aslal Fwlelldanmgiiu -5 °C AursaalIaszins 1 dalus udin
L'tqma‘ﬂzmﬂﬁ"l,é’miuﬁﬁLz.%a't(ju (26 g.) WhemNTuRNaITazany 15% H, S0O,(9.8 ml)
LLEIﬂL’B’l%u‘li’! uaz ether aanannAulARINGIILEN AN Potassium carbornate 0.3 g
farndntnaanann ether finy neaan K,CO, unzszine solvent 880 Azld 401 (42)
(5.98 g; 75.8%) mnﬁ’uﬁqmamﬁ’msﬁﬁi@iwﬁqlﬁu?egwﬁu‘[maw TLC (silica 60 G) uaz
column chromatography (silica 60 for column) Taald  developing solvent AR
hexane : ethyl acetate dm9491  80:20 dngnsinenld unsmvenan solvent aENUAY
sliAemsflaamaiia IR, NMR uay CG/MS (agilfl 2.1, 2.2, 2.3, 2.4 WAZAYINT 2.1)
I#ans (42) 598 g |

=01 %vield wwminfilia3e X 100 dwinAlaasa X 100
U %yie _

i

F1u0uTua1eE 3@ X uraluanaansuanitd

o
3
]
=
2
b
Bﬂ
=
a2
%ﬁ
$f
>
Lo
1
-
[
a3

75.8%

i

U@13 (42) 1 (5.98 g ; 0.044 mol.) Lag pyridine (16 ml) 1dadlis erlenmeyer
flask udntlaqn uazld acetic anhydride (16 mi) naupadld (Manin acetic
anhydride 15 wafl ) Aaumaamaaldinalunisaudszann 6-8 Falue thansazaned
¥ wwmestihude 50 g Fuenasll 80 mi. uamiAn CH,CI, 50 mi. Aauusnanda
CH,Cl, aBnyA &raaenin, 5% H,SO, way A9AZANEANATEY NaHCO, wans e
uazmudeEtnawiunans Thasazanemas CH,CL, nwinliwke Taeld Mgso, was
n384i@1 MgSo, aan ndemiuszmeial CH,Cl, aenFANAUAT Thudafaueildn
ﬁﬂﬁﬁ?ﬁqwﬁu‘imﬂﬁmﬂﬁﬂ TLC (silica 60 G) Feufuaededl wazmedia column
chromatography Tael#saaduie siica 60 for column uazld developing solvent AB
hexane : ethyl acetate &m3182u 80 : 20 Famunsinald TLC siansfuenld 7.02 g.
(89.6%) 3vnnsiiaseilag IR, NMR uas GC /MS \duadugd 2.5, 26, 2.7, 2.8

WAZAI39T 2.2 @1 idAe ang (38)
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1 by
YRR IRINANARTBIENT (38) LHlaWeLAINANIFIF benzaldehyde

azld % vield total = 68.0 %

of ' <
AN 2.1 WARIARNITILASIZUENT (42)

Hh
Hr

/Ha

0 Hc He

C—C—(C—H
wo |

Hh LM Hg
Hh
(42)
IR (% max ) 3370 cm”’ , O-H stretching
Neat 2971 cm’”’ , C-H stretching
NaCl cell 1446 cm”’ , aromatic C=C stretching
NMR (ppm.) 7.305-7.920 ,m § 5H, Hh.
lucoc, 0.762-1.299 ,m #{ 3H, He, Hf, Hg
TMS il 1.650-1.885 ,m & 2H, Hc, Hd
internal 2383 ,S# 1H, Ha
reference 3.398 ,m i 1H, Hb
MS ,m/z 136(10.3%) [M] ", 118(1.08%) [M = H,01", 107(100%),
(Intensity|79(100%), 77(89.7%), 51(46.5%), 39(2504%)
70eV.)
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ANT199 2.2 Ltamuamﬁmﬂsﬁm'a‘ (38)

0
N
C—C—Hb
S
0 Hb
Ha Hd He
T
N < e
Hc  Hd He
Ha Ha
38
L (38)
(38)
-1 '
IR (\TMax) 293% cm , C-H stretching
Neat 1731 cm™’, O=C-0 stretching
NaCl cell 1350 cm ', C-H bending
1250 cm™', C-O stretching
NMR{(ppm.)|72-77,S8 § 5 H, Ha
lucoel, 54 -58,m & 1 H, Hc
dTMsitlu 20-22,8 83 H, Hb
internal 14 - 20, m d 2 H , Hd
reference 06 -1.0, t i 3 H , He
MS , m/z 178(7.57%)M]", 149(16.8%)[M-C,H.]", 136(30.8%),
(intensity| 117(42.2%), 107(85.9%), 91(42.2%), 77(32.4%),
70 eV.) 51(23.8%), 43(100%)
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232 nISAIENEANS 1-acetoxy-4-propytbenzyl acetate (35)""

W1 EtMgBr (25 ml ; 0.075 mok) T dry ether (4 ml.) a1 ldulreAdLAN
'fqmnﬁﬁ'ﬁhﬂﬁtﬁu -5 °C. \@iN 4 — hydroxy benzaldehyde (4.25 g. ; 0.035 mot.) lu
dry ether ( 2 ml.) aslUlu Grignard reagent auldidnfuthuaan 1 dnTueriemans
azanefilduuiidaun Raansazant 15% H,S0, 16 ml. uazawlinialfiiauffsen
uenfuninuay ether eananfiy g ether unld K,CO, 0.5 g Lﬁ@@mﬁmmmmm
K,CO, 28N NATRZAENILINE solvent aan mﬂ'&uﬁqﬁqNamﬁmﬁﬁié’mﬁqlﬁﬁz@wﬁr
%u’imul‘iﬁ’ column chromatography (silica gel 80 for column}) uﬂzﬁmmum?ﬁﬁmms
Tne/149 TLC (silica gel 60 G) daatnaneildfie hexane - ethyl acetate 8R$1871 80 : 20
dnansnenlduiazdaniine R maafuunslidiety  ddldurldans (43) 048 g.
( 9.02%) GeamhlUfiassilng IR, NMR uaz GG / MS (ggUfl 2.9, 2.10, 2,11, 2.12
LLazmi"Nﬁ 2.3) ﬂﬁ\‘lﬁ’]ﬂ&uﬁ’]ﬂ’]i‘ (43) 1‘71'151' (0.48 g ; 0.0032 mol.} ﬁﬁlmfglu pyridine
( 2.3 ml.) HUFNAE acetic anhydride ( 2.3 ml.) AUARAALIAIUIU 6 “ﬁl'qimﬁ@quﬁ
H¥aq anntuianstnudan 10 g. uaz@NTn 10 ml. dansazanefildinazaadae
lonaalsiisulnsagrlunsauen uanadu CHCL, aanuazdnadanin, 5% H, SO,
LLa:msazmﬂ%uﬁqmm NaHCO, wazin Fnsindmineaniaeld Mgso, waznsas a1
fuszmeiendmnazanseanneliaudus sednsueildnueniaeld TLC (silica
60 G) WAz column chromatography (silica 60 for column) Inaldszuudmnazaefe
hexane : ethyl §nsdou 80 : 20 wasRnmuarsidensdagld TLC ( SI0,) thidn
Auruenld afasoileeldnalla IR, NMR, GC/Ms (gl 2.13, 2.14, 2.15,

2.16LL@3£‘I'I§"N“7{2.4) 16a13 (35) = 0.68g. (90.0% ;0.0029 mol.)

UNTEILUG

% yield 184819 (35) WaRaUaIn@sIs 4 - hydroxy benzaldehyde ey

15a1n % yield total = 8.23 %
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FNTIEN 2.3 LARINANTISILATIZWENS (43) '

Hh
Hh

Hi — 0 h g
Hh
(43)
IR (¥ Max) 3300 cm™ , O-H stretching
Neat 2070 em’, C-H stretching
NaCl cell 1600 cm™', C=C stretching
1500 cm” , aromatic C=C stretching
1230 cm’', C-O stretching
NMR {ppm.) B.260 — 7.246 , m % 4H , Hh
lu CDCl, 4.912 ,m & 3H , Ha, Hi Waz Hb

ﬁ TMS ilu internal

reference

3.35-3.69 ,mil2H Hcuaz Hd

1.064 - 1.299 , m 8 3H , He uas Hf uag Hg

MS, m/z
(intensity 70 eV.)

152 (8.65%) [M]", 123 (100%) [M-C,H,I", 95
(49.7%), 77(42.2%), 65(38.9%), 39(53.5%)
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A15199 2.4 WARIRANSILASITRENS (35)

€ —C—Hb

AR

0 Hb

Ha Hd He

|
N

0
Tf “ He Hd  He
Hf— € —-¢—0 Ha

Hf

Ha

(39)

{intensity 70 eV.)

IR ( vMax ) 2971 cm’, C-H stretching
Neat 1753 cm™ , 0=C-0 stretching
NaCl celi 1500 ¢, aromatic C=C stretching
1370 em” , C-H bending
1200 e’ , C-O stretching
NMR (ppm.) 6.982-7.422 ,q § 4 H, Ha
Tu coal, 2285-300 , mi 1 H, Hc
# TMS T4 internal | 2.285 , s A3 H, Hf
reference 2.061 sH3H , Hb
1660-1.875, m 2 H, Hd
0.762-0.996 , t § 3 H, He
MS , m/z 236(2.17%)[M]", 194(19.56%)[M-CH,CO]",

165 (23.91%), 123(69.02%), 43{100%)
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' 2.3.3 nITLAIENEATS 4-propylbenzyl acetate (40)"*

11 p—cresol ( 2.36 g. ; 0.022 mol.) uaz pyridine ( 8 mi)ldaelu erlenmeyer
flask B acetic anhydride (8 ml) waaatll (duadin 15 W) AURARBALIAT
Dumantszunn: 6 dalue mnﬁfuﬁ'\mia:mmﬁié{mmmuuﬁmﬁqa:@ﬂﬁ 25 g.
uasiRuriadlyl 40 mi uazdadan CH,CL Tasagnlunssuanteauuanansazang
fu CHz'Cl2 aanuazdadnatin, 5% H, SO, LAz ANTRLAIEANAITEY NaHCO, wane |
aXauazmudnetinaudiunans thansazans 28 CH,CI, FEuvanstndntilon
1 MgSO, waznsad anTAEEIMELe CH,CI, aannaldnnuus ThudmSoueT
Wunusnineld TLC (silica gel 60 G) waz column chromatography (silica 60 for
column) Taeld developing solvent A& hexane : ethyl acetate 8msdIu 80 : 20
1Aan3 (44) 215 Q. (65.15%) dnaas e lduaensileedmada IR, NMR
Lz GC/ MS (gl 217, 2.18, 2.19, 2.20 LaEANINT 2.5 ) ieaniiutingns (44)
( 60 g. ; 0.040 mol) ldmlml'mf’fuﬂﬂmﬁﬁiaﬂg:ﬁu reflux condenser AN
N-bromosuccinamide (6.44 g. ; 0.0362 mol.), benzoyl peroxide (0.0536 @.) uaw
cet ( 24.0 mi)aslyd WanuFauuazinns reflux gsazareifuaan 6 - 8 ol
aziRnrsneudy thazneuilfunnsasuazdneden cCl, fou fiar 5ml. 2 Ak
RANTRTAENININITTLMELENFIN1aZABaN dhansfiliunnn  Grignard
reaction felllneld EtMgBr (12 ml.; 0.034 mol) lu ether (4 mi) winluram
Funauauna 100 ml. BNans (45) (6.23 g.;0.027 mol) 1 ether (2 ml) &3
Tuaaafunan Hnbilfgumgfiiu -5°C. Aunsemaa 1 ol thasazae
’léfmmuuﬁmﬁmu Wnansazany 15% H,50, (16 ml) anthendi uas
ether aananfulagldnmeauan win K,CO, 05 ¢ {fiafndatineanan ether
98481 K,CO, aan kdafiinisszimenaiininazaiteen Snansildunvin s
Fulneld column chromatography wazld solvent Aa hexane : ethyl acetate
Spidon 8020  tnansnldunsvwmieidainazansesn thlwnsilayld
wAsA IR, NMR &z GC/MS (@Jgﬂ‘?‘i 221,222,223, 224 LaTANINR 2.6) azld
AT (40) wiin 4.29 g. (60.25 % W uAaIN|nT (44); 0.024 mol.)
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ANSIT 2.5 WARIHANITIATIZUENT (44)

Ha Hb
Ha Ic-——Hb
P G
Hp— ¢ — C—0 Ha
| Ha
Hb
(44)
IR ( $Max) 2050 cm’' , C-H stretching
Neat 1760 cm” , O=C-O stretching
NaCl cell 1600 cm ', aromatic C=C stretching
1375cm” , C-H bending
1200 cm” , C-O stretching
NMR (ppm.) 6.875—7.256 ,H4H, Ha
lu CDCl, 2056-2329 ,H6H,HD
3 TMs iy internal
reference
MS 150(14.0%)[M]", 107(100%)[M-CH,CO]", 90
(relative intensity) (22.7%), 77 (74.6%), 51(43.2%), 43(100%)
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A15199 2.6 WAASHANISILASISURS (40)

He TC Tb Ha
I
He (—(—C—Ha
Hd O [ ! I
| “ Hc  Hb Ha
Hd— ¢ —¢—0 He
| He
Hd
(40)
IR ( vMax) 2950 ¢, C-H stretching
Neat 1760 cm™ , O=C-O stretching
NaCl cell 1500 cm”' , aromatic C=C stretching
1375 cm” , C-H bending
1200 cm” , C-O stretching
NMR (ppm.) 6.64—7.10  ,4H , He
lucDel, 200-260 ,5H, HcuazHd
i TMS flu internal { 1.00-1.40 ,2H , Hb
reference 0.60-1.00 ,3H , Ha + impurity
MS , m/z 178(14.3%)[M]’", 149(24.4%)[M-CH,CO]", 136
(intensity 70 ev.) (41.3%)[M—CH3CO]+, 117(47.1%), 107(100%),

91(38.2%), 77(24.0%), 43(73.8%}
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234 n15@NnaE1s 1 — acetoxychavicol acetate (5) anaa™?

wdn(wdan)unaneldasenn Aal¥nauun y riﬂuﬁ']mﬁ"mﬂu%w,ﬁnq 114
snanliufudamaiilunlfasden tiduauds (5 kg lutluansianaalstian
Guauvion winiely 24 dalus sdnninannresiaeinssaEnsas  (Whatman
No.1) tnanfilliafmdnan 2 A% antsinansasaeilinmaiuassymeen
Vnarateeanauneuuiusn  sodium sulfate  anhydrous iefdatn  nsasdae
nezanEnIaafn tseineauuis Sundavafaildiindauatomeny alddouadn
wel 82.45g. (1.65%) ﬁﬂmuaﬁ’mwﬂqumﬁmﬁ'\lﬁ’u‘s‘qwﬁutmﬂlﬁ’ column
chromatography (silica gel 60 G) ﬁﬁszuuﬁ'}ﬁ'}@mﬂﬂﬁ'ﬂ hexane . ethyl acetate :
methanol §Asdaw 60: 40 1 udethaisaransusardandienldumin TLC-bioassay
uaziaviudonidam Claldosporium cladosporioides THaaninige 48 Falue wudnd
dntssansara e Aaasdrmiausn fudeslidhuound1eRl Rf = 0.64 - 0.73
gmL‘mmmzmﬂﬁmﬁmﬁ'mmmr?i’ml.%m‘ﬂ'lﬁmaﬁ'mﬁfm MeOH : CHCI, 8mgndau 1: 1
uazdinlfudadng Mgso, udrdesumenensaniaranteanaunin 1dIu18d1savaTe
Awnefuenlduutluansazansnanseuinaanauaslanaelalion (Bnadau1:1)
ThBunnmasansazaneneufioadndes thdaurasmsssasiuan|hlutignmgi
0°C. Wunmednedan 2 &lani wudnazAnranty dndniilduinseswsnu@nann
wlneldnszansnses tneant ldunieliute azldn@nuin 2.13 g. ( 0.043% ) wudn
NBNTLTAN metting point agluga 68 - 71 °C. antuAinAnR AL B Amzidas

IR, NMR uaz GC/MS. Ifuassqifi 2.25, 2.26, 2.27, 2,28 wamInn 2.7
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AN519N 2.7 LARINANITILATIEIETS 1 — acetoxychavicol acetate (5)

HE 1
(——(z==C—H

|
He Hd  He

(s)

IR (FMax ) 2970 cm” , C-H stretching

Neat 1746 cm” , O=C-O stretching

NaCl cell 1650 cm’' , C=C stretching
1350 cm’' , C-H bending
1197 cm” , C-O stretching

NMR (ppm.) 70-76,9 % 4 H, Hf

(Acetone - dg ) 57-6.4 ,m ¥ 2 H , He uaz Hd
50-55,m & 2 H , Hc
22-24,s 8 3 H, Hb
20-22,s 8 3 H , Ha

MS, m/z

(intensity 70 ev.)

234[{M]", 192(50.8%)[M-CH,CO]1",
150(93.5%)[M-2CH,CO]" , 132(100%), 121
(35.1%), 43(100%)
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235 maatanansdminasadas (PDA)™

J g & & 1 ) ’ .
WetelFa( 200 g uuITUEN o itUBnALngR (500 ml) au
=4 dgl/ o’ = 7, w o A’ ar o d‘ 1 =Y
don  wadiedugn (@uumnld)  Adwnnseseniiadusen  thansararahlinnipy
3 2 ]
nglasuazusdu (17 g)asll auauszanenlinBuinsinlils 1 Sasfeenindiniaims
Funanldaclusiniamnuarataud Tahnuaafiaqrdnaudauanuonionnseans
sadnmalfiiudoneneda  BrmeemasilileainTa (autoclave) RRIMNAY 15 Psi.
3 1 1
gomgi 121 °C. w20 undl seelifuudnihilfifuewmnsdaten Weasldli
° R P g 4 4 - T ;o
dnanguldusen udRunatluanusentenausiwiaudafuins 15 -20 ug. sl
a1y wdaRe Al
= Y] .
2.3.6 NINAdaAUnNG ﬁ"lul,%"a'i’l Tmei?8 Agar Overlay Technlquem)
9
1. AFFRENERN Cladosporium cladosporioides
wziasisasnimagenldiiany 5 u lesndauuauawnsliinszany
+3
99U
2. NIATNANTALANEIBIANT (5), (35), (38), (39)*, (40) uaz (41)*
=i d' ] o 2 4 ar ‘:‘z
FRRINANSRYAE UBIAIINAZNAADUUANEATT ITHAYNANIY Al
10° ppm. , 10" ppm.,10° ppm.,10° ppm ,10 ppm. InaldFadii
azatiAn acetone.
* {uansiidedelfannitm vani
£ g &
3. NTNARBUONE FUTBT
. L. y
nantanzg (Euiutngrs 0.1 cm) UNBTWIRENITE AT4AE 3 3
H o L] [ d =
veadsazate 1 pl adlilugivinnaanzly usniviliiulinenmgi 25°C.
Wuoan 3-4 fu Tuiinealasdaruinialasaumengns
wiwwe  msweaans 10°,10°,10°,10° uaz 10 ppm. Wnldlng
1, da@ns 0100 g. Wxt 1 ml. ayldgns 10° ppm. (BN 1)
2. 91@199NT9AT 1 81 0.1 mL N 0.9 mh. aZlé 10" ppm. (waf 2)

3. wtuillGen q adldssifacnndad 10°,10° uaz 10 ppm. Auady

pansnanenantlugil 229 war 230 (FptNUNdIUATANIIN2.8 B

S 1 2
LAAHAYIINLATDIANTAN] 6 A5 Inausiarasudnduingn 3 af
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i e
d«%“}«w "% :
o o & o ™
S Q i

o o o a 5 . .
7N 2.29 wamdas LS ndiiaN2d@ns Cladosporium cladosporioides 194

P v oW
a7 (35) AAnudindie 10° ppm.
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H =Y =J = -1 . [P
U7 2.30 uansasladiufiiianssinaes Cladesoprium cladosporioides 118N

o .
@17 1-acetoxychavicol acetate (5) Amanudndping iy
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o = . .
M157190 2.8 Lt’ﬂmwanﬂ‘mmﬂ@quﬁﬁgﬁuﬁ@‘i’l Claldosporium cladosporioides

g L [l o al o &
Tnansindurnugudnatsnanelaninniy

ans ‘ psdudy | AR 1 {mm.) aad 2 {mm.) ﬂg’aﬁs(mm.} \aRg (mm)
(ppm.) |
Propylbenzene 10 0 0 0 0
(41) 10° 0 0 0 0
10° 0 0 0 0
10" 3.0 25 25 2.7
10° 3.0 4.5 5 4.8
Allylbenzene 10 0 ' 0 0 0
(39) 10° 0 0 0 0
10° 25 2.5 2.5 2.5
10 4.0 3.0 3.0 3.3
10° 5.0 4.0 5.0 4.7
1-Ethybenzyl acetate 10 2.0 25 2.5 23
(38) 10° 35 2.0 2.0 25
10° 35 35 35 3.5
10" 5.0 4.0 3.0 4.0
10° 5.0 5.5 45 5.0
1'-Acetoxy-4- 10 25 2.5 2.0 2.3
propyibenzyl acetate 10° 25 25 3.0 27
(35) 10° 3.0 3.0 3.0 3.0
10° 45 4.0 5.0 4.5
10° 6.0 6.5 6.5 6.3
1"-Acetoxychavicol 10 5.0 4.0 5.0 47
acetate 10° 5.0 7.5 7.0 6.5
(5) 10° 9.0 85 9.0 8.8
10° 11.0 12.0 10.0 11.0
10° 16.0 12.0 12.0 13.3
Acetone 0 0 0 0 0
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=l ' ' & . L.
M157199 2.8(518) mmuamwmmuqmﬁo*n"\w,%r@m Claldosprium cladosporioides
as ] d = J
Tramsdmdurugudnatsradaslafiiniiu

- Ao gﬁ 1 (mm.) gﬁ 2 (mm.) 3‘7{ 3 (mm.) m&‘ﬂ (mm.)
(ppmM.)
4-Propylbenzyl 10 2.5 2.0 2.0 2.2
acetate 10? 2.5 2.5 © 25 2.5
(40) 10° 3.0 2.5 3.0 2.8
10° 3.5 3.0 3.0 3.0
10° 5.0 3.5 3.5 4.0

Q dj 1 . 1 o
e lFannmnsdlla¥nsmssidne log concentration (ppm.) uazIdURNAUTNAN

=y 4 ] ¥ ar 4
(mm.) TesLiFnAEnsResdas sins ez 2.31
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—4- e

diameter(mm.)

= ' { = Py X
5112.31 nemugsearanduiuguinateaslaifinanganisiinien

(mise mm.)resansfironuidndusng ) (og [#ns])



