_ uni 3
aquuardnsalnanisnanal
3.1 AMSAFaNans (38) an benzaldehyde

IUN1IINARELFIENANT (38) ATn benzaldehyde lmsiusiuainnisiin

benzaldhyde sMW"Lffisen Grignard reaction Imeld Ethyl magnesium bromide &4

\RelfisenAeannig
0 (l)MgBr
C (H ——CH_~——CH
2 3
@/ ~y + EiMger  Dryether
Benzaldehyde
+
ﬁ j H30 /HZO
(I)_' {—d 3 (|)H
CH—CH —CH - (H —
2 3 Acetic anhydride tH CHZ CHB
g r————————mm——
Pyridine
(38) (42)

o [

n1sneaesld benzaldehyde ¥iMUfjfisenfiu ethyl-magnesium bromide 1 dry
sther gomgilliiu -5°C. azldasinidnuasiunferauuniiGon wdsantui
m?m;mﬂﬁﬁ?mﬁtﬁmﬁu‘tmﬂmmﬁuﬁquﬁau,ﬂ:"La‘im‘lwﬂnﬁ@ﬁwmmzmﬂ 15% H,S0,
adlil azlfiang a- ethyibenzyl alcohol (@17 42)

Fusteantians o -ethylbenzyl alcohol WN¥wlgjfisen acetylation iU acetic
anhydride Wil o ethylbenzyl alcohol (@13 42) Wity acetic anhydride o

oo

f1 pyridine lusavinazane sannzauauATLaT AatinsweedisenTaenamn
L1 13 Ly []

dnudauamitasllndaanndunanisifiu larselsiisuadliiewannandous (38) Tiun
arlutulapsalsion Mmsusndinihesnaniulassalsfisy udsahanssazainses

[] k2 )

Lanaalssisunianisdnadiag 5% H,80, (Nanidaf pyridine), diuazansazanady
o =] [ & . :’/ di e o Gi ’ =y ] 9 .’; =l 2’/
Fraaslnbanlalnsauafuammuaiegaie ileddansainauvaasguazaaianass
aufluna1y  nasantuasazarenldussveeninazataaan azlians  (38)

(%yieldilaiie uaInaNsRIs = 68.0%)
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' SlerndasuelElUReaausae IR wudn IR spectrum ’nmmsﬁiﬁﬂa"m{]
LudAe (U 2.5
2939 cm” , C-H stretching
1731cm”’ , C=0 stretching ( C=0 absorption band of ester)
1350cm” , C-0O stretching { C-O absorption band of ester)
SavnaninelElrmaneudae H-NMR wuRaodiO): 7.2-7.7(singlet),
5.4-5.8(muliplet}, 2‘0—2.3(singlet), 1.4-2.0 {multiplet} way 0.6-1.0 (triplet) Lf;'a integrals
FuiERnaclfsnadones protonsith 5:1:3:2:3 (i 2.6)
HateansetlUnsagoudas MS wudl mass-spectrum m@qmsﬁ'lﬁ’(gﬂﬁ
2.8) Usngiafifidn miz iauladia 1780M7], 149, 136, 117, 107, 91, 77, 51 uaz 43
Tagftafiien miz winfy 178 Aeleseursaliiana uaz 43 {huuefia uflufinuengs
azuafia [CH,COT RARIAY miz infu 149 LﬁmmnmiqmuLﬁmgmﬁﬂuﬂnmnﬁiuLaqa

W
FNAIFRNALAANITULANAI AT

ﬁ
0—C —~CH3 -|.- (l'}H _|'-
CH —-CHZ—CH3 CH —CHZ-—-CH3
+ CI-E=C=0
mfz =178 miz =136
T
(H—C —CH3
..l.. -
=(H- + HD
CGHS + CH=CH CH3 -— ©/ )
mfz =77

mfz=118

faiuanmemusandeyaain IR, NMR uaz MS iszneufiuudasnsnan

Arugialfasnasiiluans (38)
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3.2 nswAsaNd1s (35) an 4-hydroxybenzaldehyde
Tun1smesaqATENgns (35) an@ng 4-hydroxybenzaldehyde Busuannng
11 4-hydroxybenzaldehyde 1 Tug umi3i3enriu ethyl-magnesium bromide 419U

v ¥
2 tua dinlfisenTudiei

o OMgBr
C . (H —CH —(H
3
/©/ Y +  2EwMger  Oryether /@ 2
HO BrMg0
4-Hydrooxy benzaldehyde N
HO /HO
F | vy
{H ——CH_—CH
Iol D/©/ 2 3 2 Acetic anhydride CH —CH ,—(H,4
-—
- — Pyridi
CHy c yridine MO
(35) {43)

n1snaaasld  4-hydroxybenzaldehyde #WiUfATufy ethyl-magnesium

]

bromide 1 dry ether Tiaauuaiilaiiu -5 °C. azldasifidnunduntasewunilioy

1
==

¥ H ¥ ]

udsaniuimsugalfizefivsaulaantadiuiuduar 15% H,S0, Walalarlad
o A o ¥ . . s oo ¥
nde antuinsuenasidhuiuasBisafaanainiy udainisindminluansazane
=l =i & ar 3’/ & dl & ot O
gasdinafina i inunaBanafuaun  ndwmntuharsazatantidunszivenanfanii
& 2 ]

azanweanazldans  (43) luduneudasudndoemlatifunnienunn Aall % yield
= Y - ::’ -8 b [] i b o o
Fiee 9.02 % lsanannaauiitaresmfuewluiumisdidumidaslol daoiuiy
augunszBidnnseudianifaoresaantiautas phenolic hydroxyl @ HTsaINENEIY
2aiuUAL wAFueuremyia s adlsin WilerdlalWd [CH,CH,] A aennaun

0 rmam A g ° -
'Lum?l,‘ﬂ’wn‘l]{]ﬂﬁ‘?.l'l‘l’lﬂ"l?uﬂuﬁl’umu\‘lu FRENNTT

0 0
AN C
H ~,
HO D s
{(A) (B)

> 1
Fatiudnansadlugiuy (&) BandlelWaTifuaransadainlzeals wsid
asiensanamBlannsainetlugiuuy @) axinldlasdlelndiduadldhiainen

iinvinu Nt Rl Bunanandai LidiBunnideaun
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@

Supeuselsesmsuwianans (35) Ap maulasilalanaufivgueansaed s
2wy Wiy wjerdine Wfiidans (43) 7id azareleeld pyridine M&sANTRY
acetic anhydride FNTALATTRABAANTINAREIANATLNAT AN ANS L ALTTREN 9T 1A
a3 (35) (% yield dlaflenannansiod = 8.23% )

Satransonlgllnmaseudan R wud IR spectrum sassnsfildisng
LA (gU712.13)

2971 cm’ , C-H stretching

1753cm’ . C =0 stretching ( C=0 absorption band of ester)

1500 cm’ ,  aromatic C = C stretching

1370 cm” , C—H bending

1200 cm” , C-0O stretching ( C-O absorption band of ester)

davinnansoilgllnsageudas H-NMR wuﬁ@mﬂmﬁ(ﬁ): 6.082-7.422
(quartet), 2.285-3.00 (multiplet), 2.285 (singlet), 2.061 (singlet), 1.660 ~ 1.875
(multiplet) waz0.762 — 0.996 (tripiet) Lfi@ integrals ﬁuﬁlﬁﬁnqﬂﬁﬁmmmmm protons
o 4:1:3:3:3:2 (7107 2.14)

Sathuandnuslilnmageufon MS wUT1 mass-spectrum ameasild (s
2.16) UsingRaTifian m/z ihaulaia 236(M"), 194, 165, 123 uay 43 Tnefefidan miz
winfu 236 uleesluiana uar miz = 43 \Julmseanguazisiia [CH,COT wen

1

8
anilaanazasa1satatiiantsuaningoll

4]

[ — OH
[} C CH3 I
+ ™ +
0 CH ——CHZ—-CH 3 ——{H Z_CH3
” —_— + 20=(=tH,
H——C K
mfz =236 mfz =152

OH

T .
[: :[ + CH:0H
HO 273

mfz =123
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) ds’ [V = di Q] o
H‘Bﬂ@"lﬂuﬂ’]ﬁ‘LLﬂfWIﬂﬂ\‘]ﬂ"l@@ﬁitﬂﬂgﬂlm'l_l@ullﬂ’e]ﬂﬂ\'iﬂllﬂ’l?

0
|
[ ===y OH

: I :

0 CH _CHZ_CH3 ' 0 CH '—CHZ——CHB :
|c1 0/©/ S Q/@/ © 2o,
H— C(H—(—

miz =236 mfz =194

|

OH

o !H+
” o/©/ + (H ——H
H——0" 2 3
mjz =165

fafuannnissausandayaiiléiann IR, NMR war MS  dszneufuudians

HARS N beaapanilugns (35)

3.3 MsATaNgns (40) aan p — cresol

CH CH
/©/ 3 Acetic anhydride |0| 3
- —
HO

Pyriding CH— {—
p-Cresal {44} " | 1) N-bromosuccinamide
2) Benzoyl peroxide
3)cel
4
. CHy—CH —CH, 0 CH5Br
” 1) EtMgBr Jdry ether ”
tHe—C— N
2) H30 / HZO : {45)

(40)

TUNINARBUGFTENAT (40) 41N p-cresol Gudusinmstin p-cresol 11
UfF3en  Acetylation Tmeld acetic anhydride warlunimmeaedld p-cresol i
Ufjifeniu acetic anhydride Tuaisazater pyridine MNMsALRREALAIILATUAMLA
i ugelisenaslsians (44) (65.15%)

%umau&i'amﬁﬁms(m) N WUfjFen Bromination Tufuneuinans e TIRATY

Aaans (45) luflauwiosseusauazenmaniWilewtenliRsaailidfisanse
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Tnatingng (45) MalnifBen Grignard reaction latild Grignard reagent AR @17
ethyl-magnesium bromide I&ilunanduilaunans (40) lunismaaasiians (44) i

1Ufjfi3en bromination Taeld N-bromosuccinamide uazil benzoyl peroxide \usiass

'
9 =

ARG Tnefiamaszanstuansafueuanszaselss Lﬁﬂ%u@ﬂﬂﬁﬁ?‘ﬂ’]ﬂ’md'\
arlagns  (45) wdantingns (45) funaldurazanalonld dry ether warld
EtMgBr adl! Fulsilvgaunpfiitldiiu -5 °C Flansufiuananagidans (40) (%yield
Flédladauannans (44) = 60.25%)

latraneiglnsmeseudag 1R wudt IR spectrum 18sasildilanng
u.uué’ﬁ@(gﬂﬁ 2.21)

2050 cm” , C—H stretching

1760cm’ , C =0 siretching ( C=0 absorption band of ester)

1500 cm™ , aromatic C = C stretching

1375cm” ,  C-H bending

1200cm’ , C-0 streiching { C-O absorption band of ester)

Gatnansue i lunsasaudon HNMR wudtuonid@i®): 6.64-7.10
(quartet), 2.00-2.60(multiplet), 1.00-1.40(muitiplet) uaz 0.60-1 .00(multiplet) (gﬂﬁ 2.22)

Fethuansouilinsesaugas MS wudn mass-spectrum 1@ TE (gﬂ‘ﬁ'
224) Usingfiadiien miz vihavlaie 178(M"), 149, 136, 117, 107, 91, 77 usz 43 Tae
Fenilan miz winfu17s fulesauaschuanausy miz = 43 (ufinraanguasiaia

2

[CH,COT uananitluluianauasansanaianisuaninisil

HZ-CHZ-CH3 +

+ CHZ-CHZ-CHB +
i .
=
(}g_c_ H + O—C-CH2

m/z =178 . mfz =136

l [ CHeH, | l
i Hy o+ HCHCH,
+
I Gy =——

mfz =149 mfz =77 mfz =118

CHC-

=4 = . o Gt ] =4 dl = ] as é’
‘I)Iﬁ"ﬂ'ﬂﬂ"‘ll.ﬂﬂﬂ"l?LLﬁlﬂ‘lﬁﬂ»Lﬂ@ﬂ'ﬂEJ’Nﬂ‘B N m/z = 136 BT1UNANTTUANNY ethyl a8nAdL
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H-CH-CH  + : H
2 2 3 . . 2
——————n + CH -CH
: H H 2

miz =138 : m/iz =107

. L o ..
fafusannismumndeyaflian IR, NMR usz MS sneuiuudasns

a o e
LA FAsanTiluans (40)

3.4 NSANHNAS 1'-acetoxychavico| acetate (5) annd

anmsuendauaiaveunasiniesifinetiarasnilnsnlane i azlfansdon
ikt uansadudan Cladosporium cladosporioides LB NN
ansdauiitszmeairinazateenudnie@nsns i ud lusnsaransaauszudg
wnin : lanselsilisn (@wmdou 1:1) Tt WansasanenanBunnudntieeiae 13
gomnil 0°C Az TNANRRTY (0.043%) WANTATAY melting point = 68 - 71 °C.
AnhanTiEl ianailaamaia IR, NMR uay GC - MS 1uadal

Sevnansosiigldanasoudan IR widn IR spectrum 283815711

UsnpuusAe(gLi 2.25)

2970 cm” , C-H stretching

1746 cm”, C=0 stretching ( C=0 absorption band of ester)

1650 cm™ ,  C = C stretching

1350 cm™ , € - H bending

1197 cm™ , C -0 stretching ( C-O absorption band of ester)

dlavndnios g nmaaoudag H-NMR wudtyeynoddid): 7.0-7.6
(quartet), 5.7 — 6.4 (triplet), 5.0 — 5.5 (multiplet), 2.2 - 2.4 (singlet) uas 2.0 - 2.2
(singlet) ila integrals TN lddnandoune protonsiiiu 4:2:2:3:3 (gﬂﬁ 2.26)

Sevnaninsililinmagoudos MS wudh mass-spectrum tesansfil (U
2.28) Unngfiefisiin miz vhaladia 234(M"), 193, 150, 132, 121, 77 uax 43 Taefiad

fAn miz winru 234 fuleessuradluansues miz = 43 hiAsenguazinia

4

o ol

[CH,COT] uananiluianataIgIsafaiANTLANTIR IR
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0—C—H, T"
+ +
0 H—H =, 0 CH e ==K,
” —_— || + 0=C=CH,
H—C— = (—
mfz =234 l m/jz =192
. o
. .
+ H —H == .
CH=C=CH 2
Jos TR oo
Ho "
miz =132 mjz =150
+ + .
G0 — G

mfz =121 mfz =77

o

andiayaresianarsdinede " wudnans 1-acetoxychavicol acetate Widinya o]
"H-NMR wnd’ﬂ;mﬁm‘ﬁi(ﬁ): 2.08, 2.26, 5.22, 5.29, 6.05, 6.25, 7.13 uaz 7.42 uﬂnmn*ﬁ
mass-spectrum m@qmaﬂmgﬁﬂﬁﬁﬁh miz G4 Aa 192, 150, 132, 121, 105, 77, 43
WAT40

é’aﬁ'uﬁmnma'a‘qumuil’m:umﬁ‘lﬁmn IR, NMR usz MS Lﬁﬂuﬁuﬁ’ﬂgaﬁ‘lé’mn

lana1381989 sz naufiuudananildremnduans (5)

3.5 mi%ﬂﬁ@ﬂﬂﬂéﬁﬁm%'aiﬁﬂﬂfig Agar Overlay Technique

TuemdseiidAnntoseanflafiusing 4 fAflegluans 1-acetoxychavicol
acetate (5) FufluansfudanfinulmBunuunluioin  ansAnmagu acetoxy
aBINgN s  vinyl wﬁqnfju 'LuTumqadﬁﬁnaﬁiﬂma‘ﬁmﬁ@m Cladosporium
cladosporioides itlalaanisiidanguurazngueanannluianagesdns
1-acetoxychavicol acetate. (5) afmldaanidndaiuaisfidainisie  (35), (36),
(37), (38), (39), (40) uaz (41) wrAnudINas (39) uay (41) Tuansiidedeldanuism
Wgnfin  douans (36) usz (37) laignsnsomaninnenaaed Emenzastiuansfigag
wienduAdifiecans (35) | (38) uaz (40)

lunnsAnnaaaIngy acetoxy #BINGNUAT vinyl vilangululianasessns
1’—acetoxychavicol acetate (5} lum?ffl”lm%’aﬁ"l Cladosporium cladosporioides WU

351 alifingu acetoxy 2 ngy waz vinyl 1 ngn Tanaansaziilasiaine

Wuwiuans (41) Aa @1 propylbenzene
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CH2— CHZ--—— CH3

(41)

wudRA Nt 10 10° uax 10° ppm. asiazlilamunsosinudas
Cladosporium cladosporioides Ltﬁiﬁﬂfnuﬁl’u’ﬁ'u 10" uaz 10° ppm.
N TP T v v

ansanunTasnu@anTia i lAiRNIUA TN AR TRIR9ENT
Hinau(ggn 2.31)

t:!ll =i 1 o] ' \, 1 o= ] Poas
Jlafingu acetoxy 5o ngu vinyl agias 1 ngululuana wudisa
ptinarasdnianaiuuniifa @17 Allylbenzene (39) RHngw

vinyl 8 1 naululuians a1e (38) uaz (40) ilngu acetoxy ag 1

nanluluiana

o
H

0 — C —CHy

H

(38) (39)

CHZ_CH = CH2

CHy—CH;— CH

0 K 3
I 3

CH,—C —

(40)
widdmsuans Allyibenzene (39) anudindu 10 uaz 10° ppm.
E p 4 1
a3 allylbenzene ladgnansadiudenilld wiasaadudu 10°, 10°
5 a’l‘ o 13 P a’l’ o =

uay 10° ppm.@siannsasuidemaliaiduasinnuaninsalunis
o & 4 o & I PR o

prulBas dANaIuA i el s nANaY

2 2w

A mfuans (38) way (40) @rsdswrtimlignnsasitudanlinnann
T 4 @ ¥ o & . v &5
Wuduivaass uazilasonaduduinae dsz@ninmlunissinuime

auiindusion  (9l92.31)

353 dlednquitaridu 2 nqu lwans wudwiietassansniliasaing

WULil AB @19 (35) THngH acetoxy a¢ 2 ngn luluiana



72

¢
0—C—CH
! H—CH,—
o C > CH3
Il
CH—(C —
;€ 0O

(35)

MMAIMARRINLIT @15 (35) drmnsainwdesaiaiildynacudndu
by 3 o T S v X
Pldvinnnsmeasss wasflaaondndudivaudss@nsnwlunisiuie

i 9 1
srazfinudion (9319 2.31)

354 Waflynnguileiiululuanareans 1-acetoxychavicol acetate (5) &

= 2 5 i d i [ = i o

Usz@ninmlunisdudasmangadiameuiuaisnelianlanonig

naaasfiaudnduRaefulunmasasaell (g 2.31)

d' & 1 rnl/ = i 1
HaRlAAINNNSANENATBINGUAATTY AD NN acetoxy SBANGUUAT
C 4, . v X E NS D a e oa A
ngu vinyl wingu  wudtannsasnwdasilananududugs wmeiupe #
2 4 ) 4 e | v oA v &
pdnduninndy 10° ppm. Wamangulangunianuaansalunisduaenay
] ] 1 k3 '
ARz IUAT v uR 10" ppm. wanatniidieassBauiisufalsz@nsainluy
nTF@esn sTININGY acetoxy UATNEN vinyl WUIN NgN acetoxy AvdiLszANE
awlunsshwdesmstiatineqiung vinyl fineradudusinndn 10° ppm. aniviasnu
2 9 t 3 ] ] ] . = 7]
ndunnnndn 10° ppm. udaznguaee acetoxy WAZAGN vinyl HANaEnTalUNTATY

d” o 3 2 d' d. f' ] o
L‘ﬁ@i"]Wﬂ”’lﬂu 153 ::mu'l,mﬂsxmmmwmmmmmunﬁmqunu



