uni 3
A5 UN15IY

3.1 QUNIRILALLATND

1)
2)
3)
4)
5)
6)
7)

8)

9)

Tasunlnnsiiluuuduuns (Thin-ayer chromatography, TLC)
Tasunlvnskuuaeauil (Column chromatography, CC)
Lﬂ‘%'mizma&]’aﬁﬂazmaLLU‘U?jﬁgfmmﬁ (Rotary evaporator) S1%e Buchi JU R-124
Lﬂéaama}waammm (Melting Point) &¥e Buchi U B-565

\3estianadlon 4 fuva Bve Sartorious Ju CP324S

Lﬂ%@ﬂﬁﬂ@@@’]ﬂ’]ﬁ (Vacuum purnp) 8¥e PHYWE 3u DOA-V130-BN
w3ssmuansuiaudwdnndoulininuieu (Hotplates Magnetic Stirrer) St IKA
U C-MAG HS 7

issdupdssuunuinslowuudanlnsiives (Nuclear Magnetic Resonance
Spectrometer; NMR) 8% BRUKER U Avance 400

Lﬂ%@ﬁ@j@ﬂﬁu%ﬂ?{?ﬁumwm (Infrared spectrometer; FTIR) §ve BRUKER U ALPHA

10) LAS0sdes UV

3.2 #@15.ad

1)

2)
3)

4)

5)
6)
7)
8)
9)

nin 3-paolstlasiuuledn (3-Chloroperbenzoic acid, m-CPBA), Analytical
grade, ALDRICH

Tnuna@ena1sueiun (Potassium carbonate, K,COs), Reagent grade, MERCK
10U 1Hu-lafanesunlug (NV’N-Dimethylformamide, CsH;NO) (Reagent grade,
DAEJUNG)

aoUtUes (I) datwm twunglatnse (Copper (II) sulfate pentahydrate,
(CuSO4*5H,0), Reagent grade, DAEJUNG

Iamaslsiitnu (Dichloromethane, CH,CL,) (Analytical grade, RCI Labscan)
Tnswisna luslua (Propargyl bromide, CsH3Br), Reagent grade, TCI

Liia axTLme (Ethyl acetate, C4HgO,), Commercial grade, Zenpoint

w@NLY (Hexane, CgHiq), Commercial grade, Zenpoint

loeulansonlan (Sodium hydroxide) Analytical grade, Ajax Finechem

10) lepeutalen (Sodium azide, NaNs), Laboratory grade, LABCHEM
11) laiReumaslsa (Sodium chloride, NaCl), Laboratory grade, UNILAB
12) lmdsulslasiaumsuaiun (Sodium hydrogen carbonate, NaHCOs), Laboratory

grade, UNILAB
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13) ey waamsium (Sodium ascorbate, CgH/NaOg), Reagent grade, TCI

14) &&n1 198 60 (Siliga gel 60), MERCK

15) wuda lushua (Benzyl bromide, C¢HsCH,Br), Reagent grade, Alfa Aesar

16) woan-luslu-ws1-lwdu (@-Bromo-p-xylene, CgHoBr), Reagent grade, TC|

17) 1-lusludaunu (1-Bromobutane, CHs(CH,)sBr), Reagent grade, FLUKA

18) 1-luslueeninu (1-Bromooctane, CHs(CH,);Br), Reagent grade, TCI

19) Z—V\lgaaiiwu%a Tustun (2-Fluorobenzyl bromide, C;HgBrF), Reagent grade,
Tdl

20) 3—‘1/\|Q’e)aiiwu%a Tuslua (3-Fluorobenzyl bromide, C;H¢BrF), Reagent grade,
Tdl

21) 4lushuuuda Tushua (4-Bromobenzyl bromide, C7H¢Br,), Reagent grade, TC|

22) 4—‘1/\|Q’e)aiiwu%a Tuslua (4-Fluorobenzyl bromide, C;H¢BrF), Reagent grade,
Tdl

23) 4-lulasiuuda luslua (4-Nitrobenzyl bromide, C;HsBrNO,), Reagent grade,
Tdl

24) d-paslsiuu@a Luslua (4-Chlorobenzyl bromide, C/H¢BrCl), Reagent grade,
Tdl

25) d-tunen@iuuda luslue (4-Methoxybenzyl bromide, CH,BrCsHsOCHs),
Reagent grade, TCl

3.3 WaNIN1YBIRRE A gy
Wusaegraldanduildlnglulunduneaiuns 4aminsivys Wetueniingi

[
=

12 nIngesl 2558 1@ 10.39 i Iaefimiin 896.88 n¥u egflufidndl 194° 1 Suneanuils
JMINTIVYS 13° widle 31' 26" 99° piziueen 14' 33"

3.4 3511510299

3.4.1) M38NA&E15 acanthoic acid nAnAuUA g

tiuBendudlng3unm 896:88 nu lusuneaiuils Sminmays afadae
fhvnavauianiau asar 3 Ans lasadngnvieonun 3 A5 Mransazaneiilduinies uaz
szveiiarangeenieLA BTy I ALUULURY IdEsataveuenisuldn oy
duhfuiihaamdes uasthuwenansliviansmemaianedinilasuiinnsfiuuusng
(Quick column chromatography) ULganaa (Silica gel) Ineldszuusvinazanunay iiauediem :
wniwu Tudnsndau 100 : 0 fs 01 100 ¥MNsAT19dBUALUIENEVsAIHE Thin-layer
chromatography (TLC) WansafnfilészimefvinazaseonsoiniesssneayanaLuy
iU WIANKAN Acanthoic acid Aalausansuiuim 3.8861 n3u drslefianedion :
iniu Sasaau 2 : 98 aeldians Acanthoic acid USanEUnm 0.1165 ndy ntuhans
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Acanthoic acid #igslivdgrsannsnudnunuenasliviavismemednnedinilasinlnns il
Ingldszuudvinagananay efiauadian : wnwu Tudnsrdau 100: 083 0: 100 laans
Acanthoic acid U3qViBUSIN 1.4770 n¥u fanwdl 3.1 Andufenawndnins 0.178 aniu
nyyvaeulassasmemallnaninsalnl wasyyavasuman

wWaensuanlvial (896.88 n5u)

- @nemeLeney (3 ans x 3 A39)

_ SYIREANUNIAZANEANAN

ansananeuLenU (12.6752 nSu)

- awredullasuninnwuusInis)
LONALDTLHN : LN USRI EIY
100: 0990 100

NN acanthoic acid Ndaldusans 3.8861 nsu

- ANNANMIYAIYINATANENEL
LO7ALDTLHN : LENLTY ORTIEIU 2 : 98

Doy

Y

H&N acanthoic acid USaNS N H&n acanthoic acid 7galiu3ans
0.1165 n3u

- asreavdlasunnns A
LOVIALDTEIN : LINLYU
Tuems1d7 100: 0590 : 100

NAN acanthoic acid Usans miln 1.4770 n3u

A9 3.1 Asadanenas Acanthoic acid a7ndenaulanlng
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v

3.4.2) MIAUATIEDYNWUS Epoxy acanthoic acid Aaeufjisen Epoxidation

9

o

‘\\\\ ”\\%

m-CPBA (1.5 eq.)
—_—

1 47a 47b

#1815 Acanthoic acid wi¥n 2004.50 faan3u (6.62 Tadlua) ldvanAunay anty
avane defvhavatglanaelsdmu (CHCL) USinns 20.00 faddns niudiewnsosniuans
wfiauslnan (Magnetic Stirrer) ﬁqmmﬁﬁaq LAy 3-Chloroperbenzoic acid (m-CPBA) wtin
1732.20 fadnsu (10.04 fadlua) asrvasunisaniuluvesujisermeinaia TLC fae
szuuivavanenausesar 30 levlassdinnsielanau (30% EtOAc/hexane) UiAUNSEN
auysol ‘wqmﬂgjﬁ'%snﬁasmwazmsﬂmﬁwlaimwum%vamméu@h (NaHCO; sat.) USuns
30 fiadans afneiBlefiaezdmn (EtOAC) Usinns 20 faadns s1uau 3 At &1eansavans
Fuefinezdian (EtOAC) Metindu Usunas 20 fadans s1uau 1 ase uasansavanedusn
TniAsunaelsd (NaCl sat) USuims 10 5adans Induharsazaneduiefioosdnn 1190
mutusslasudamnfiusaaint (Na,S0s anh.) uaznsesasazareiilaldvinfunan
‘L‘i’ﬂfdizmaé’ffgﬁflazmaé’wm%aszmsjq@mmﬁ (Rotary evaporator) 1nansfasifilaain
nsdaATIgh (Crude product) lviliiuanssemedelasunlnnsfiuuuaoduil (Column
chromatography) A1852UUAIYIIaEa1UNANTDEAL 30 LaVaodinnsaLantau wagul
Nﬁmﬁmsﬁu%qméﬁLLaﬂlﬁﬁzmaéffgﬁﬁazmaaaﬂé”;mﬂ%qwmsjéffsﬁﬂazmaLLUU@@UU@']mﬁ IGH
VTﬂﬁLLﬁqﬁwLﬂ%aq%qugzyﬂmﬂ (Vacuum pump) leudnsiee 27a wiln 17.00 fadnsu Sou
avNandnvinny 11 wag 27b nin 651.40 Naansy Sosaznandniiiy 29 dnwuzvaalis
#0717 dA R 0.49 waz 0.33 anuaisu (luszuudiviazansuauiosas 30 Loliaezdnnse
LenLey) uazilgananuLval 94-95 uag 131-133 aem1-Llgaldoa AudIiu nansuen
duarevlagniiluiiaaiondnualinemailn NMR-spectroscopy Wag IR-spectroscopy
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3.4.3) nsduassiaynusvilaluaivae Acanthoaic acid AaeUfizen
Esterification

I
"/’//OA
(@]

1 48a
1) MSMANTIST NI AUTRINTHAATIEN 2- propynyl acanthoate 29a
3815 acanthoic acid 0.33-0.73 faalua ldvandunan nduazaieans
Acanthoic acid fagfAavinazans AaLse nuaafa LagaN1IEMIANg197 3.1 ATI9A0UNTS

atiuluresfizensamaia TLC

AT 3.1 NITUIENIEIRLNZENTDINITAAATIZN 2-propynyl acanthoate 29a

Il RG] TRIEN, fvinazang RauNNH AN
(Entry) (Reagent) (Catalyst) (Solvent) (°Q) (Time, h)
1 Propargyl 5% HCl - 60 2
alcohol
2 Propargyl KoCOs - 60 24
alcohol
3 Propargyl Conc.HCl - 60 24
alcohol
4 Propargyl NaOH - 60 4
alcohol
5 Propargyl K,COs5 DMF QUNNITDS 1.30
Bromide
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v

2) MsduATIEaUNUSYDY Alkyl acanthoate 48a-k

3

T

NS =

R—X (2.2 eq)
K2CO3 (5 eq), DMF

}7—0H }—OR
(0] (6]
Bsiwouriald A
F3@13 acanthoic acid 0.33-0.33 fiadlua ldvaafunay Induazatsas

acanthoic acid f8f1vi1agany N’N-Dimethylformamide (DMF) USu1as 1.00 Hadans
museLeiesnuasviiausinan fgnmgiisies 1u Potassium carbonate (K,CO5) 0.5159-
1.6555 fadlua Wiy Alkyl halide 0.7278-4.6253 fiadlua nsivaeun1saniiuluvesufisen
masmatia TLC AlgssuUsivnasaanausouas 10 Lofiaos@wndaianiau auinujazen
auysal neaufizondemsaranauesluifounaslsddud (NH.CL sat) Usunms 30 daddns
aftadelefines@ian Uinns 10 fiaddns S1uau 3 A%y Esansazanetueiansdion deth
ndu Usuns 10 faddas sauau 1 adt wavansazatedudilafeunaslsd Uues 10
findans Mntuansezaisduiefinosdnn NWQ@WJ’]SJ%UG?]IQEJI‘ULSEJ&J‘FJJaLWG]ﬁUi’]ﬂﬁ]’mﬁ’]
LLazﬂiaqm'ﬁazmaﬁiﬁiﬁmmﬁuﬂamwﬂﬁ?uﬁﬂﬂizmaéhﬁflazmaé”sal,ﬂ%aﬁzmaqﬁgﬁgwrm
thwdnfeifldainn1sdansiei (Crude product) yiliusamsieinaialasnlyngfluuy
Aodul Meszuuinharatenaniesay 10 lofiaesBiandalaniou waztmansamiuiansi
wonldsemeivinagaisaondieiniesssnauuugnginia wazvinliuiadaendesda
auanme linandust 29a-c nanAusindanszsilsgminlufigaiendnuaifemaiia NMR-
spectroscopy Wag IR-spectroscopy

2.2.1) 2-propynyl acanthoate 48a

wIsun1u3sialy Alagde acanthoic acid 100.30 n¥u (0.33
fiadlua) Potassium carbonate (K,COs) 228.50 n3u (1.65 diadlua) wag Propargyl Bromide
0.05 fiaddns (0.73 fiadlua) MuUFAse figamgiisies 1.30 alus arsiiduasiesiligninly
vliusandsomadalasunlnnafluuunedul Tnsldszuudiinazarsnaudesar 10
ofinezdinnsetaniu Tandnsiue 48a v0eudednn 89.10 Tadnsu Sevaznindmaiviniu
79 NABUMAT 43-44 DI LWALTEE WAy Re 0.62 (Szuumviasatenauiovay 10 Lafia-
PLTLANMBLENLYL)

2.2.2) Butyl acanthoate 48b

w3sunuisialy Alaeds acanthoic acid 101.00 fiadn¥u
(0.33 fiadlua) Potassium carbonate (K,COs) 228.70 (1.65 Jaalua) way 1-Bromobutane
0.50 fiadans (4.63 fadlua) UG Rgumgivies 2.00 $alus asiduasiesilagmiily

Y a

MlAvsansamemadalasuilnnsitwuuesauy laeldssuudivinazatonausosas 10

9
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Liiaozdnnmolanigu WWNandud 48b vesnaiuilala 47.10 fadnsu Sovasndniud
WinAU 40 way R 0.69 (sruumyinavangiausesay 10 lofiaasdinnsalaniyy)

2.2.3) Octyl acanthoate 48c

w3sun1uiZvalu Alaeds acanthoic acid 100.80 fiadnu
(0.33 iadlua) Potassium carbonate (K,CO5) 228.80 iadansy (1.651adlua) way
1-Bromooctane 0.13 adans (4.63 fadlua) yiufAsenfigaumaiivies 1.00 42lus ansi
duasgildgmirluvinliuiavdsemadelasunnnniluuueedind Tnsldszuudvinazans
naNSosaz 10 Loiaosinnmelgniay LANARAMY 48c Uounanilala 106.40 fadnsu
SovazNandainAy 77 uag Rr 0.68 (Szuudinasansnaussuas 10 loilaesdinnnalaniai)

2.2.4) benzyl acanthoate 48d

wW3sun1udzvaly Alaede acanthoic acid 100.80 fadn%u
(0.33 fiadlua) Potassium carbonate (K,COs) 228.70 Jadnsy (1.65 Aadlua)
uag benzyl bromide 0.087 fiaddns (0.73 fadlua) ¥iufAsurfigumgiisies 1.00 Falus
asidaaseildgninluiliuiansdemadalasunlnnfluuuaedud Tnsldszuy
fvinazatenauiovay 10 lefiaosdianselaniay lanandue 48d veunainilala 92.20
fadnsu Sesasnandnvnnu 70 Lay Rr 0.58 (Szuusvinazatsnauiovay 10 Lofianzdian
RIGRIEA)

2.2.5) 4-nitrobenzyl acanthoate 48e

w3sunu339a1U Alneds acanthoic acid 100.90 fadndu
(0.33 fiaalua) Potassium carbonate (K,COs) 229.00 Hadnsy (1.65 dadlua)
uag d-nitrobenzyl bromide 157.80 fiadn$u (0.73 fadlua) vuFATe1figumaiivies 1.00
Hlus ansidaangildgminluvilviuianssmemadalasininnsiiuuunedud lngldsyuy
fvinaratendusosay 10 wefiaosdinnnelaniay aRaniug 48e vaunaniala 34.50
1a8n3u SovasNananwINAU 24 Wag Rr 0.39 (szuusivazatenausovay 10 Lofiaasding
RIGRIEA)

2.2.6) 4-methylbenzyl acanthoate 48f

tSeun1u339alY A lne s acanthoic acid 100.30 fadnsu
(0.33 §adlua) Potassium carbonate (K,CO;) 229.60 fiadnsu (1.65 fiadlua)
La¥ Ol-bromo-p-xylene 137.80 fiadn%u (0.74 fadlua) inUjATefigumgivies 0.50
Hlus ansidaaneildgmirluviliuianimemeadalasinlnnsiiuuuaedud lngldsyuy
fyvinazateNansovay 10 lefiaestinnsolanasu WMnanaue 48f teunainiala 132.40
1a8n3u SovasnananwinAUy 98 Way Rr 0.63 (szuusivinazalenausosay 10 oliaasding

ADLENLTL)
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2.2.7) d4-methoxybenzyl acanthoate 48¢

w3sun1u33921U Alneds acanthoic acid 102.20 fadn¥u
(0.34 fiadlua) Potassium carbonate (K,COs) 228.50 Hadansy (1.65 dadlua)
waz d-methoxybenzyl chloride 0.10 iaddns (0.73 fadlua) ﬁﬂﬂﬁﬁ%mﬁqmmﬁﬁaq 1.50
Halus ansiidaaneildgminluviliuianidemedalasninnsiiuuuaedud ngldszuy
fvinaratenauseyay 10 lefiaosdinanolenay aNanswe 48g vounaniiala 108.20
188n3U SovasNanaawiAU 76 Way Re 0.53 (ssuusviasatunausosas 10 ofiaasding
FOLINLYL)

2.2.8) 2-fluorobenzyl acanthoate 48h

w3sun1u33921U Alneds acanthoic acid 101.00 fadn¥u
(0.33 §adlua) Potassium carbonate (K,CO;) 228.90 fiadnsu (1.65 fiadlua)
uay 2-fluorobenzyl bromide 0.087 fiadans (0.73 fiadlua) iUz figamaiives 0.50
Hlus ansiidaangildgminluvilvuianisemeadalasuninnsiiuuuaedu nglssuy
fvinazatenansevaz 10 Lofiaesdinnnaianiel laRannug 48h vasvaliniala 103.00
Hadnsu Jesaznandnlvinnau 75 wag Ry 0.61 (Szuusvinazatsnauiosas 10 loNianzdian
AOLINLIYL)

2.2.9) 3-fluorobenzyl acanthoate 48i

Ww3oun1uizialu Alaeds acanthoic acid 100.50 fadndu
(0.33 fiadlua) Potassium carbonate (K,COs) 228.80 fadnsu (1.65 Sadlua)
uay 3-fluorobenzyl bromide 0.09 fiadans (0.73 fadlua) siuiisefigumgiivies 15.00
unit ansidansizsildgminluyilisgvdsematialasuinnsfiuuunedin Tngldszsuudh
Maganunausegay 10 LlafiaesTinnnolaniay bnNaniue 48i veunainilala 106.40
Hadnsu Sesaznandmvnnu 78 way Ry 0.62 (Szuusivinazalenauiosas 10 ofianzdian
FOLINLEU)

2.2.10) 4-fluorobenzyl acanthoate 48;j

w3aun1u35921U Alneds acanthoic acid 101.00 fadndu
(0.33 Tadalyua) Potassium carbonate (K,CO;) 228:80 adnsy (1.65 dadlua)
wag 4-fluorobenzyl bromide 0.09 fiaddns (0.73 fadlua) ¥iUjAsenigamniivies 15.00
uit ansfiduasgildgmirluviliuianssemaiealasnnnniluuuaedud Tngldszuud
Maranunausosay 10 LafiaosTnnaolaniey WWNAnAUN 48] vaanainilald 98.70
1a8n3u SovasNananwINAU 72 Way Rr 0.60 (szuusivinazatenausovay 10 Lofiaasding
FIOLINLYL)
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2.2.11) 4-Chlorobenzyl acanthoate 48k
w3sun1u339a1U Alneds acanthoic acid 100.90 fadn¥u
(0.33 fiaalua) Potassium carbonate (K,COs) 228.90 adnsy (1.65 dadlua)
uag d-chlorobenzyl bromide 149.6 fiadn3u (0.73 fadlua) iuiize1figumgiivies 1.00
Halus ansfidaanegildgmirluviiliuianidemedelasninnsiuuuaedu ngldseuy
fvinazatenausovay 10 lefiaordnanalanay Nanswe 48k vounaniiala 116.20
1a8n3u Sovasnanaawinny 82 Way Re 0.66 (szuusfviazatunausosas 10 ofiaasding
FOLINLYL)
2.2.12) 4-Bromobenzyl acanthoate 48l
w3sun1u33921U Alneds acanthoic acid 100.00 fadn¥u
(0.33 §adlua) Potassium carbonate (K,CO;) 228.60 fiadnsu (1.65 fiadlua)
uay d-bromobenzyl bromide 149.6 fiadn$u (0.73 fadlua) inuFAseTigaumaiives 0.50
Hlus ansidanngildgmirluviilvivianisematdalasninnsiuuueedud ngldsyuy
fyvinazatenausovay 10 Lilaesdinndolaniol lanandmg 48l vaswaiuilala 153.10
fadnsu Jesaznandnlvindu 98 Wag Ry 0.61 (Szuusvinazatsnauiosas 10 LloNianzdian

ADLENLYL)

3) w38 Alkyl azide

NaN3 (5 eq.)

R-X .- R-N;
49 50a-]

Biwuuilu B

111 Sodium azide (NaNs) 1.62-31.93 fiadlua ldwandunan a1niuazaiodae
#1viazany N’N-Dimethylformamide (DMF) U311s5 1.00 fiaddns niugieiadesniuans
wiauiindn (Magnetic Stirrer) ﬁqmmqﬁﬁaﬂ WAnueanalalan (Alkyl halide) 2.89-6.39
fadlua asrvaeunsaiuluvesufisewiemeaia TLC meszuuivhavaenauiovay
10 ofinerdinnsaienisy audaUfisenauysn veaUAsendetndu Usuins 30 faddns
afndeLefiaordnn Usuns 10 fadans i 3 A% dvensazanetuiefiaesdnn daeth
ndu Y3unas 10 fadans s1uau 1 ase wazdedeansazanslaiounaslsddui Usunns
10 fadans Mniuhasazaetuefioortinn wpamutudeleafeudamiaiivamanmi
LLazﬂsaqmiazmsjﬁléﬂ,fiﬁumﬁuﬂammﬂﬁ?uﬁﬂﬂszmaéhaLﬂ%iaaiwaéf’gﬁﬂazmaqigimmﬂ
UnnAndneifldannisdansedt (Crude product) Tuvinliusanisemadalasuininn s
LWUUABALY AR8TEUUMYINaratuNauiosay 10 Lo7ia0sBnnnolantau wazuInaniue
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=

UIANSNLeN LA nefAIYNaga1e0aNAIuLAT TN ULANYINIA |agyilikAIIeIATes

o Ao

Suanygmea léndnsdost 50a nansurifidaaseildgninlufigriiendnualénoimain R-
spectroscopy

3.1) Octal azide 50a

w3sunu3ialy B Tnada Sodium azide (NaNs) 940.80 fadnsu (14.47
fladlua) way 1-Bromooctane 0.50 fiaddns (2.89 fadlua) ¥iufAsunfigamgiives
0.30 lus ansiiduamzildgmitluvinliuiavdemainlaslnnsfiuuunodu Tngld
SEUUMYNaratenaNsosay 10 lefiasxdnnnelanioy LlaRanAu 50a vesvadlaluld
461.90 NSU SouasNdnAMINNAY 97 way R 0.27 (SzuuMinazalunausasay 10 Ladia-
DLTLHNADLINLTU)

3.2) Benzyl azide 50b

WIgun1u333alU B Inede Sodium azide (NaNs) 1355.40 Saandu
(20.85 fiadla) wag Benzyl bromide 0.50 fiadans (4.20 fiadlua) YinuFATeMonmgiivies
0.30 Tl ansidaaesilsigmitlusiliviqrssemadialasulnns il 1y
Aeaul laaldssuuavinazatenausovay 10 Lefiaesdianaolanigy IANanAMe 50b
vounallallidd 221.90 n3u SesaznanAMaInU 40 Wag Re 0.62 (S¥UUSYINavangNas
Jovay 10 LofiaesBinnnolaniyw)

3.3) 4-Methylbenzyl azide 50c

WIoumuisTaly B Inads Sodium azide (NaNs) 1757.20 fiadndu (27.03
fiadlua) uag a-Bromo-p-xylene 1 n3u (5.40 fadlua) viujAse1fiquugiivies 17.00
il ansidaaneildgninluiliuiavssmemaiialasunlnnailuuuaedut Taeldszuu
fvinavaenalseray 10 Lofiaesdinnnoienay MRanue 50c voanallaldiid 471.00
Jadn5u SovasHanAmyinny 62 Lay Re 0.62 (Sxuumvinazatenausesas 10 ofia-
DLTLARNFDLINLYL)

3.4) 4-Methoxybenzyl azide 50d

WIsumuiaTalu B Ineds Sodium azide (NaNs) 2076.00 fiadnu (31.93
fiadlua) wag d-Methoxybenzyl chloride 869.60 dadn3u (6.39 dadlua) viUfATend
grunnfivies 0.40 Falus ansiduasgiildgninluvinliuignisemaialasuinnadl
wuuaeall tagldssuusvinasatenausay 10 Lofiaosdnnnolenigy LAKaRIwg 50d
vouvallaliidd 944.30 nSu SesaznanAmannnUu 91 way Re 0.44 (S¥UUFYINavauNas
Jovay 10 LoViaesTnnnlantyw)



20

3.5) 2-Fluorobenzyl azide 50e

Ww3sumuAaTalu B Ineds Sodium azide (NaNs) 1720.40 fiadnsu (26.46
fiadlua) waz 2-Fluorobenzyl bromide 0.64 fadans (5.29 adlua) ¥iiujAzend
grunnfivies 1.40 $alus ansiiduasgiildgninluvinlfuignisomaialasuinnadl
wuureaul lngldssuumyinazatsnausovay 10 loflasdinanolanioy LaNanAua 50e
vounadlalulid 695.60 fadndu Sevaznanimalniiu 87 wag Re 0.56 (SzUUMYINaLay
NEuSoaz 10 LiiaosTinnnoLaniyl)

3.6) 3-Fluorobenzyl azide 50f

W3sumu3analu B Tneds Sodium azide (NaNs) 1720.00 fiadnsu (26.46

alua) way 3-Fluorobenzyl bromide 0.64 iaddans (5.29 fadlua) vnUjisen

ia
figumaifivies 1 4alus arsiidaunsgsildgnirluyiliuianifemaialasunlnnsil
wuureaul tngldszuusiyinazatenausesay 10 lefiaosdiannoienioy LAKNanwe 50f
vounalldllild 670.70 nSu Sesasnanduayiniu 84 way Re 0.62 (S¥UUFYINavagNa
Jovay 10 LofiaesBnnnaLaniyw)

3.7) d4-Fluorobenzyl azide 50g

w3ounudsialy B Taeds Sodium azide (NaNs) 1720.20 fadndu
(26.46 adlua) waz 4-Fluorobenzyl bromide 0.64 iadadns (5.29 fiadlua)
yUfATeigunnfivies 17.00 Falus ansfidunsieilégninlusinliuianidaomaia
Tasunnsflwuuneau tagldssuudyinaratonausesay 10 eilassdnnnoienay ba

o &

nanAe 31g veunadlaldlid 578.50 Hadnsu Speasnandnyinny 72 wag R 0.67 (SzUU
FvinazaleNaNsesay 10 liazdinanaianisu)

3.8) 4-Chlorobenzyl azide 50h

WIoun1ua5911U Blaede Sodium azide (NaNs) 1581.80 fiadansu
(24.3316 fiadlua) wag 4-Chlorobenzyl bromide 996.30 fiadnsu (4.85 Jadlua)
viUjAzenfigamgives 0.50 Falus arsiidansnzsilagniinluiliuignidaomaiea
Tasunnnsiluuuaeauil lngldssuumivinasatenausesay 10 oiassdinnsolanioy @

a [y 3

nAnAY 31h wearalaldlid 769.50 Hadnsy Sovasuaninivinny 95 wag R 0.58 (S¥UU
nvinaratenausesaz 10 Woviaasdinnsiolaniagu)

3.9) 4-Bromobenzyl azide 50i

W3eun13ETlU B Tneds Sodium azide (NaNs) 1301.50 fadndu (20.02

dlua) wag 4- Bromobenzyl bromide 996.30 Hadnsu (3.99 Hadlua) virdfnsen

=) )

a
gaumgiivied 0.30 Talus ansiduasigilagninluvinliusansmematalasuilnnsi
wuureaul aeldssuudyinazatenausosas 10 Lofiansdnnraweniay WRANAMLN 50i
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vouuadlalulid 746.00 n5u Sesazndnimaivinnu 88 way Ry 0.51 (SzuudIvinavaiunay
Jowaz 10 LoilaesTinnnolaniail)

3.10) 4-Nitrobenzyl azide 50j

w3EunIElU B Tneds Sodium azide (NaNs) 105.20 fiadnsu (1.62 fiad
Tua) uaz d-Nitrobenzyl bromide 1000.00 fladn3al (4.63 fiadlua) vinUFAse Mgnmgiivios
0.50 lus ansidauamildgmirluvinlidandmemainlasulnnsfiuuuaodu Tngld
S¥UUAITINaratenausesay 10 Lefiansdlansaianiguy WMNanAMY 50j vaunadtaluld
788.40 NSU SpUATNANAUIVNAY 96 Uag R 0.36 (SyUUMYNasaunausesay 10 afiaoy
FLONADLINLYU)

4) ﬂ'lié’ﬁl,ﬂsﬂzﬁaqﬁ’uﬁ“‘uad Triazolyl acanthoic esters 51a-j

Sodium ascorbate (3eq.)
R—Nj CuSQOy, - 5Hzo (2eq.)

H,0, CH,Cl,

48a 50a-j

Wneuvialu C

#9@15 Copper (Il) sulfate pentahydrate (CuSOq - 5H,0) 0.15-0.15 Gadlua
Tdwndunauwandivis azatediedindu 1.00 iaddes naudeiaiesniuasviauingn
flgaumgiivios L Sodium ascorbate (CgHiNaOg) annifuthayius 29aldviadunayindi
@09 avangsedhavatglaaaelsiing (CH,CL) 1.00 HadanT LAZNIUMELATEINILANT
yilauaindn (Magnetic Stirrer) igaugiivios Auneafatolus (Alkyl azide) 2.98-5.79
fadlua antuhansazanslurafunauivaesvinnantu asvaeunisduiulves
UAsesemaila TLC algssuudinasatenaueiiaosfinasaianiay auinUiizen

L3

n
auysal vgauisenieidingu Usuias 30 1addns afdnmgiefiaezdinn Ysuins 10

1a88n3 91U 3 ASY d19ansavalgtuLefiandian AmaUINau Usuins 10 dadans 311y
1 A9 uazdseansazaneduilufvunaslss Usuins 10 Jadans anduthaisazaiutu
a a dy ¥ a U d‘ %’ d' ! ¥
iiaesdian Wgaruumelyfendaniusimainii warnsesansavaneilaldviniu
nauanduiluseimedainazalgnlunIosseineay N YINanduenlaainng
duA3129 (Crude product) luvlviusgnamematialasulvnsiuuundul Megseuudn
avanenauefassinasoenay wasdmandusiugvsiuenlissmediinazaisoanaie
LATRITEMBRUURINIA wazyiniiLisnienIasluanyInie nandunnduasieilagn

luiigatiiendnualiiemnailn NMR-spectroscopy kae IR-spectroscopy
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3.4.1) Octal triazolyl acanthoic esters 51a
LaFeun1uisHaly C laeds Copper (Il) sulfate pentahydrate

(CuSO4+5H,0) 146.70 fiadnsy (0.59 fiadlua) Sodium ascorbate (C¢H/NaOg) 175.40
fadn3u (0.89 dadlua) 2-propynyl acanthoate 48a 100.70 n3u (0.89 fadlua) way Octal
azide 0.09 fiaddns (0.58 Tadlua) vhufAserfigumgiivies 0.30 lus ansiidansiesilagn
thluyilvuiandsemedelasunlnnailuvunedu tngldssuufvinaranenaniosay 20
lofiazTinnnoianiey landname 51a veunainiala 100.00 fadnsu Sovasndniue
WU 80 wag R 0.22 (szuumyinaralenausosas 20 loNaosdinnsnoLaniyu)

3.4.2) Benzyl triazolyl acanthoic esters 51b

LaTeun1uisialy C Taeds Copper (Il) sulfate pentahydrate

(CuSO45H,0) 147.20 fiadnsu (0.59 Tadlua) Sodium ascorbate (CsH/NaOg) 175.10
faansu (0.88 fiadlua) 2-propynyl acanthoate 48a 97.80 iadnsu (0.29 Ladlua)
uae Benzyl azide 0.08 faddns (0.59 Hadlua) MiUfAsenfigaumgiives 1.00 F2lus
asidunsilagninlusilsiuignisemadalasulnnsiuvuaeduy Tnsldszuy
fyvinazatenansovaz 20 Lofiaosdnnnaianiol lananaug 51b Yeuvainiala 121.40
fednsu Sovaznaniusivinnu 88 way Re 0.22 (szuumiinasansnaniovas 20 ofiaosding
HOLENLY)

3.4.3) 4-Methylbenzyl triazolyl acanthoic esters 51c

L3eunIudsialy Claeds Copper (II) sulfate pentahydrate

(CuSO4-5H,0) 147.90 fiadnsy (0.58 fiadlua) Sodium ascorbate (C¢H/NaOg) 175.80
fadnFu (0.89 fiadlua) 2-propynyl acanthoate 48a 101.00 Haansu (0.30 dadlua)
a-Methylbenzyl azide 0.09 adans (0.59 Tadlua) iUFAT g TTes 0.40 F2lug
asidaaseildgninluiliuiansfemaialasunlnnifluuuaedud Tnsldszuy
fviavanenauseas 20 wiaordinnnsianau landniug 51c vounanilala 100.40
Haansu SouazNanAuaNAY 62 Wag R 0.27 (Fzuudivinazatunanineay 20
LoNADETLANABLINLTL)

3.4.4) d-Methoxybenzyl triazolyl acanthoic esters 51d

LaTeun1uisHaly C laod s Copper (Il) sulfate pentahydrate
(CuSO,+5H,0) 147.50 fadndu (0.59 Hadlua) Sodium ascorbate (CsH/NaOg) 174.80
fadnsu (0.88 fadlua) 2-propynyl acanthoate 48a 101.00 Aadnsu (0.29 fadlua) wag
4-Methoxybenzyl azide 0.10 Jaddns (0.59 daalua) ﬁﬂﬂﬁﬁ%mﬁqmmﬁﬁm 0.30 7l
asidunszildgninlusiliivignimemadalasunlnnsiluvuaeduy Tnsldszuy
fvinazalsnausesaz 30 lofiaszdnnsolenigu larandwe 51d Yveuraiuilala 122.40
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1aan3y Se8askan UIYINAU 83 way Re 0.49 (Szuusvnaratenausasay 30 Lofiaasding
ADLENLTYL)
3.4.5) 2-Fluorobenzyl triazolyl acanthoic esters 51e

La3eun1uisialy Claeds Copper (Il) sulfate pentahydrate

(CuSO45H,0) 147.60 fiadnsu (0.59 fHadlua) Sodium ascorbate (CsH/NaOg) 175.50
iadn3u (0.89 dadlua) 2-propynyl acanthoate 48a 92.70 fiadnsu (0.27 fadlua) way
2-Fluorobenzyl azide 0.09 fiaddns (0.59 dadlua) viuAsenfigungiivies 0.30 Falus
asidaaseildgninluiliviansfemaialasunlnnifluuuaedud Tnsldszuy
fyvinazatenansovaz 30 loiazdnadaieniol lanandug 51d Yesvainiala 122.40
n5U SevasndniuIinAU 89 uay R 0.27 szuufiinazatenausovay 30 oiiaosdinnne
LNl

3.4.6) 3-Fluorobenzyl triazolyl acanthoic esters 51f

LaFeuniuisialy Clnad Copper (Il) sulfate pentahydrate

(CuSO4*5H,0) 146.60 fiadansy (0.59 fiadalua) Sodium ascorbate (CgH/NaOg) 178.70
fadnsu (0.90 fiadlua) 2-propynyl acanthoate 48a 97.80 adnsu (0.2874 fadlua) uaz
3-Fluorobenzyl azide 0.09 #adans (0.59 Jadlua) ﬁﬁﬂﬁﬁ%mﬁgmﬁﬂuﬁﬁm 15.00 F313149
asidunszildgninlusilsivignimemeadalasulnnsiluvuaeduy Tnsldszuy
fvinazateNansovay 20 lefiaesinnnoleniasu WMNandue 51f teunaiunilala 117.80
N3U SoUazNAnAMTIYINAU 83 Lag R 0.27 (Szuuminazaunausosay 20 oiiaesTinnne
LINLYULDTIADERLANADLINLYU)

3.4.7) d-Fluorobenzyl triazolyl acanthoic esters 51g

La3eua1uisHaly Clnuds Copper (Il) sulfate pentahydrate

(CuSO4+5H,0) 146.70 fadnsu (0.5876 Uaakua) Sodium ascorbate (CgH,NaOg) 175.1000
iadn3u (0.8839 fiadlua) 2-propynyl acanthoate 48a 101.20 fadnsu (0.30 ledlua) uay
4-Fluorobenzyl azide 0.09 fiaddns (0.59 fiadlua) siufAsefigumaiivies 1.00 Falus
asidaasgildgninluyliviansfremaialasunlnnifluuuaedud Tnsldszuy
fvinaratenausora 30 lefiaordinanolenay AHNARA T 51g vourandlala 111.80
fadnsu SovagnanAugIinAy 77 way Re 0.33 (szuumivinasansnansovas 30 wiiasding
FOLENLYL)

3.4.8) 4-Chlorobenzyl triazolyl acanthoic esters 51h

LaTeun1uisHaly C laeds Copper (Il) sulfate pentahydrate

(CuSO4-5H,0) 147.60 fiadnsy (0.59 fiadlua) Sodium ascorbate (C¢H,NaOg) 174.70
fadnsu (0.88 fadlua) 2-propynyl acanthoate 48a 999.70 faansu (0.29 fadlua) wag
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=

4-Chlorobenzyl azide 0.10 fiaddns (0.59 Tadlua) ¥ufATefigumadvies 18.00 Falus

asidunszildgninlusiliiuignimomadalasunlnnsiiuvuaeduy Insldszuy
fvinaratenausouay 30 lefiaordinanolenay larandug 51g vourawilala 122.40
faan3u SovazuanAma AU 82 way Rr 0.44 (Szuuimivinavatunauiovaz 30 Loliaozdne
FOLENLYL)

3.4.9) 4-Bromobenzyl triazolyl acanthoic esters 51i

La3eun uisHaly C laad s Copper () sulfate pentahydrate

(CuSO4+5H,0) 147.50 $iadn3u (0.5908 Hadlua) Sodium ascorbate (CsH;NaOg) 175.7000
fadnsu (0.89 fiadlua) 2-propynyl acanthoate 48a 100.90 faansu (0.30 Hadlua) wag
4-Bromobenzyl azide 0.12 fadans (0.59 fadlua) siviisefigamaiivies 0.30 s ans
fidunszsildgninluvliuiansmemadalasininnsfiuuunedind Ineldszuy P!
Mazatsnauiovay 30 Lofiaozdnnnatanay LaNanaue 51i vaurainiala 111.00
fadnsu SovaznanAuTIINAY 68 Way Re 0.40 (Szuumivinasansnansovas 30 wiiazding
HOLENLY)

3.4.10) 4-Nitrobenzyl triazolyl acanthoic esters 51j

LaSeun1uisialy Claeds Copper () sulfate pentahydrate

(CuSO4-5H,0) 149.50 Uadnsy (0.60 fiadlua) Sodium ascorbate (CgH/NaOg) 177.40
Hadnsu (0.90 fadlua) 2-propynyl acanthoate 48a 97.00 dadnsu (0.29 fiadlua) wag
4-Nitrobenzyl azide 0.10 fiadans (0.59 fiadlua) ¥UfAsenAgunafivies 0.30 Falug
asidunszildgninlusinliuignimomadalasunlnnsiluvuaeduy Tneldszuy
fvinarangNENspuay 30 17asTAARBLENIYY WMNARN NN 51j YeauaIniiala 124.30
fednsu Sovavnaniugiviniu 84 Way Re 0.22 (Szuumivazansnansovas 30 fiaozding

ADLENLYL)



	3.1  อุปกรณ์และเครื่องมือ
	1) กรด 3-คลอโรเปอร์เบนโซอิก (3-Chloroperbenzoic acid, m-CPBA), Analytical grade, ALDRICH
	2) โพแทสเซียมคาร์บอเนต (Potassium carbonate, K2CO3), Reagent grade, MERCK
	3) เอ็น เอ็น-ไดเมทิลฟอร์มาไมด์ (N’N-Dimethylformamide, C3H7NO) (Reagent grade, DAEJUNG)
	4) คอปเปอร์ (II) ซัลเฟต เพนตะไฮเดรต (Copper (II) sulfate pentahydrate,               (CuSO4(5H2O), Reagent grade, DAEJUNG
	5) ไดคลอโรมีเทน (Dichloromethane, CH2Cl2) (Analytical grade, RCI Labscan)
	6) โพรพาร์กิล โบรไมด์ (Propargyl bromide, C3H3Br), Reagent grade, TCI
	7) เอทิล อะซิเตต (Ethyl acetate, C4H8O2), Commercial grade, Zenpoint
	8) เฮกเซน (Hexane, C6H14), Commercial grade, Zenpoint
	9)  โซเดียมไฮดรอกไซด์ (Sodium hydroxide) Analytical grade, Ajax Finechem
	10)  โซเดียมเอไซด์ (Sodium azide, NaN3), Laboratory grade, LABCHEM
	11)  โซเดียมคลอไรด์ (Sodium chloride, NaCl), Laboratory grade, UNILAB
	12)  โซเดียมไฮโดรเจนคาร์บอเนต (Sodium hydrogen carbonate, NaHCO3), Laboratory grade, UNILAB
	13)  โซเดียม แอสคอร์เบต (Sodium ascorbate, C6H7NaO6), Reagent grade, TCI
	14)  ซิลิกา เจล 60 (Siliga gel 60), MERCK
	15)  เบนซิล โบรไมด์ (Benzyl bromide, C6H5CH2Br), Reagent grade, Alfa Aesar
	16)  แอลฟา-โบรโม-พารา-ไซลีน (α-Bromo-p-xylene, C8H9Br), Reagent grade, TCI
	17)  1-โบรโมบิวเทน (1-Bromobutane, CH3(CH2)3Br), Reagent grade, FLUKA
	18)  1-โบรโมออกเทน (1-Bromooctane, CH3(CH2)7Br), Reagent grade, TCI
	19)  2-ฟลูออโรเบนซิล โบรไมด์ (2-Fluorobenzyl bromide, C7H6BrF), Reagent grade, TCI
	20)  3-ฟลูออโรเบนซิล โบรไมด์ (3-Fluorobenzyl bromide, C7H6BrF), Reagent grade, TCI
	21)  4-โบรโมเบนซิล โบรไมด์ (4-Bromobenzyl bromide, C7H6Br2), Reagent grade, TCI
	22)  4-ฟลูออโรเบนซิล โบรไมด์ (4-Fluorobenzyl bromide, C7H6BrF), Reagent grade, TCI
	23)  4-ไนโตรเบนซิล โบรไมด์ (4-Nitrobenzyl bromide, C7H6BrNO2), Reagent grade, TCI
	24)  4-คลอโรเบนซิล โบรไมด์ (4-Chlorobenzyl bromide, C7H6BrCl), Reagent grade, TCI
	25)  4-เมทอกซีเบนซิล โบรไมด์ (4-Methoxybenzyl bromide, CH2BrC6H4OCH3), Reagent grade, TCI

