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A5AHIUNIY
3.1 YanansiniiuaziaIosilenld

3.1.1 Janasiall

1,4-Butane sultone (C4Hg05S) ¥83UIEN Merck
Deuterochloroform (CDCl,) ¥83U3¥ Merck
N,N-Dimethylformamide v83u3sv Merck

Dichloromethane (CH,Cl,) (commercial grade)

Merriﬁeltj’s resin (Cl 3 mmol/g wag Cl 1 mmol/g)
Methanesulfonyl chloride (CH;SO,Cl) ¥83uU3¥% Kanto Chemical
Methanol (CH;OH) (analytical grade) 983Ut Merck

1-2-Methylamino-ethanol ¥83U3%W Aldrich

O oSSy Ul B B N

Methylimidazole (C4H¢N,) V03U Merck
. Palm oil §veusna

. Sodium hydride (NaH) 60% v83u3%¥w Aldrich

—_ s
N —» O

. Sulfuric acid (H,SO,) U83u3en J.T. Baker

—_
W

. Toluene (C;Hg) (commercial grade)

—
iy

. p-Toluenesulfonic acid (C;Hg05S) 983uU3%¥W Fluka

15. Triethylamine (C,Hs)sN 989U3%W Ajax Finechem
3.1.2 \nsesile

1. indeamuudwdnuuulviraudeu (Hotplate magnetic stirrer)
2. Lﬂ'%'aaszmauuwuu (Rotary evaporator) 983U3uw Biichi
3. 1A389 NMR (Nuclear Magnetic Resonance Spectroscopy) ¥8dUI¥W Bruker ju
AVANCE 400
4. \A309% Mettler Toledo U A204
4 °
5. hseavingeyey1nid (Vacuum pump)

< v &
6. LATBILAINUTIU



3.2 N1522NLUULTTU

DOALVULITUIIN Merrifield resin AU jonic liquid 312U 13 lassaseanslul

sValsdu | 270 Merrifield resin Tasead1edruvane
¥1a (mmol/g CL)
R I
6 3 WN\/\N,—,I; b
\¢ e
ﬁ\OH
p-TsO 20
R7 3 | —
WN\/\NV'S _0
ﬁ"OH
. - 20
| HSO,
R8 3 | o
X ) WN\/\O<\>/S\;OH
o)
2
R9 3 o
\/\N
R10 3 wrh\/\ =\,
NN~
OMs
l
R11 3 N =y
NN~
HSO4
R12 3 | —
N [=\+
~ RN~
BF,
R15 3 -
NN §\
27oH
HSO,
R16 3 e
WN /N //O
E16 1 U AR on
p-TsO 0
R21 3 { v}
E21 1 -0
§\OH
p—TsO




3.3 NTALATIZRLITU

3.3.1 LAUNINAITEIATISALTTU

vnsdaarsiistumunesnuuuliuanaiuununmuiieinisdansmed

‘\% /N\/\OH ‘\‘V
N\/\OH

DMF rt. 3 days.

I i B
pasa

Merrifield's resin
R=resin (Cl 3 mmol/g.) EtsN / CH,Cl,

@ E=resin (Cl 1 mmol/g.) ™\ MsCL. 0°C. 1 h.
O I HN\?N
N~ e O I
N o N
o N MeCN, 90°C, 24 h. ~ oms .
S -
O.

0%
toluene 60°C, 24 h. PS
organic acid
O b : OVM o
o 60°C, 6 h. §
“OH
R6 = p-TsO anion
R7 =HSO4

UHUNINA 3.1 LAAINITAILAIIEHLITU RE WA R7

D

IO |
N~“0oH NaH, THF60°C, 24 h.
R2, E2

R =resin (Cl 3 mmol/g.)
E = resin (Cl 1 mmolg.)

WHUNINT 3.2 WAAINNTAILATIZMLITU R8 WAZES

& J e

| _- A O l

O N<~oms MeCN, 90°C, 3 days Ny
R3 R9

R =resin (CI 3 mmol/g.)



O

WHUNINT 3.3 WaAIN178AATIZWITTY RO

Es) =Y Es)

N
N ——— N +
\/\OMS \/\

N—
MeCN, 90°C, 3 days. N
RS R10 -
R =resin (CI 3 mmol/g.) B cargesic]
eluted with 1M H,SO,
@ or IMHBF,
Qb
\/\N _N—
R11 = HSQ: anion
R12 = BF,4
[ i c a
LLNUﬂ’\Wﬁ 3.4 LLﬂﬂQﬂ’]Tﬁ\lLﬂT'\ZﬂLT‘ﬁu R10, R11uay R12
D — 6
O N NH O -
Cl i > NN
MeCN, 90°C, 24 h.
Merrifield's resin R13, E13
R = (CI 3 mmol/g.)
E = (Cl 1 mmol/g.) O:,S\\
@ toluene, 60°C, 24 h.
organic acid O /\+
~ = /,O
- anion § OH 60°C, 19 h. NVN%%‘Q‘
R15= HSO, . X

R16, E16 =p-TsO

WHUATNA 3.5 N13RAATILMITU R15, R16 WAY E16

A fo N
e AL
O Cl ,H
NaH, THF, 90°C, 2 days

Merrifield's resin R17, E17
= (Cl 3 mmol/g.)
= (Cl1 mmol/g.) EtsN /CH,Cl,
MsCl, 0°C. 1 h.
@\ PS
HN N
(0]
R19, E19 MeCN, 90°C, 3 days. OMs
R18,E18 4
/S\\
toluene 60°C, 24 h. .\‘\(
O organic acid
/_j -0 60° . \/>\ -0
4 ﬁ\o 60°C, 24 h. ﬁ\OH
R20, E20 R21, E21 p-TsO 20

10



WHBAINA 3.6 NTRALATIZLETY R21 uay E21

3.3.2 A3N15HWATIZILSTU
153U R2 (WWUNINF 3.1)

Merrifield’s resin (Cl 3 mmol/g) 1.0052 guar N,N-dimethylformamide 9 mL lanaan
Va03uuIA 20 ML M8A 2-methylamino-ethanol 1.1351 g Lt igamgivieadunan 3 fu wnh
10 mL 9ndunsaunsuitld udidesaetn 20 mL way acetone 10 mL vinlWusiadne vacuum

pump laansianwuziuvewdedan
133U E2 (WHUn IR 3.1)

daAsewisineanuiunsdunsiei ALl catalyst lagly Merrifield’s resin (CL 1 mmol/g)
2.0239 ¢, N,N-dimethylformamide 9 mL uag 2-methylamino-ethanol 0.75 g viufjfsendunian

3 Yy eastidnwasiluveudadud
a o
159U R3 (WWUNINN 3.1)

133U R2 0.5435 ¢ uaz CH,Cl, 5 mL ldwasavaasivuin 20 mL stir 71 0°C ABE LAY Et;N
0.42 mL &1ty 10 it Aemen MsClL 0.23 mL stir # 0°C Wunan 1 wu.amiunseusdudild
WAIa19928 CH,Cl, 20 mL, W1 20 mL waz acetone 10 mL MlULieeae vacuum pump sl

[} =4 < <~
anwauetlUuYDILTNEInae
a o
159U R4 (LWUANTINT 3.1)

153U R3 3.9583 ¢ uag imidazole 0.79 g 1d seal tube vu1A 30 mL iy MeCN 10 mL ’Lﬁqquﬁﬁ
90°C {Juan 24 vy NTUNTeASTURLY WA ene MeCN 40 mL 1 20 mlL wag acetone 10

mL ¥iluiesieg vacuum pump leansiidnwaziluveudedivioseu
= d
139U R5 (MU 3.1)

158U R4 2.8161 g uag toluene 10 mL 1d seal tube aum 30 mL wen 1,4-butansultone
o a & a Ay v voow
0.82 mL stir LU’]‘]V]QQJVIQM 60°C Lﬂunm 24 %31, Q']ﬂUUﬂiENLi‘UUVl‘Lﬂ LalaNmY toluene 40 mL,
CH,Cl, 20 mL wag acetone 10 mL vilukasie vacuum pump laansiianwuziluveuisdivies

20U

11



153U R6 (WWUNIWF 3.1)

139U RS 1.2889 g waz p-TsOH.H,0 2.4729 ¢ 1d seal tube wu1m 30 mL LHiu MeOH 3 mL
stir flgaumadi 60°C WHunan 19 v, 3nifunseasduiild udrEdae MeOH 50 mL, 1 50 mL uas

acetone 10 mL ¥luasme vacuum pump laasidnwausiluvesuddiniessou
159U R7 (WHUNIWA 3.1)

159U R5 1.6420 g uaz U1 2 mL 1d seal tube vu1m 30 mL ABEMEA conc.H,50, 5 mL
stir Nigaumgdl 60°C 1utaan 19 . MntwAN 20 mL nsaasTuUALY ud2d199e 1 80 mL uas

° v v v v Y < < oo '
acetone 10 mL yilALIsIY vacuum pump Iaanstianwuziluveswdediinaseuy
139U R8 (MNUNINN 3.2)
[4

\5%U R2 1.0520 g waz THF 4 mL Tdlu seal tube 9w 30 mL L@AN NaH (60%) 0.3-g flow
N, gas waw stir igaumgiivies uaa 1 v :ntidld 1,4-butanesultone 0.86 mL stir flgaumnil
70°C 1unan 24 wu seliuiigaumgiivies :ntiutdinniy 20 mL nseasBuiild wérdadhen 50

mL uaz acetone 10 mL vilviwissg vacuum pump leansiidnwausiduvesudeden
159U E8 (UWNUNTWN 3.2)

dAsziisweanuiunsdansiziisdu R8 Tneltis®u E2 2.0938 ¢, THF 10 mL, NaH
(60%) 0.1748 guaz1,d-butanesultone 0.62 mL viuiAsenTunan 24 wu. ldansiidnuuzily

N LD
153U R13 (WHUNIWT 3.5)

duAsItisieanuiunIsauasIeiisdu Re Tngld Merrifield’s resin (Cl 3 mmol/g) 2.0157

g, imidazole 8.740 g uaz MeCN 10 mL viufjAsenduian 24 wu. laarsidnvausiduresudeden
153U E13 (Wnun 1wl 3.5)

duaszmisifernuiun1sdansieiisdu Re Tngld Merrifield’s resin (Cl 1 mmol/g) 1.9968

aaa

¢, imidazole 0.5442 g waz MeCN 10 mL yiwijizendunan 24 su. ldarsidnvausiduvewdd

TRp)
158U R14 (WWUNWT 3.5)

duaseisipeanuiunisdansiziisdu R5 Iagldisdu R13 2.8161 g, toluene 10 mL waz

1,4-butansultone 0.82 mL yUAsendunan 24 v, learsidnvaniuvewddiniesseu

12



158U E14 (Wwunmil 3.5)

Juasemisineanuiunisdunsieiisdu R lagly E1.2 catalyst 1.6587 g, toluene 11 mL

uay 1,4-butansultone 0.62 mlL viinsendunian 24 . laansiidnvazdurewidviesou
a =
139U R15 (WuUnNIWv 3.5)

duasizmisineanuiunsduasiziisdu R7 Taglaisdu R14 1.2965 g, U1 10 mL uas

conc.H,50, 5 mL viuiisendunian 19 au. laansiidnvanuvewdsdinaa
15%U R16 (WHUNTWA 3.5)

duasgidiRanuiunsduns1ilstu R6 laaldlstu R14 2.1823 g, p-TsOH.H,0 4.5504 g uay

MeOH 2 mL vhuffFenduian 19 wu. lasfidnuunduvewidniessou

153U E16 (WHUNIWH 3.5)

Fuasiiaiieanufun1sdauaszsisdu R6 1neldisdu E14 1.6107 ¢, p-TsOH.H,0 1.1631

g uas MeOH 3 mL vhuAsondunan 19 au. laarsianvausiuvewddiniowwou
a o
159U R17 (WHUNTWN 3.6)

NaH (60%) 0.54 g, THF 4 mL wag TEG 1.6 mL ldlu seal tube au1m 30 mL flow N, gas
Way stir LU']‘]Viqcuwn“ﬁﬁad Wuian 1 v, 1d Merrifield’s resin (CL 3 mmol/g) 1.0468 g stir LU’\‘]‘?‘!
gungil 90°C uamn 2 Yu anduseliiBuiigumpiviesud i 20 mL nseusduills udadns
%18 1 20 mL, MeOH 50 mL uaz acetone 10 mL vil¥iwfadae vacuum pump laansidnwaus

s

[ 2
WUYILIedu?
a o
159U E17 (LLWUAINA 3.6)

duasiziisiheanuiun1sdansizisdu R17 Tagld NaH (60%) 0.1891 g, THF 2 mL, TEG 0.65 mL

uaz Merrifield’s resin (Cl 1 mmol/g) 1.0637 ¢ viujnsenlunan 24 wu. Idasiidnwazidu
Paudadvn

153U R18 (WHUNNT 3.6)

daasiemitineanuiunisdunsieiisdu R3 lasldisdu R17 1.0820 g, CH,Cl, 15 mL, Et;N

0.6 mL way MsCl 0.4 mL vhujnsendunian 1 . leansiianvaziduveadedunm

d - W ’ -
S El6fusuniiges) dninauaurnI TN INBUMINIA
YTU Ay “a'WJ ITAU
5\4;‘] .................. j\ @Séo
13 AUNSATOM v 5 ..............
AUTUAMITIAD o iressesasns




Fuasremisiienuiumsdansieiisdu R3 laulaisdu E17 1.0972 g, CH,Cl, 15 mL, EtsN

0.2 mL way MsCl 0.2 mL vhujAsendunan 2 . Iiasiidnvusiduveudedan
a ]
159U R19 (WHUNINN 3.6)

duaseiisiaeniuiunsdunsizmisdu Re Tngleisdu R18 0.9647 g, imidazole 1.1799 g

waz MeCN 10 mL vufisentunan 3 Yu laansidnvazifuveudsdan
a <
139U E19 (WNUNTWN 3.6)

dupsieiisiaeniununsduns1sisdu Re Tnsldis¥u E18 0.9444 g, imidazole 0.4428 g

waz MeCN 4 mL Yfisendunan 3 Yu learsiidnvusiduvesudedan
a <
159U R20 (LWHUNINN 3.6)

FuaseWIntaeInunUA1sdATIEmsTUY RS laglaisdu R19 0.8465 ¢ toluene 7 mL uay

1,4-butansultone 0.8 mL loasidnwaziduvesddy
1STU E20 (WHUNINA 3.6)

duasieiisimeniuiunisdaunsizmsdu R5 aglaisdu £19 0.9266 g, toluene 7 mL wag

1,4-butansultone 0.31 mL loasiidnwausiluvoudadan?
158U R21 (WWuUNIWT 3.6)

duasiziisieniuiunsdansizmsdu R6 laeldisdu R20 0.7637 g, p-TsOH.H,0 1.1873

¢ wag MeOH 3 mL Wunan 19 vu. lvansidnvasiduvesudsdvun
a o
139U E21 (LeUNINN 3.6)

duaTzisifnuiunsdaasiemsdu Re Tnuldisdu £20 0.8995 g, p-TsOH.H,0 0.6683

g uag MeOH 3 mL Wuian 19 wu. lansidnwuziuvesudsdun

3.4 NMsduAsIzlulefiwa ;

& a d a v l v a0 YY) o Vv
FasFunmisule 0.5 g ldvinAunauvuin 25 mL Mifeld1iu reflux condenser Mnaasay
sruuidu Wuwviueaadll (Bnsrdruluavesuviusasotnsuidu 12/1) ndunesuitulidy
aaa 4 a v A 1
0.5 ¢ aslUluvawman Auljisengungll 75°C Wuan 24 vy, Tevemannuvesnidu 2 danu

(%
o w

) d - - ¢ & a ) o < < &
Auntduranal AL d@15aLanuusIuNIuLa 1UISﬂL‘?JaLLﬁSU'IJJUUWaNVIWIaE] AUNUUYDIL AD
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158U 1heeskamnnseauddndniallmaungumaiives d1asTumelenuLazIINIea 533
Fursamarfildudnitluszmesavinaraieeen viliuiasie vacuum  pump 3rntuiluiiasizn
fhawmaiin NMR spectroscopy tiamuimmsasazvananiuminle (Gelbard, 1995)
H3;CO—CO-R'
H,C—0—CO-R'
HC—0—CO-R" * CH3OH
H,C—O0—CO-R"

HZC':_—OH

+
Cotalyaly HsCO—CO-R* * HC—OH

HscO—CO-Rm 12T OH

triglyceride methyl ester glycerol

sUT 4 Yiisensduaszilulefwanuuiisemsudieamesiadulaeldisdurinegdusais
Ujisen

\

3.5 N1SILATIZILTTUNLA

11 153U Al fisensduasizilulediwalad TWitasigvaaamatia Fourier transform

infrared (FT-IR) spectroscopy wag Energy dispersive X-ray (EDX) spectroscopy

15





