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Enantiomeric separation of alcohols by gas chromatography using

derivatized cyclodextrin as stationary phase
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Enantiomeric separation of alcohols by gas chromatography

using derivatized cyclodextrin as stationary phase
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Abstract

Four chiral alcohols were synthesized via the reduction of ketones. Enantiomeric
separations of 26 alcohols with 3 core structures (1-phenylethanol, 1-phenylpropan-1-ol
and 1-indanol) were studied by gas chromatography using 2-O-methyl-3-O-acetyl-6-O-
tert-butyldimethylsilyl-B-cyclodextrin as a stationary phase. All analytes could be
separated into their enantiomers. The core structure, type and position of substituents
strongly affected their enantiomeric separations. 1-Indanol and their derivatives were
completely separated with short analysis time (less than 2 minutes). While 1-(2-
methylphenyl)ethanol (or PE-2Me) took the longest analysis time for complete

enantiomeric separation.
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s1vssznay

1a398319v09 2-0O-methyl-3-0-acetyl-6-O-tert-butyldimethylsilyl-3-CD
lassasvasuaan, Danuazunuun lolaaansnin
slvuazawavasdonlolaaiandniv
miLﬁ@msﬂszﬂauL%oﬁﬁau’éuﬂg%‘mz%iwmiﬁuvlsﬂﬂamﬂsf'ﬂ‘%u

1H NMR spectrum (CDCl;, 400 MHz) 983813 PE-H

1H NMR spectrum (CDCI;, 400 MHz) 0838173 I-5Br
UsznTnnvasnaauil (plates/m) ﬁqmﬁgﬁ@hm

lasunlnunsuvas PE-H, PP-H uaz I-H (Idsunsugmangdl: 40 g 220 °C,
20131 3.22 °C/min)

(a) resolution maamﬂwﬂ@jﬁuuumama% w8z (b) elution temperature Va4
udazdunufilaiwasvaiuaanagas 26 wia (Iﬂmﬂ‘mqm%{]ﬁ: 40 19 220
°C, 80131 3.22 °C/min)

lasunlnunIuvas PE-2Me uaz PE-4Me (ldsunsugmangil: 40 fis 220 °C,
20131 3.22 °C/min)

lasunlnunsnwes PE-H ﬁqm%nﬂﬁ 110, 120 uaz 130 °C
lasanlnunsuued I-5F ﬁlqmﬁgﬁ 200 °C Uaz PP-4F ﬁqmwgﬁ 110 °C
lasanlnunsuwad I-H ﬁqm%gﬁ 170 °C uaz PP-H ﬁqmvxgﬁ 120 °C

1H NMR spectrum (CDCI3, 400 MHz) 483817 [-5Cl

1H NMR spectrum (CDCI3, 400 MHz) 983813 I-5F

16

17

19
20
22
23
28
29



AN
1.1

21
3.1

A1
A2

d13ua19lsznay

gutavanaan, deuazunuunlolaaiandnIn
U ‘ﬂ' €d' a 6
TA39IRI LA TaUDILAANATARN VT MWAITILATIEN

a

nzlunsusnduuuiilewedldauysal (R, > 1.5) dngmnniag
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UNN 1

UNWI

[=f o %
1.1 anaduwainazanadriamuasifand
Aa Aa 6 I a 6 . < Aa
Buuniilaweidailumanilololowad (sterecisomer) dsminvwita  nilgas
Imaqamﬁauﬁu LT AWNIZA NN TINWURE N WA TaUNUNWINEHEN  wazdauanig
mﬂmwmﬁauﬁunﬂﬂs:ms u,@im']wmmmlumsmmm’mLLaaIwawvlssﬁ (plane of

. . ] o a al {nl' < a a [
polarized light) @9k lasBunuiloweiniduddunuilaweinuaznyuizuwiuuad
Il ldluemeassthunu laslddyansol (R) uaz (S) lumaszyfinsdaitose
pasnyunuiisauduniiladn (chiral center) F9vzdaiTEuLUMUTNMIRNUANIN
WA aNE1eU [1] wenanit Bunuiilawasudazalanalaudan1siinmwwanens
> A A a€ ] s U o & % 6 a K2 A a a
iu wialgnduandenuld  deu nslduslominedinmndsfonlslugunuiila
& A Aa . . A o & 9 AadA
wailpwnunmslslugivesmaundin (racemic mixture) F9dududasiiifasiasey
=) Qs’ a ~a d v
anuuignvasdunuilaweiifeadie
ac & a A & & P &a &
NI swlanondunuiilawasvasueanasas  tiasannueanasaanyszlom
waneen lasannzlumamsunng Imsltueanesasiduansaidunia intermediates
lumsuaasnInelse Taudarduuud Lo asunuaadg NI ANIITIAWLANG1IN
dq"" 6 &, 1 v Ql 1 v a e dq'
wananidanvuaanageaidusiudsznavluasliniudsziandeg de lasauidad
wWanldinaflaudalasunlnni?d (gas chromatography, GC) lumsiamzhdunuiile
& ¢ A [ a & A A ed & o
Wasuakeanazas Liedann GC wnnznumMIagransdunsdnnanadulalaine 2]
uaziianlfinanfl (stationary phase) (uauwus lolaatandviu

A . [ a o o £
lolaaiangn3n (cyclodextrin, CD) lednanfununludiadsesrivannin

e 2D

mydszendlinuens w3ssdans pnauaad wiaidusiutsznanves [3] wanani
galtszlomilalasiandnsuluidand 11w NNIILeTNTRRNTATIRITUTENaULTITan
@ & o & A A o ' o A a
mifsenzdeuiutloleaendriuielfusnasiwiumaiianelasanlnnnd - lay
6 A 2 g/ t:i A

lolaaandvsutznavdinthamaluanai@edda nalalwslug  (glucopyranose)
dandenuiursdronuselnalagdn (glycosidic bond) lasloslaaiandnIuiiwuuin
ﬁq@ léun o-CD, B-CD uaz y-CD ﬂizﬂauﬁmngiﬂa 6, 7 U8z 8 Wiy @IURIAL
d' 6 A a ) % = v % 6 A & d'

iasnnlolaaendriudaud@lasn  Femansnlfeynuslolaaendniwdunaaanly
wafialasininn@ ensuenlalmuesniadunuilawasle [3,4] fnIUMS



Aanziansnisinaia GC Wuiwﬂaﬁ'ﬂé’nﬁnﬁmNa@iamﬂwﬂmaami loun suti@vas
30 TV WEAT LLa:qmﬂgﬁmaaﬂaéTuﬁ [5]
Imm‘i%'ﬂf‘:au%ﬁazﬁﬂmauﬂ'ﬁmaaam&ﬁuﬂeﬂﬂamﬂ%ﬂ%mﬁ@ 2-O-methyl-3-O-
acetyl-6-O-tert-butyldimethylsilyl-B-CD (gﬂﬁ' 1.1) Fadwdaasioialng lumsusnd
upufilawesvasueanazas  lasmanzlunsuendunuilaiasuasieanagasadnaid
WALANHINARIIATIRIIINEN smﬁd"nﬁ@LLaz@hLmulwamgtmuﬁﬁﬁwa@iamumn@;%

a 6
Luwilatuas

1.2 JanUszasnnaduiv
a % 6 a
- RIATIEA ATALARNATARNA NG
- wnlunIwendunuilaluasuadnaanagasaiy GC Lﬁasl,%m#ﬁ'ufﬁmvlsﬂﬂa
WngrnInTia  2-O-methyl-3-O-acetyl-6-O-tert-butyldimethylsilyl-B-CD  1{wwa
AN

1.3 unalasurlnns (gas chromatography, GC) [6, 7]
23 Al & a Aa % 6
uislasuinnnidwnefianfionlfuanasddsznavresaningy  laoasnanle
o v v ew a PN . A & .
aﬂ’l’J:LLﬂa%QﬂW’]LﬂlﬂgﬂaauumEJLWaLﬂaau"n (mobile phase) B3IdLLN&N (carrier gas)
a £ o { { . & '
uwaztiansusniunmsluneauiiussananiil - (stationary phase) NNBUUARE
asftlznaufldanmiuenandngiaiasnsiaia (detector) Taazuaaadanmaanaln
juwaslasanlnunu (chromatogram)
a o = & Ao oA
w3nsuialasunnnwiasddsznaunaman Ae
(1) szuulasnsalasing
Y ' a o A a - A . . A
sIdedniazgniadnnada (injector #ia injection port)  lasnoluazdl
A Y o o o A o o . & ' o | Aa v A
wadslianuseurininnldasaredenmadule lasszuulaansarasnsnfiould fe
split injector lag3Tazlianidatsdwiuianfidhgaeduil wazdulngjazgnaznoii

aan



(2) LAEW

& 23 dl Y o > % ' oV (% 1 a 6 & 3 & 23

LﬂuLLﬂawimaﬁﬁsuwwaﬁsmaamﬂuaﬂ’numamgﬂaawu TILAFNIAIT T LA
t:lI 1o aaa Q s 1 = ;:!' a a ;§' 23 t:lln
w"lumﬂgmmﬂuiuLaqamaamsmamamaLWaﬂm wazlianuuigndgs  uiawniiou

o A A A A A

lmuﬁan@ fa T1RuN wlasian wialalasian

(3) ABANK

o ¢ Aa A a A o ~

Muluaaa NIzt AaNIILLNVBIRNIINRN LihaINNANITARaUAILIWRAIN 1aLENT
ALUANABNINNAWLG LUaTNNIINIZINLA I 2 IWRNLANGAIIN %GLLaﬂﬂugﬂmaa@hmﬁ
N1INTENY (distribution constant, K) PIRUNI
CS

M

K = 198 Cs WAz Cy A8 ANNNTUzaIanIWansnuazlunaafannanudau

lagaaauiinlanumeaiia GC 8 2 Uszian fa unwanaauil (packed column) waz

v
a v a4

a = v ¢ . v a a v & A &)
wpllas3naanil (capillary column) lagswidsindanltunlaaiinosus Hanwmeailn
=3 4 A v A a6 o 6 A
waaaglinna  wiimeluiefeudsiaasiiduilauniasenanuonnesud o9
o & g a a a ' o ¢
Aaaul LAzl Antawgenitunanaaus
punndvasnaauilduddnydanisuenasdadneia fuRugmniiaad
[ o L'y s ' ‘&/ A '
aaault v liasddsznaupasaniniadniaanuisrlu aasIMIeNzA  uanINae
gunnivasnaautiaztioriliniTuen (selectivity WAz resolution) vasasfliznauvad
ot
RINFNAUY
(4) LA3DINTIG
& &l v a ] A o a € A A A A
\dugunsalnausalidygisuietiuaniiansidainsienzinialiansaud
' 2] o e A 1 a v d‘yd o A o a
wanes lanufswisanananaaauinia luwispinaanldinliasnsviariia
flame ionization detector (FID) lagsinkilunisamaiianziansdsznaudunis
(5) é’huﬁ‘lﬁfﬂs:mawauarﬁa;&a@m6]
\WeasddsznauvasmIdietefawdngiaTasnmataudy dygrmezgnuling

aaﬂmlugﬂm aslasanInunsy

6 A .

1.4 lolaaandnin (cyclodextrin, CD)

lolaaandrswduaaladlnuanalsd (cyclic oligosaccharide) vasnglaw
sneazduwisuniundsznaudisthanalaanadss fa nalalwanlua wendanwiuag
druWusz a-1,4,-glycosidic lavlolaawandviiuinuuiniiga Aa a-CD, B-CD uaz y-CD
Usznaudianglas 6, 7 uaz 8 wiiy awdau 3] (3UN 1.2) anduldiloleaiandaiu
A o & Ao oA A Ay ad o . \
fanwouzidulne leslansusdudezvenliluanavasssaunlifivadlueglutes



d'd A ] g’ . 1 a v 6 A
LLﬂU@?GﬂﬂWGﬂNﬁNU@VLN%aU%W (hydrophobic) mumnmmuuaﬂmao"bﬂﬂm@ﬂﬁnmmz

fimutiawouiin (hydrophilic) [8] (gﬂﬁ 1.3)

A WRAILUIDUNIUAIANTIIN 1.1

51U 1.2 lassasvauaan, danuazunuun brlaaandnn [9]

fNUAUNIUzNIvad LT laaiangnIund 3

317 1.3 sUNsuazawavasdanlolaaiandniu [10]

M15190 1.1 ausaveswaan, danuazununn bolaaandnsn [3]

physical property a-CD B-CD y-CD
number of glucose units 6 7 8
molecular weight 972 1135 1297
inner rim 4.7 6.0 7.5
cavity diameter (nm)
outer rim 5.3 6.5 8.3
cavity volume (mL/g) 0.10 0.14 0.20

A € a Ao &
hasann krlaatandnInianwostdulns

Ml lolaaiandnsnaansaiia

sIdsznauiBetaudung i (inclusion complex) numIdneg lanannane (Un 1.4)

lasansmzdragnaansniliifessdszneudidenduagtuld da vwalnsivasls-




laalandy3w (host) NWadnULWIAVad guest [11] wananitlolaaandnIugsdauia

1ava %Gﬁﬂ%lﬁﬂtgﬁ%ﬂ‘ﬂﬂﬂL@ﬂ%ﬂ%uLﬂuLWamﬁ fnTumatanalasannnWlunny
€ A A a [

wenlalauasriaduuuilalwas

oooooooooooo e eIRONe]
060095000 Q0 0O

p-xylene CD inclusion complex

sun 1.4 miLﬁ@miﬂizﬂauL%oéﬁauauﬂg“ﬁ'm:%dnmsﬁ'u"lfﬂﬂaL@ﬂsfﬂ'%u [3]

1.5 ewIdefiiaInas

1) 1996 Bicchi WazAmAz [12] MNENUMIULENENTBLURA lalwasUTsLANUuaafY, @
Tnu, uaanagas, lesmaiuazBmeisiuin 35 wia domafiaudalesanlnnnd Ald
waaaTnaant I(ﬂﬂl"ﬁmamﬁLﬂuagﬁuﬂﬂﬂamﬂfﬁw"m Ao 2,3-di-O-ethyl-6-O-tert-
butyldimethylsilyl-B- uag -y-CDs (ETTBS-B- Uaz -y-CDs) 13suinauny 2,3-di-O-methyl-
6-O- tert-butyldimethylsilyl-B- uas -y-CDs (METBS-B- uaz -y-CDs) lawldlalasiawiu
uwiaw) gunnlveddndamsdiaing 230 °C Fiasasaraialszinn FID ﬁqmvﬁgﬁ
250 °C  WAMINARBINLN ETTBS-B- waz -y-CDs 1fluinansfifianin METBS-B- uaz
-y-CDs Lﬁaamﬂmm‘ml%qtmgﬁmamaé’uﬁﬁﬁﬂﬂdﬂLLa:slﬁaJs:aw%mwslumsl,mﬂgja
WU Lol asvaIanIAl8E19ann ‘Sﬂﬁ”'aﬂ'aﬁmsé'aLmﬂzﬁamgﬁuﬂéﬂﬂaL@ﬂsﬁﬂ%uﬁum
lns da 2,3-di-O-pentyl-6-O-tert-butyldimethylsilyl-- Waz -y-CDs (PETBS-f- Laz -y-CDs)
ielfusndunuilawas uanwuirddszansawlumanenasdunniilawasen

1) 1999 Quattrini wazAM [13] THNUMTUENBURWALBLNBSUBY o-ionone e
iaftautalasanlnnnd Tagldingaafiiln heptakis(2,3,6-tri-O-methyl)- B-CD azanlu
polysiloxane PS-086, octakis(2,6-di-O-pentyl-3-O-trifloroacetyl)-y-CD L8 octakis(2,6-di-
O-pentyl-3-O-butanoyl)-y-CD azanelu polysiloxane SE-54 lagldlulasiauduuiann
NWITuwuIn (S)-(-)-a-ionone  wpnaanuInaw  (R)-(+)-a-ionone War P-ionone
MUSIA

U 2003 Chen uaz Shi [14] MNenunMIFRaTzReunutlalasiandnin 3 oila
fa 2,3-di-O-pentyl-6-O-valeryl-3-CD; 2,3-di-O-pentyl-6-O-heptanoyl-B-CD &g 2,3-di-O-



pentyl-6-O-octanoyl-B-CD %alﬁﬂmwamﬁiumﬂwﬂaLLuuﬁIaLua§maaaﬂin§uLaaLwa§
uwazuoanagesswiu 15 e lesldlulavawduudan  aunglvesdindams
fraghawin 250 °C lfie3asamaialszinn FID ﬁqmwgﬁ 250 °C LAzALATIZHAE
watlaaanosuyl launaduiing 3 wia Jsz&nTnwdaglugag 2,100-3,000 plates/m
HaMIsuNLIM I inaasiiziia 2,3-di-O-pentyl-6-O-valeryl-B-CD  &13N30UENED
LLuuﬁIaLuaﬂﬁumﬁq@ 11 ¢ mslingnafizfia 2,3-di-O-pentyl-6-O-heptanoyl-B-

cD LLUﬂQSLLuuﬁIamaﬂﬁ 94 faumsltinansiodia 2,3-di-O-pentyl-6-O-octanoyl-B-
CD usnddunuiiloweildides 6 § uwsadliiAuihanumaninlumuengdunuiila
Lua*?maaamgﬁuf’lsﬂﬂamﬂ%ﬁua@m Lﬁammmwaomﬂﬁms’uaumawﬁm%aﬁ
) ] 6 dl 6 A ‘g/
FURUIATUBUN 6 UL LT laaLaNTNIUNINT
1 2005 Takahisa was Engel [15,16] mmmmié'aLmﬁzﬁmgﬁuﬂﬂﬂm@n%ﬁu
2 viia Ao 2,3-di-O-methoxymethyl-6-O-tert-butyldimethylsilyl-3-CD (2,3-MOM-6-TBDMS-
B-CD) uar  2,3-di-O-methoxymethyl-6-O-tert-butyldimethylsilyl-y-CD  (2,3-MOM-6-
. ﬁ ¥ |° gt 123 a
TBDMS-y-CD) waulu OV-1701vi Gsldilunansnansuuialasunlnnsd lunsuand
a 6 ] 6 a 6 a Aa 6
LLuu‘ﬂIaLwawadmiﬂqmwaﬂaaaa, LanAlad, Alnw, NILaTAn, LaRnas  uas
o 6 o a I v a 1 a
gydsznaugaasinwin 125 1ha  lagltlalasiawduiizw gannlvesduiass
MBI 220 °C qm%gﬁmaam’%aam’mi'@whﬁu 230 °C uazitazwalsnailasis
AeaNY  WanITewuINMsitinaasnoiia 2,3-MOM-6-TBDMS-y-CD lwuszantawlu
miusndduuuiilaweidninislfinansiisfia 2,3-MOM-6-TBDMS-B-CD
U 2005 shi uazAme [17] NounIduaMzieuiuslolaaandnin 4 sila Ao
2,6-di-O-benzyl-3-O-heptanonyl-3-CD; 2,6-di-O-benzyl-3-O-octanonyl--CD;  2,3-di-O-
benzyl-6-O-heptanonyl-3-CD iae 2,3-di-O-benzyl-6-O-octanonyl-3-CD WWalhdwwa
~ o % oV =t Aa a 6 oA 6 .
aangnTunAalasin lnnd ElummﬂﬂaLLuuwIama‘smaamSﬂquawaﬂ"lfm (epoxide)
loglFlulanawiuudan  gunplvesdiudassdmainariiny 250 °C laglfiaTas
A3529301U52LAN FID ﬁqmvagﬁ 250 °C uazdaszralsnallasiInasniniainuenn 20
WaT, UHUEUENA1 0.25 TafNaT uazaunKIzaIWEY 0.31 lalasiwas laad
ﬂs:ﬁw%mwmamaé’mﬁagluma 1,300-1,900 plates/m Tefiaindadn Tevnazidunaun
=~ = . . ' A a a 6
NNANUUTINTI (rigid) Vasnyununziialunda (benzyl group) uuimaqavlﬂﬂammj
v3u  dwzneuiunshewiutlolasandniung 4 sfefiananiia (viscosity) @1 &IHa
msmﬁamjaaatgﬁuﬂsﬁiﬂaL@ﬂsﬁﬂ%uuuﬂaﬁuﬂﬁ@wmaﬁfﬂ LENANITIDLWL LY

o 6 a a A o P a a 6 1A va
ADANUILNUILRINTA WG LL@]UG?H&J'WULLEJﬂfJI?JLL%%‘YIIE’JLSJ?JTIJQG@"I‘JT]QNQW@TWVL‘D'@WL@@



UNN 2

n1Inaaag

2.1 m‘%f'aaﬁaua:qﬂmtﬁ
Gas chromatograph (GC) §u Agilent 6890 series WiaW split injector LLax flame
ionization detector (FID)
NMR spectrometer (Bruker AV-400 or Varian Mercury Plus 400 spectrometer)
158998180 4 Gunis Mettler-Toledo I% AB204-S
GC syringe 2¥19 10 tulasaas

PIAUIIIENIVINALEN (vial) 2 Tulasias

2.2  unauazaIslad
hydrogen gas, nitrogen gas, zero grade air NAUSEN INuBUGRAILaLAE 3110
mualuazmviazmeiunidiwiunmidianzileaneged  INUIENEKES
m‘smﬁ‘fﬁiﬂ (Aldrich, Fluka, Merck, J.T. Baker)
ssasaualn laun
> acetophenone, [98-86-2], 99%, Aldrich
» 5-bromo-1-indanone, [34598-49-7], 97%, Aldrich
» 5-chloro-1-indanone, [42348-86-7], 99%, Aldrich
> 5-fluoro-1-indanone, [700-84-5], 99%, Aldrich
AYNazasdunITENIUMTIATITAE GC leuA  dichloromethane (A.C.S.
grade) La¥ pentane (ultra resi-analyzed grade)

n-alkanes L%% pentadecane, hexadecane, eicosane 310 J.T. Baker

2.3 laSawsanaaas
{d‘ a v d‘y [ 6 = > > = [ a a
WaANBTART 1T IINUIFBT FILATITHANNIANTUVBIAINUGIE NaBH, lag3nd
d' o 6 a s o et a o ,_-3’ U s 6
WBoNd1219a  [18] wazNIng  adFaTiw [19] ANSLNUITL R LA FILATIZH  1-

phenylethanol LLa:aHﬁuﬁ(maq indanol LANNLAN



231 NMIRIATIZHLOANDTDA

NaBH,4, EtOH
_—
reflux

@i
i
NaBH,4, EtOH
—_—
reflux
R

o
OH

jos

AzaNgAlng (2 mmol) Matamuea 10 mL luvianunay &y NaBH, (4 mmol)
asluaazay anddwandidunm 3 Falus ayIRaUMBNAYFAseneisinaila thin
layer chromatography (TLC) lus=uy hexane : ethyl acetate ANEIW 311 AIIIROU
FfunisadsaINaan e ldugs UV IMNUUTIRETIRNazeeY  rotary
evaporator 22 lwasudefinn  azanpvesudefiladis 2 M HCI fanaiassazansals
dichloromethane (CH,Cl,, 2x25 mL) iau%uaﬁiauﬂ%ﬁ (organic layer) e il
LAIA2E anhydrous sodium sulfate (anh. Na,SO,) JTBAIazaIRLAIas e
LaanNaTan ﬁgﬁ]ﬁt,aﬂé'ﬂmﬁmadwamﬁmﬁﬁvlﬁﬁwmﬂﬁﬂ "H NMR spectrometry (Bruker
AV-400 or Varian Mercury Plus 400 spectrometer at 400 MHz) Tagla CDCl, Juaari
azaY
232 MIABWURIIALANE

aemuaINTanuaanagasudszaiia (@ua13ei 2.1) lu dichloromethane 143
anuTRdulszanm 5-10 mg/mL ialdiienzidameiaudalasanlnnmil

P o A &l a &
M197°91N 2.1 Iﬂi\‘iﬁi’]\‘iLLazTa"UﬂdLtaaﬂaaﬂaﬂlﬂuﬂqiq LATIIEN

AU Ta398379 ik Ak

N§y 1-phenylethanol LLN:Q%WWE

1 PE-H 1-phenylethanol

2 PE-2Br 1-(2-bromophenyl)ethanol
3 PE-3Br 1-(3-bromophenyl)ethanol
4 PE-4Br 1-(4-bromophenyl)ethanol




fau Ta398379 ik Ak

oH

/

PE-2ClI 1-(2-chlorophenyl)ethanol

()}

PE-3CI 1-(3-chlorophenyl)ethanol

»

2

PE-4Cl 1-(4-chlorophenyl)ethanol

N
Q.

2

")
/

PE-2F 1-(2-fluorophenyl)ethanol

PE-3F 1-(3-fluorophenyl)ethanol

10 PE-4F 1-(4-fluorophenyl)ethanol

[(e]
\ / C(/ \
" &

Q

11 | e PE-20Me | 1-(2-methoxyphenyl)ethanol
/ OCH
S

12 | P PE-30Me | 1-(3-methoxyphenyl)ethanol

13 /@A\ PE-40Me | 1-(4-methoxyphenyl)ethanol

14 CEJ\ PE-2Me | 1-(2-methylphenyl)ethanol
st

15 | e PE-3Me | 1-(3-methylphenyl)ethanol
\'|.'k.

16 | i PE-4Me | 1-(4-methylphenyl)ethanol

=

HyC

N§a 1-phenylpropan-1-ol LLa:atgﬁ’uﬁr

17 | = PP-H 1-phenylpropan-1-ol

=
18 /O/lv PP-4Br | 1-(4-bromophenyl)propan-1-ol
19 = PP-4Cl 1-(4-chlorophenyl)propan-1-ol

\

Qo
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fau Ta398379 ik Ak

20 PP-4F 1-(4-fluorophenyl)propan-1-ol

21 Jﬁ/b PP-40Me | 1-(4-methoxyphenyl)propan-1-ol
Hy OOy /

22 PP-4Me | 1-(4-methylphenyl)propan-1-ol

ﬂ@l&l 1-indanol (2,3-dihydro-1H-inden-1-ol) LLa:auzﬁuﬁf

OH

i
23 q> I-H 1-indanol
.

24 } |-5Br 5'-bromo-1-indanol
lllrOH
25 /©/> I-5Cl | 5'-chloro-1-indanol
26 | = > I-5F 5'-fluoro-1-indanol
L

2.4 nsensialaunalasuilnnii
241 QAN
lFuatlarIaeauit aNeNn 15.50 LGS Lﬁumug{uﬁﬂma 0.25 aRLNAT LARDU
Froansil @ 2-O-methyl-3-O-acetyl-6-O-tert-butyldimethylsilyl-B-CD (31.75%) waalu
0V-1701 Senunwmasisunansi 0.25 lulaswas
242 msdsuanizaeantiarnmInasaudsz@ninnasany
USuanzaaaNtnaumslaim I@ﬂ(&i‘iqmﬁgﬁﬂaé’uﬁﬁ 220 °C  IUNTNG
baseline Al ﬁnﬂifumaauﬂizﬁw'ﬁmwmﬁwﬁﬁqmﬁgﬁ@m6] lutrswasmsienes
(100-210 °C) lawldansazans n-alkanes 1% pentane Tufiniian (tz) WazANUATIVB9

= PRy o a A o ¢ A
WA (W) LNBATWI WAL TEENTNINVBIADANUANURUNITN (1)

2
t ]
N=5.54 [—R] FUNIN (1)
Wh
243 mIugnduuuilawaivaiuaanages
RN1IENIINARD
carrier gas : hydrogen, velocity 50 cm/sec

injector . split (split ratio 100:1)
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injector temperature : 250 °C
detector : flame ionization detector (FID)
detector temperature : 250 °C
make up gas : 30 mL/min (nitrogen)
hydrogen : 30 mL/min
air : 300 mL/min
rnusndduuuiilawairasuaanazesudazsfia  lasnensdlfomnpiinaaui
ﬁ”'aLLquﬂiLmiuqm%{]ﬁuaumuqmﬂgﬁmﬁ Lﬁa‘mma:ﬁLwﬂﬁjauuuﬁiamaﬂﬁauyitﬁ
ﬂﬂﬂl%L?ﬂﬂﬁﬁﬂﬂ‘ﬁﬁgﬂ
- Iﬂnmmqm%nﬂﬁ: éi”'aé'mm'mﬁuqmﬁgﬁﬂaé'wﬁ (temperature program rate) @430
284 Grob test [20] I@Ulﬁqmﬁgﬁﬂaﬁuﬁﬁ'uﬁu 40 °C Lﬁwqmwgﬁ ABRAT 3.22
°C/min A%D4 220 °C 4arNTasauNTINLaanagaayseanm 0.2-0.4 uL  tuiinaan
(tg) WAZAMNNINIVBING (W) Lﬁaﬁwmmqm%gﬁﬁﬂﬁﬂgﬁﬂLLazmmastﬂmao
N13LeN (resolution, R)
- qmvx{]ﬁmﬁ: @?&qmﬁgﬁﬂaé‘wﬁmﬁ Tus29 80-230 °C Lﬂﬁyuqmﬂgﬁﬁaz 10 °C
(ﬁaoqm%gﬁﬁtﬁaﬂlif %uﬁ'u*’ﬁﬁmamaaﬂaa%?) udaza AAFIRZAUNTIN
waanasaalszunm 0.2-0.4 pL ¥ndneghetios 2 a5 Tufinnm (tg) LRZANUNIN

PoIRA (wy) LABAIWIT retention factor (K'), selectivity (o)) ez R, S98WMIN (2)-
4)
' tg —t A
k :(uj FUMIN (2)

Ty

Ko (te,—t ,;,.
=—2={R2 M RUMIN (3)
kl tR,l - tM

R =1.177 x| 2 _RL gUN1IN (4)
Whao +Wh



UNN 3

AanNnIInnaad

3.1 msadtAsillaanadaa

MIRILAIZA 1-phenylethanol HulTuNTaNTUEY acetophenone #I2N
Wandiiuan 3 Talws anaseumafaUftodoimadia TLC Tuszuy hexane
ethyl acetate 8aTN&I% 3:1  WudnAaasina (R = 0.63) AuAnEsINNETRIAY (Rf =
0.83) wadIsTinpaazany lanAan i luaaanadla (80% yield) Lﬁaﬁﬂﬂﬁgﬁ]ﬁ
nanmaldsnaia 'H NMR (gﬂﬁ 3.1) Wué’tytywmmawyl'vlamaﬂ%ﬁ@mmm § =246
ppm (5, 1H, OH) WAzAYIA & = 4.85 ppm (q, J = 6.5 Hz, TH,), CHOH) Ts'laile
Unngluasasiu  wananildiwudyymd 6 =148 pom (d, J = 65 Hz, 3Hw,
CHCHj) uaz 716 =7.45-7.23 ppm (m, 5Hp) ArH) 9ndayadinaidsduduiildas
WAAA U (1-phenylethanol, PE-H) aaifidaans

Hp OHp
Hc
Hp
CHga)
Hp Hp
Hp
J | U
gﬂ‘ﬁ 3.1 1H NMR spectrum (CDCI;, 400 MHz) v83813 PE-H

IINUURILATIZR 5-bromo-1-indanol WUl JATNIaNTUBaI 5-bromo-1-indanone

Aaanumsauiinlvasdlfisondas TLC luszuy hexane : ethyl acetate (3:1) WU
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Aasslnd (R = 0.54) fuandnsansnsasem (R, = 0.80) wassznedavnazanyld
RNl uTadnaInia Mnfedsan (94% yield) Lfiaﬁﬁ"lﬂﬁgﬂﬁLaﬂéTﬂurﬁ@Tam
wmefia 'H NMR (gﬂ‘fi 3.2) wué’ﬁyty']miﬂsmauﬁ@mmﬂwm6] G99l & = 2.11-1.75 ppm
(m, 1Hp)); & = 2.47 ppm (M, 1Hs); 0 = 2.89-2.68 ppm (m, 1Hg)); 6 = 3.13-2.90 ppm
(m, 1Hg); 6 = 5.16 ppm (t, J = 5.8 Hz, 1H), CHOH); 6 = 7.25 ppm (d, J = 8.0 Hz,
1Hp) ArH); 8 = 7.49-7.30 ppm (m, 2Hp,, ArH) ﬁnﬂﬁagaé’aﬂﬁhﬁaﬁuﬁu’jﬂﬁms

NRANTWN (5'-bromo-1-indanol, I-5Br) aufidadiny

Hp

Br

L

gllﬁ 3.2 1H NMR spectrum (CDCl;, 400 MHz) 4838175 I-5Br

IMNUUFIATIZH 5'-chloro-1-indanol (I-5C1) @83 RAL % wazRamumsaiin
Tdwasdien wudn TLC LL&@GQ@TQG&W?@?&&% (R = 0.65) WATENTIWaIBN 1 e 95idn
Ry gaﬂdﬁmiéizaﬁu R = 090) 39ldUsuiaswitnasasanmsInandidunisas
ﬂﬁﬁ%mﬁqmwgﬁﬁaa LLaz%q@ﬂﬁﬁ%mLﬁ'aQ@ (spot) posmsasdumelnue uaziia
RIINAAAMNIADITRALALY (R; = 0.36)

ANIFILATIER 5'-fluoro-1-indanol (I-5F) ﬁﬁﬂﬁﬁ%mﬁqmﬂgﬁﬁadLﬁuLﬁmﬁ'uﬁ'u

MIFIATIZA 1-5C1 wWudn TLC uaasgamslnaiified 1 ofla (R, = 0.35) Nuanedsan

§13090% (R; = 0.56)
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A o 1 { | o
miwgﬁlﬁmﬂaﬂmﬁmm I-5CI W&z I-5F Wu31 H NMR spectra 91 +6 LNTALAUIN
LhAIIINYNNNITRILATIZH MRLNALAN 39 G EITNAON WA LS U twiba LL@idemmim:uq
Funidad CHOH lafnduniis 8 ~ 5 ppm (I-5Cl: & = 5.09 ppm; I-5F: & = 5.21 ppm)
=S 1 A L U Y A o Fd‘ % A a A" di a 6 v
AU BRI U LA N I NRAN N NG 8IN1A8 I-5CI WAZ I-5F 239 #aNINNHLDILAIIZHREE
WNATA GC WUNARIILNLITHRALALY wazlilasuilnunsunadandrsazana
fNSUNIFILATIZA  5-methoxy-1-indanol  Wag 5-methyl-1-indanol Wu3Lila
FAeAlasnsInans azifaansinininnin 1 e (N6 Ry ﬁagaﬂ’huaz@‘i’mi'}mi
& v A o € - . ) aaa A a v = o
I0%)  LNaNAaBINILATIZA 5'-methoxy-1-indanol I@umﬂgmmﬂqmwgwaa NOINL
1l 1 a A % 2 d' & [ 6 a v =
3NN 1 vie (Buduals GC)  hasannidumssaansiasiulSunaias 34
v ) Q( d =3 =Y v ¥ g; v Qs =) 1
Vl,ummmLmﬂmﬂ%mqwmﬁas:qmmaamimmvl,@ HANIMNHRITAIAWEINUTU D L8

VNI ;ﬁ%’ﬂ%ﬂﬂﬁw PNENNYNMSFIATIZARIINIFDITRAT A D

3.2 managauilszansnnuoinaanit

mMInasaulszansanveineauivinlasdinasazans n-alkkane 14 pentane

amnndangg luga9 110210 °C  lagdufiniian (k) WaLANUNTINTBING (W) LN

9 u

°

a A Qs (4 1 [ (4 [
ANWIWRIUITINTNATWUDIADANY (N) aaanu81InaaNw (L) @I'UNII

t 2
5.54 [R]
_ \Wh)

L
wuIuaatsneautiillss@ninandanauen (N/L)  u1nnda 3,000 plates/m

N_
L

) ad, 2 = 4 A o a4 o W v
@aa@mdqmﬁgmmmmﬂm (E‘]_]‘Yl 3.3) mﬂmﬂummamﬂ@

5000
%

4000 e
c .
& X
o X
2 3000

2000 : ; : ; : : : ; : :

100 120 140 160 180 200 220

termperature (*C)

51N 3.3 UszdnTnwaasnadauil (plates/m) Ngaanniiand s
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3.3 n1Inunduwwiloluasvauaanadas
3.3.1 mausnduuuiilawaslaslfldsunsugunnd

mnnzlunsugndunuilewafuesueanagasn 26 wiia niilaseairomandn
1-phenylethanol (PE-H), 1-phenylpropan-1-ol (PP-H) &g 1-indanol (I-H) Tudeliaia
(F, Cl, Br, OMe, Me) u,az@‘hl,muwaa%%il,muﬁummahmaﬂ (ortho, meta, para)
LANGAIIN \asanuasnagasudazsiadsudanionisnn (1gu 01080,
anuznnsalunsnansdule) uandrenu %aL‘%NmﬁLmﬁzﬂmlﬁﬂmﬂmqmwgﬁ
ANITUIAIZIUVY Grob [20] I@ﬂlﬁqmwgﬁﬂaé'uﬁL?uﬁu 40 °C Lﬁ'qumgﬁ H8aaT
3.22 °C/min auily 220 °C %\1LLaaﬂaaaaﬂwiawﬁmzﬂﬂﬂgﬁﬂﬁnml,l,@m@haﬁ'u Ty
FUUANIMENINLAZLIINTSFNAUINEAIT T98N3130F1WI T4 elution temperature 789
Aald  wazmingduuuitlowaiusnaanainiuld azlsing 2 #a BIRNNNTORINI A
elution temperature ma\‘lﬁﬂﬁaaﬂmﬁau (less retained enantiomer) LLazﬁﬂﬁaaﬂm‘mﬁd
(less retained enantiomer) mwﬁammaugirﬁmaamuwﬂ (resolution, R;) e

Eﬂ*ﬁ' 3.4 URAINIIUEN PE-H, PP-H uaz I-H Adlassadswanuanenani lagld
IﬂiLLﬂi&lqmwQﬁ 9zL%RWIN elution temperature 283y PE-H < PP-H <I-H ANURIAL
wena it éTammimmﬂgjaLLuuﬁIamﬁmaamsﬁ”’a 3 sfimaanannwla uansuen (Ry)
lailduaaaum lskuidenuny elution temperature lagidn R, 89 PP-H < PE-H < I-H
AN gjﬁﬁ' 3.5 1WRHUAEY elution temperature Uas R, U0ILOaN0gasHI 26 Tiia

ARlATIET9 Tha LLaw‘hmemam@muﬁmn@mﬁu



16

PE-H
OH
elution temp, = 106.8 °C; elution temp, = 108.6 °C; R, = 6.06
PP-H
OH
elution temp, = 115.4 °C; elution temp, = 116.6 °C; R, = 4.22
I-H
OH
A
elution temp, = 123.6 °C; elution temp, = 126.0 °C; R, = 8.16
317 3.4 lasunlnuniuvad PE-H, PP-H uaz I-H (Idsunsugmangdl: 40 g 220 °C,

260131 3.22 °C/min)
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0 © < N O
uonn|osal

ANY-dd
SNOV-dd
igy-dd
1Ot-dd
dv-dd
H-dd
ANY-Id
SNOV-3ad
Jgy-3d
1Ov-3d
4v-3d
dNE-aId
ANOE-Id
ige-3d
10€-3d
4€-3d
dNZ-3ad
3NOZ-3ad
ige-3d
10¢-3d
4¢-3d

H-3d

180 4

O : - igg-|
T - 1061
: - XO : : - 461
: : : X0 -l
: : : 0o - sp-dd
: o ” - sWOV-dd
X ” ” ” - Jar-dd
L% : : - 1ov-dd
: SR - dv-dd
” ” ” , o L bead
: : : . Xo : - sp-3d
, : SO : , , - swov-3d
0 : : : : : - 1gv-3d
: o : : : : - 1ov-3d
: : : . : : - 4v-3d
” ” ; ; S ” - sne-3d
” ” 0 ” ” ” - swog-3d
: 0 ; ; ; ; - 1ge-3d
O D R e
vl 0w
S g : : : ;
22 : : : "o - 8Nz-3d
28 , , : : :
gl : : o , - sW0z-3d
- : : : : : :
QT : : : : : .
£ o : o : : - 19z-3d
< : : : : : :
mm ; ; PN ; - 10z-3d
s g , , ,
£9o| : : X0 dead
xo|l %0 bhHad
T T T T T T
o o o o o o o o o
~ () n < (2] N — o ()]
- - - - — - - -

(D) aunresadwa) uonnjg

(@)

(b)

(b) elution temperature

6
J RS

a

resolution ?lﬂdﬂ’]itLElﬂﬂﬂLL%%ﬁIﬂL&lﬂ

(@)

Nn 3.5

3

40 D9

&
a

q

Tisuntuamnn

8 26 Tha (

6

sAunnilawasvaiLaanaga

VDILLAR

220 °C, 8a71 3.22 °C/min)
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{ a . & a { =
LWaWNToM elution temperature  JadUaana=aand 26 T (FUN 3.5 (b)) T4
v o §o = ° ' & o ~
FUNBTNUAMNUTILTIVDIUTINIZHINTERINLEaNadaaNUINEAIN (2-O-methyl-3-O-
acetyl-6-O-tert-butyldimethylsilyl-B-CD wauli OV-1701) Fatnaifinuuwd iy aadh
- @‘hmeLwam;nguﬁumaLLaBLLuaﬂmaamimju PE #Wade elution temperature
IJ Qs a [ { L 1
1ot ortho < meta < para laglilunurfiavasmyunun dugu PE2F < PE-3F <
PE-4F
- wllavaiyunuiinada elution temperature laswWudn F < Cl < Br uaz Me < OMe
o o « X o . T . -
< Brigue widdunudliunuduniirasmyunuieay 1w ninngunuiaglu
furus ortho zlsauLilu PE-2F < PE-2Me < PE-2CI < PE-20Me < PE-2Br U4
winwyununagludunis para a:ldrauidu PE-4Me < PE-4F < PE-40OMe < PE-
4CI < PE-4Br
o o ¢aa . A o \ A [ A ' .
- lavsaiananvesusanagadninyununludiuniaifioadn fnada elution
A . - . .
temperature lagliunurfiavasmyunuf laswudn PE4R < PP-4R < I-5R (T
PE-4Br < PP-4Br < |-5Br
dq/‘l/ Q 3 1 dll a 1 dl a .J Qs a o 1
- uanniididnaiwinfafingununiuwiualiundn (asliuivieuwszdunis
) { ‘ o . A &L ) & oA i
VDINYUNUAN) 2XFINALA elution temperature LWNTY BNLTU PE-2F LYiuiil elution

temperature §1n1 PE-H

a a 6 6 & a Aa
NNSLENLwnAlalnasuadLeanagaand 26 muﬂimlﬂﬂmnmqmﬁgu
wudwmmmLLﬂﬂ@J’ELL%%ﬁIﬂL;J@%MJLLaanaaa§ 25 %ﬁ@"lﬁau'wamq_ptﬁ (WANTTUWIRNAN
R, > 1.5, 3U 35 (a) wniiuueanazad PE-2Me Rpsziiaifiovinuungauuuile

L= 1 Qs 1 1 a =) té 1
LNQﬁ’LLUﬂMﬂﬂWL@m"l,uawgmf (Ry = 0.93) muﬂatmmiamﬁmm PE-4Me @98y

]
1 o '

unuiodia methyl mﬁauﬁ'mwiagwml,mm para ﬂé'mwﬂﬁﬁq@ laglidn R, gaﬁq 11.29
(gﬂ‘ﬁ 3.6) WANINASINLIN PE-H uas PP-H §idn R, vaIn1Iungounuiilatnatania
PE-R uaz PP-R ﬁﬁm&muﬁummaimuaﬂ ﬂﬂﬁu%%il,muﬁ OMe uaz Me 7L
para (PE-H < PE-40Me < PE-4Me uaz PP-H < PP-40Me < PP-4Me) udiiialaseains

6

Y A & . Y ! Aa A a ' v
VlaﬂLﬂﬂﬂuLﬂu 1-indanol ﬂﬂUWU’J’]LLaaﬂaE’laaﬂw‘lﬁQLL‘YI%VI‘U%’NLLaIiLLN@mﬁJ:ﬁGNRI%ﬂW
A X
R, WA (I-H < I-5Br < I-5CI < I-5F)
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PE-2Me

OH

elution temp, = 108.6 °C; elution temp, = 108.9 °C; R, = 0.93

PE-4Me

T

elution temp, = 117.3 °C; elution temp, = 120.4 °C; R, = 11.29

2ol
=
Sh.
w
o

lasunlnuninved PE-2Me  waz PE-4Me (1usunsuguannil: 40 fa 220
°C, 80131 3.22 °C/min)

3.3.2 miuanduuniilawaslasldgunyiineg
LLiT'hmﬁLﬂswzﬁSLLuuﬁIaLuaﬂ@ﬂl“ﬂﬂmﬂmqmﬁ{]ﬁazmmimLLmnﬂaLLuuﬁIa
6 Q v 1 v a 6 U a @ dq/ v g; 1 =1
WasaanNAKaa waltiadmsiaaudnenin (unuddpildiianasus 19-42 w1
&' > a =3 U a a L% a dl % ]
Funuriavedss) aa"l,@maadl,mﬂaLmuwiamaﬂmlmqm%gumw Tagni9inay
RIUITDRALIAITLATIZN b T,@alL'%m*mmsl,ﬁanqmmgﬁmﬁﬁlﬂﬁlﬁmﬁ'u elution
temperature maaﬁ'ﬂq@ﬁwmaauaanaaaﬁ‘*ﬁﬁ@ﬁfu mﬂmiwn@j'ﬁLLuuﬁIaLuaﬂﬁ@h R, >
1.5 ﬁ]:ﬂ%m,ﬁwaqmwgﬁmimaadﬁa: 10 °C awldd1 R, > 1.5 mﬂmﬂwﬂ@jauuuﬁia
wailien R, < 1.5 azUiuaagunniininanadiiaz 10 °C auldd1 Ry > 1.5 13U 813
A i o { a o
PE-H @31 elution temperature 384WAgAYNY = 108.6 °C (3U7 3.4) azi3uvimInasas
{ =) { & 1a =) v 1
Nganniiagmi 110 °C mmmsmwﬂﬂauuu‘niamaﬂ@mmlunm 5.5 N Ve R, =
é =) QI =) ]
3.10 Gﬁamm‘mam’smmmmﬂ:ﬁaﬂﬁ‘é‘niﬂﬂﬂﬁﬁquqm%QuLﬂu 120 waz 130 °C
AUEIAU I@ﬂﬁqmvxgﬁ 130 °C mmmLLﬂﬂ@J"éLLuuﬁIaLuaﬂﬁmmlunm 2.3 W uedl
a

1 S A 1 =t o 1 6 o & Aaa A P a
MR, = 1.1 GIiGﬂE]’J’lﬂWﬂEJGLLUﬂVLéMLNBTNHim NI qmﬁ{}mgwq@ﬂmmsmwﬂ 3]

U
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uuuiilaiwaivas PE-H ldatdnisuysalfia 120 °C (R, = 1.92) lawldiia 3.5 wifl (U
o a Y = ! a : o o

3.7) Damwnindienzilanadinimisldldsunsugamnldzunm 6 i d sy

uwaanazasaaug Arhnnasasluiuendsinu uazldgmnnigegadmiunisuengs

a & & & [ A
LLuuﬁ’]IaLN 237 aﬁLLaﬂﬂaaaaﬂaﬂJHim LRAIAINITNN 3.1

110 °C OH

A

a=1.062;R,=3.10

120 °C

a=1.040 ; R, =1.92

130 °C

a=1.025; R;=1.11

31N 3.7 TasunInunsuvas PE-H ﬁamwgﬁ 110, 120 uaz 130 °C

q



21

6

@391 3.1 azlunsusnduuuiilawedldsuysal Ry >1.5) drugmnpiiaafigaga

a

LR ﬂ’]luﬂWSLLﬂlﬂ 67 UIﬂiLLﬂi&l qm%n E\l

U

LaANagaN qnmgﬁm”' IﬂsLLﬂsuqmﬁQﬁ

temp (°C)| tg, (min) k'y o R, tro (Min)
PE-H 120 3.378 5.15 1.040 1.92 21.30
PE-2F 130 1.850 2.38 1.054 2.06 19.00
PE-2ClI 140 2.502 3.58 1.044 2.01 23.94
PE-2Br 150 2.549 3.66 1.038 1.69 26.75
PE-20Me 120 5.661 9.31 1.032 1.71 23.95
PE-2Me 80 29.489 51.57 1.026 2.04 21.38
PE-3F 130 3.894 6.11 1.034 1.69 25.35
PE-3CI 130 10.904 18.90 1.033 2.02 31.16
PE-3Br 130 17.995 31.84 1.034 2.27 33.71
PE-30Me 130 8.204 13.97 1.029 1.63 29.70
PE-3Me 120 4.084 6.41 1.030 1.54 22.54
PE-4F 120 7.256 12.22 1.033 1.68 25.90
PE-4Cl 150 5.295 8.72 1.031 1.61 33.11
PE-4Br 160 5.326 8.79 1.029 1.50 36.11
PE-40Me 150 3.481 5.40 1.040 1.86 30.33
PE-4Me 140 2.340 3.29 1.058 2.55 24.98
PP-H 120 4.893 7.91 1.034 1.77 23.79
PP-4F 110 20.101 35.48 1.036 2.49 28.31
PP-4CI 140 13.040 22.93 1.033 1.90 35.20
PP-4Br 150 12.697 22.34 1.031 1.81 38.08
PP-40Me 150 4.768 7.76 1.028 1.50 32.56
PP-4Me 140 3.151 4.78 1.039 1.96 27.00
I-H 170 1.305 1.40 1.067 1.98 26.71
I-5F 200 0.958 0.77 1.080 1.57 31.88
I-5CI 210 1.253 1.32 1.074 2.12 38.47
1-5Br 220 1.278 1.37 1.060 1.79 41.22

ANA13197 3.1 wudnmazmuwﬂ@j%LLuuﬁIama%@hquﬂgﬁmﬁmmsna@
namyenziasidifiounnds Waisudumslgldsunsvgmnnd Jios PE-2Me
mﬁ@LamLmﬁfuﬁlﬁ'smmﬁLmﬁ:ﬁﬁ'ssJqnmgﬁﬂaﬁmnﬂd'}mﬂﬁﬂmmuqmvxﬂﬁ (L6
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mildldsunsngunndldaunsausngduuuilawatldadwauysal)  lasaslungy 1-
indanol 11 4 Tiia (I-H, I-5F, I-5Cl, |-5Br) mmimwﬂ@jﬁLLuuﬁIaLwa§aaﬂa1ﬂﬁuﬁas
mé’uﬁmﬁ@ﬁmﬂlunmﬁaﬂﬁqﬂ B9 1-2 wfyinsi wazuddraslungu R 9zdl
aiﬁmuﬂﬁuaumwﬁ'umﬂumju PP-4R LLa:ﬁ‘mgLmuﬁlu@‘mmﬂuﬁmﬁu we -R &
anwuztduieila ﬁm’mﬁwsjumaamgmuﬁﬁ@‘mmm stereogenic center %agni PP-
4R LL@im‘sﬁg\‘iaaan&jwl‘*ﬁl,amslum‘nmnﬁLmﬂ@mﬁumﬂ Wi 1-5F LEaan 0.96 w1fi ey
Ay PP-4F 141381 20.10 wfi (gﬂ'ﬁ' 3.8); I-H a1 1.31 wfl Wisuny PP-H 14N
4.89 Wl (gﬂ‘?’i 3.9) HamMINAnadiLaasfsBniwavaslasiaananvesLaangasnide
nsusngauuuiilowwa’ anueanased 26 shaRlFlunudsedd a3 15F Iaanlums
Lmﬂﬁanﬁq@ uwazaaInaanMMIIeTER ldunnimsldldsunsugungiigagais
33 19 dauans PE-4Me S9lven Rs gdﬁqmﬁa%Lmﬁzﬁﬁwiﬂmmuqmﬁgﬁ (gﬂﬁ' 3.5
(@) lFalunsuen 2.34 wifl uazldiiadesniinislilusunsugmnnidszanm 10
W wenanfigadufiindainadiedn PE-2F, PE-2CI waz PE-2Br 14 lunnsuen
HoLTUNY (1.85, 2.50, 2.55 W17 MNEIAL) LazHkasnin PE-H (3.38 w1fl) ¢ag ui7nae

fleh R, dndn PE-H Wiaienzidialdsuniugmnalineny uUN 3.5 (a)

I-5F
200 °C

o =1.080 ; R, = 1.57

PP-4F o
110 °C

a=1.036; Rs=249

Aa a

514 3.8 Iﬂi&l’]I“ani&l’llad I-5F ﬁqmwﬂu 200 °C waz PP-4F ﬁqmvmu 110 °C

U U



I-H o

170 °C Cd

a=1.067 ; R, =1.98

PP-H

120 °C O/}\/

a=1.034;R, =177

A Aa

E‘]Jﬁ 3.9 Iﬂi&l’]IY]LLﬂi&l“llad I-H ﬁqmmﬂu 170 °C uwae PP-H ﬁqm%nu 120 °C

U U
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agﬂwams‘nﬂaao

nwiseiFaTeilasauaanagassiwin 4 7ia wasAnsMILNBuwilawe?s
POILEANDTARIIUINTIN 26 T NIHLATIRINWEN Aa 1-phenylethanol (PE-H), 1-
phenylpropan-1-ol (PP-H) uaz 1-indanol (I-H) Mzmeaiiauialasanlnnnillaslteunus
fanlolaaandriuoiia 2-O-methyl-3-O-acetyl-6-O-tert-butyldimethylsilyl-3-CD  w&a/lu
ov-1701 wdaasit  Tasminzlumsusndunuilowasvesuaanages uazdnens
289lATIFINAN TINDeTha (F, Cl, Br, OMe, Me) LLa:@‘hLmuwamgl,muﬁuu’;ma
15un@n (ortho, meta, para) WANGINY ﬁﬁwa@iamﬂwﬂﬂ'aLLuuﬁIaLuﬁ

LﬁaLLUﬂSLLuuﬁIamaﬂ@ylﬁﬂmmmqm‘m{]ﬁ WU laHE N IRanINadanIsLen
2819370 lawen R, 289 I-R > PE-4R > PP-4R uanmnﬁ?ﬂ'&wuiﬁ‘[mm%ﬁmé'ﬂmju 1-
indanol ‘ﬁlﬁmgLmuﬁ'umaLLaISLLuaﬂa:ﬁoNalﬁﬁﬂ R, Wiadw (-H < I-5Br < I-5CI < I-5F)
LL@iImaa%“ﬁméTﬂmju 1-phenylethanol W&z 1-phenylpropan-1-ol ﬁﬁmﬁmuﬁummaimu
fin NAUFINALAAT R, aAa9 ﬂﬂﬁmgl,muﬁ OMe waz Me fidnuwiiy para intiufigsns
Twen R, windu  agelsfens miusnduuunilawaslasldldsunsugunnildion
ADUTIIU W

LfiaLLzm'éLmuﬁiamaﬂmlﬁqmugﬁmﬁ I@ULﬁaﬂqmﬂgﬁgoq@ﬁmmmLmﬂg}'a
wwuilawefldsuysal (R, > 1.5)  wuhsansnaanamsienziadldiieunnedy
anvis PE-2Me I@umiﬁﬂmdﬁﬂmé’ﬂluﬂéu 1-indanol 13 4 B%a (I-H, I-5F, I-5Cl, I-
5Br) mmsmwﬂ@iﬁuuuﬁiamas‘aaﬂmﬂﬁuﬁamaa”uﬁﬁﬁ@f:mﬂummﬁayﬁq@ 4
aﬁfuam&udﬂmoaﬁ”nmé’nmaamiﬁNa@iamnmﬂ@i&mumamai‘aﬂ"mrm §IUENINGN 1-

U
] [
9

phenylethanol ﬁﬁmnguﬁLflu F, Cl uaz Br NS ortho tWithih MIIAIWAIHEN
NOULTIN

Aa o d‘y v & ] a 6 A 6 A a

mm@nsluu,aml%mmwamgwuﬁumvlsﬂﬂamﬂsnmwnu@ 2-O-methyl-3-O-acetyl-6-

O-tert-butyldimethylsilyl-B-CD 1330 I W RAIN AR TUNNTUEN AL LUA LaLu a8

& & ad“ﬁILw. v A o &a ¢ a A Aa °
LOANDTOANI 26 THhat laaautIa I@ﬂmgwuﬁum"lﬂmL@ﬂmmmu@uummmmw:
nulawainiienudantuies 1w ndu 1-indanol ¥NNINEY 1-phenylethanol waz
Na§¥  1-phenylpropan-1-ol wanand mﬁ@LLaz@hLmu',a“namﬁuwuﬁuu‘[moaﬁﬁmé’n
FINAAANITHENDENININLTIN 1 mﬁLmﬂ:‘ﬂﬂ%'aLLaaﬂaaaﬁmﬁﬂﬁmmzmimju%uﬁﬁ

Tassase  o9a UAZFUAIITRIRYUNUN wanenvaan iazmolwidnladnInaas
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%‘1]1?; A1 1H NMR spectrum (CDCl;, 400 MHz) 483813 I-5Cl : & 7.40 — 7.08 (m,
3H), 5.09 (t, 1H), 3.04 (m, 1H), 2.92 — 2.65 (m, 1H), 2.44 (m, 1H), 2.12
(m, 2H).
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OH

) * 2 z\....) AN A A '\JL_....M

gajv"'i A2 "H NMR spectrum (CDCl,, 400 MHz) 284813 I-5F : 8 7.34 (m, 1H), 7.26
(m, 2H), 5.21 (t, 1H), 3.03 (m, 1H), 2.82 (m, 1H), 2.52 (m, 1H), 1.99 (m,
2H).



a

@159 A1 UszAnSnnaasnasu (plates/m) ‘ﬁ'qm%{]mm 9
temperature (°C) | n-alkane tg (min) wy, (min) k' | plates/m
110 Cis 9.537 0.0868 16.34 4314
120 Cis 6.090 0.0581 10.05 3926
140 Cis 4.345 0.0408 6.97 4053
160 Cyo 10.632 0.1037 18.51 3756
180 Cyo 4.514 0.0424 7.31 4050
200 Cyo 2.300 0.0237 3.26 3366
210 Cyo 1.749 0.0177 2.24 3489

30
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M1319N A2 elution temperature Wae resolution (Rg) ?ladﬂ’lﬁLLzlﬂ(fjaLLuuﬁIaL&lagmad

uaanagan 26 iia (lUsunsugmwnnil: 40 fid 220 °C, @71 3.22 °C/min)

alcohol trq (Min)| tz, (MiN) | w4 (Min)| wy, (Min) | elution temp, (°C) | elution temp, (°C) R

PE-H 20.736| 21.300 0.0558 0.0538 106.8 108.6| 6.06
PE-2F 18.460 18.995 0.0537 0.0533 99.4 101.2| 5.89
PE-2CI 23.444 23.937 0.0557 0.0540 115.5 117.1 5.29
PE-2Br 26.316| 26.748 0.0574 0.0543 124.7 126.1| 4.55
PE-20Me 23.671 23.950 0.0548 0.0546 116.2 117.1| 3.00
PE-2Me 21.295| 21.382 0.0539 0.0558 108.6 108.9| 0.93
PE-3F 24.945 25.354 0.0499 0.0551 120.3 121.6| 4.58
PE-3Cl 30.940| 31.155 0.0516 0.0511 139.6 140.3| 2.46
PE-3Br 33.546| 33.709 0.0563 0.0534 148.0 148.5| 1.75
PE-30Me 29.431 29.701 0.0513 0.0495 134.8 135.6| 3.15
PE-3Me 22.116 22.537 0.0505 0.0506 111.2 112.6| 4.90
PE-4F 25.606 25.896 0.0556 0.0529 1225 1234| 3.15
PE-4Cl 32.741 33.108 0.0521 0.0507 145.4 146.6| 4.20
PE-4Br 35.757| 36.108 0.0546 0.0512 155.1 156.3| 3.90
PE-40Me 29.749| 30.330 0.0507 0.0498 135.8 137.7| 6.80
PE-4Me 24.011 24.980 0.0512 0.0498 117.3 120.4| 11.29
PP-H 23.415| 23.791 0.0529 0.0520 115.4 116.6| 4.22
PP-4F 28.153| 28.307 0.0520 0.0506 130.7 1311 1.77
PP-4Cl 34.994| 35.204 0.0548 0.0504 152.7 153.4| 2.35
PP-4Br 37.874| 38.076 0.0521 0.0531 162.0 162.6| 2.26
PP-40Me 32.176| 32.560 0.0504 0.0497 143.6 144.8| 4.52
PP-4Me 26.432| 26.998 0.0536 0.0531 125.1 126.9| 6.24
I-H 25.960| 26.709 0.0537 0.0544 123.6 126.0| 8.16
I-5F 31.011 31.880 0.0507 0.0528 139.9 142.7| 9.88
I-5Cl 37.670| 38.471 0.0491 0.0548 161.3 163.9| 9.07
I-5Br 40.508| 41.223 0.0490 0.0533 170.4 172.7| 8.23
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