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Properties of beta-cyclodextrin derivative as gas chromatographic stationary phase
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Abstract

A new [3-cyclodextrin derivative, heptakis (2-O-methyl-3-O-acetyl-6-O-tert-
butyldimethylsilyl)-B-CD (or MeAc), was used as a capillary gas chromatographic
stationary phase for the separation of enantiomers and regioisomers. The properties
were compared to two stationary phases: heptakis(2,3-di-O-methyl-6-O-tert-
butyldimethylsilyl)-B-CD (or diMe) and heptakis(2,3-di-O-acetyl-6-O-tert-
butyldimethylsilyl)-3-CD (or diAc). Column evaluation by Grob test and testing operating
temperature range showed that MeAc column offer good efficiency with operating
temperature range of 40-200 °C. Enantioseparation of various compound classes
revealed that types of substituent at positions 2 and 3 on glucose units of cyclodextrin
ring influence the enantioselectivities of cyclodextrin. MeAc column was suitable for
separating enantiomers of alcohols, ethers, epoxides, esters and ketones, but not
suitable for enantiomers of hydrocarbons. Among 44 analytes tested, MeAc could
separate 37 enantiomeric pairs. Furthermore, it could separate three groups of

regioisomers used in this study.

Keywords: enantiomer, cyclodextrin, gas chromatography
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2.3 Grob test [14-16]
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Grob test mixture U52nNaua18815 12 THA LIAIAIAITIN 2.1
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Wh2 +Wh1

108 tgy WA try = retention time V848NINBONNNABBLATHAT AUAIAL

Y { s A { : @ o o
Wh1 RS Wy = mwm’mﬁm’mgamwmmaamiﬁaaﬂﬂammzma AU

Ao a4 kg
2.4 HRIWIUNLNAIVDY
ac A [l A K a a 6 a v A
INNNIIIVLNHIBAN &lﬂﬂi&lﬂﬂ’]iLLE}ﬂaLLuu‘ﬂIﬂLN@i‘ﬂﬁ’Tﬂ‘Hﬂ’m“ﬁu@@’JElLWﬁﬂx‘]Y]

pialaianidueynuiaas CD wfiad1eg domaiiaudalasunlnnail asit

1 1997 Kim uazame [4] Anwnsuendunuilawwasvasansdsznausiiadngg
LT mi‘luﬂﬁju halides, alcohols, esters Waz hydrocarbons tJudu aaeinafia GC laad
wansfiriialasadiidu 2,3-di-O-methyl-B-CD ﬁﬁ%y}muﬁum‘mmuaﬁ 6 \unyves 6-
O-alkyldimethylsilyl ‘ﬁLL@m@i’mﬁ'u laun 6-O-isopropyldimethylsilyl-2,3-di-O-methyl-3-CD
(IPDM-B3-CD); 6-0O-tert-hexyldimethylsilyl-2,3-di-O-methyl-3-CD (TXDM--CD) Laz 6-O-
cyclohexyldimethylsilyl-2,3-di-O-methyl-3-cyclodextrin (CHDM-[3-CD) WUiNnaaNt
IPDM-B-CD mmmLLsmmsﬂs:ﬂaunmﬁ@ﬁﬁﬂwﬂﬁ AaaNY TXDM-B-CD 13n3nuen
mydsznaufdnm ldnassiauaz1 enantioselectivity () ﬁﬁ‘ﬁq@ aninlunisuen
2-bromobutane, 2-bromoheptane La< o-pinene fIunaauih CHDM-B-CD 1w
enantioselectivity fdnann Tagenuaansaluminenasdiznavasnaasinuanes

o X o L -
NUHITYRBLNUNAVDY steric hindrance LLaz hydrophobicity effects

11 1998 Klobes wazane [5] AN Iwanduuuiilawasuadanslsznay technical
toxaphene (CTTs) 9 Thaa18LNA%a GC AferaTaiariia electron capture detector
(ECD) laefinansiiviialasadu heptakis(6-O-tert-butyldimethylsilyl-2,3-di-O-methyl)-B-
CD (B-TBDM) uazitSauifisuanuaansalunisuenduunilawasnuaaanisiia tert-
butyldimethylsilylated-B-CD (B-BSCD) wuindunufilaiuasuas CTTs 8 wfia sunInuen
leeoaaauil B-TBDM GLWed B8-1413 (2-endo,3-exo,5-endo,6-ex0,8,8,10,10-
octachlorobornane) 1 laignansaugnle wazidaiSouiiiay enantioselectivity vasnoaus
B-TBDM nuaaauy B-BSCD wuiluwnmiuonansdsznaudinlng aaauik B-TBDM azld

enantioselectivity Nini1zasnasuit B-BSCD uaadlwiAuinmsiingunuiiziia methyl 7



GRS 2 LA 3 W9 CD azlikanisuanansdsznay CTTs ﬁaﬂd’myj’l,muﬁwﬁ@
hydroxyl

1 1999 Vetter uazamue [6] An®INTULENVRIBUuBUA Lol uaIrNTUT=NaY
organochlorine ‘ﬁi‘mu@ 26 T1@ (o-hexachlorocyclohexane, toxaphene, chlordane,
atropisomeric polychlorinated biphenyls) aginaia GC-ECD Toufiansfizialass
\{lu heptakis(6-O-tert-butyldimethylsilyl-2,3-di-O-methyl)-B-CD (B-TBDMS) laginge i
whalashaziasouduain B-TBDMS ‘ﬁu%qw%{(purified B-TBDMS) fiu B-TBDMS fifin1s
Lmu‘ﬁ'mamyj TBDMS LﬂTﬁleiﬂiunﬂ@hme (randomly silylated B-TBDMS) wuin lsnla
5Raf lean randomly silylated B-TBDM m3suanansdsznavualsuu@nazlw retention
times WauniuWafiaSuaan B-TBDMS ﬁu%@g“ﬂ%{ﬁ’sumiﬂizﬂauLLaaLL‘Naﬂ%lﬁ/
retention times ANNNTWWETILATENAN purified B-TBDMS 1@ randomly silylated B-
TBDMS sansausnasisznavdunuilowesldvisvue 24 odia (uenauyatld 16
78a) &% purified B-TBDMS aansnuanleines 6 ila (wunauysoile 4 iia) 9T
mMsvnlv B-TBDMS U%ngﬁ%za@ﬂizﬁﬂﬁmwhmmmmsﬂszﬂau organochlorine 1%
B-TBDMS #38M1371 randomly silylated B-TBDMS @3dsznaudianiasmsitnadog (side
products) ¥nldianumanzanlunsuenasUsznauduuniilaiwasvad organochlorine
11NN purified B-TBDMS

1 2000 Ramos kazAtke [7] AnEMTLENBunUAlaiasuaIrnsUsznauvad 2-
oxabicyclo[3.3.0]octane laun (x)-2-allyl-2-carboethoxycyclo-pentanone LLa:mﬂumj&l
waanagaana ()-3-(hydroxymethyl)-5-carboethoxy-2-oxabicyclo[3.3.0]octane Lz (1)-2-
allyl-2-carboethoxycyclopentanol il a‘lglawo'uf acetylated Ay trifluoroacetylated Va4
ssUvznovLeanagasIredTha dasinaiia GC ﬁﬁLWamﬁmﬁmvlﬂ{aLﬂuagw”uﬁ‘maa B-
CD 3 7fia ldud 2,3,6-tri-O-methyl-B-CD (PMCD) 114 1701-OH; 2,3-di-O-methyl-6-O-tert-
butyldimethylsilyl-B-CD (DIMETBCD) 1 1701-OH uazlu SE-54 uaz 2,3-di-O-acetyl-6-
O-tert-butyldimethylsilyl--CD (DIACTBCD) b OV-1701-Vi wuinaasuiiafianfinanafi
\Ju DIMETBCD 1w SE-54 ﬁ]*.:lﬁwaﬂflsl,l,ﬂﬂﬁﬁq@ﬂ°ua’ﬁﬂﬁjwLLaaﬂaaa§ fIuAaaNITia
DIACTBCD snaN3akanaunuiilaiuasvad (+)-2-allyl-2-carboethoxycyclo-pentanone 'l

97NN131N temperature program

11 2002 Bicchi uazame [8] AnwMsuandunuilawasvasassznausiadnd g
LT m‘ﬂun&ju esters, lactones, alcohols, ketones Waz aldehydes tJudu IunIanInls

\usnidadazizriiadnig deoinafia GC lavlinaninsialasaidu 2-0-methyl-3-0-



acetyl- Lz 2-O-acetyl-3-O-methyl-6-O-tert-hexyldimethylsilyl-y-CDs usLIp Uy
sutaluminenaunuilowainumaasisialesandn 2,3-di-O-methyl- uaz 2,3-di-O-
acetyl-6-O-tert-hexyldimethylsilyl-y-CDs WUIRaaNN 2-0O-methyl-3-O-acetyl-6-O-tert-
hexyldimethylsilyl-y-CD snansauengsusenauduunilawwaslanarssianinnaaui
B LLazﬁ]zLﬁu’j’maﬁuﬁﬁﬁ%g}muﬁ@‘i’nmm 2 ua 3 Auanarannaslduanisuen

f13Usznavudunuilaasnanin

1l 2004 Kasai Wazamwe [9] ﬁﬂmmmsﬂﬁuuumamas{ﬂja\‘iakm”u‘ﬁ(maomiﬂéjw
menthol AELNAHA capillary GC-MS (capillary gas chromatography-mass spectrometry)
I@yﬁLWamﬁf*ﬁﬁ@"lﬂ%'aLﬂuagw”uﬁmaa B-CDs 38a¢n99 lan per-O-methyl-B-CD (PME-
[-CD); heptakis(2,3-di-O-acetyl-6-O-tert-butyldimethylsilyl)-3-CD (DIAC-6-TBDMS-[3-CD)
W8z heptakis(2,3-di-O-methyl-6-O-tert-butyldimethylsilyl)-B-CD (DIME-6-TBDMS-B-CD)
uazaenaia HPLC (high-performance liquid chromatography) Afansiiziia B-CD
W& heptakis(2,3,6-tri-O-methyl)-B-CD (TME-B-CD) laafinaadoudiiiu acetonitrile waz
H,0  wuddledesesissasnanndizinafia capilary GC ﬂaé’uﬁnﬂmﬁ@]mma‘mmﬂ
TBDMS derivative U84y methylidenementhol 16 udlunsuen z- uaz E-isomers 284
methylidenementhol Hizsnasuiiaiia DIME-6-TBDS-B-CD fisansnuenld  dau
InAda HPLC sa3ausn methylidenementhol le@isnasauiiviagosnfia §1% TBDMS

derivative 989 methylidenementhol A1 B-CD Nanansauenle

1 2010 Bicchi wazAtue [10] ANMINTHENBLUUA LaLNaTuaIrITUsenausiia
@149 1B hydrocarbons, heterocycles, esters, lactones, alcohols, ketones, aldehydes
Wa acids saenedin GC lasSinaasioiialasanialnifa 6-0-tert-butyldimethylsilyl-3-
O-ethyl-2-O-methyl-3-CD (MeEt-CD) uae 6-O-tert-butyldimethylsilyl-2-O-ethyl-3-O-
methyl-3-CD (EtMe-CD) %dLﬂu asymmetrically substituted methyl/ethyl CDs .82
Wisuiisuaasalunisuondunwnilowasiuanfizfialasadidn 6-o-tert-
butyldimethylsilyl-2,3-O-methyl-B-CD (MeMe-CD) Laz 6-O-tert-butyldimethylsilyl-2,3-O-
methyl-3-CD (EtEt-CD) %dLﬂu symmetrically substituted methyl/ethyl CDs WU
asymmetrically substituted methyl/ethyl CDs lﬁwammﬂﬂ‘ﬁaﬂdﬁLLazmmin 18313
aIdsznavdunuilainaslanarasiianii symmetrically substituted methyl/ethyl
wananil ilatheesuiing 4 afia luSieneiansasdidsznaulu bergamot essential oil 7
fasusznavunniloweivovaa 7 78a wuin EtMe-CD snansougnauuniilowes
203515052nauNs 7 Tiiald srunesuianaunsausnld 6 i



11 2011 Bardarov uazamz [11] fAnmnisuenasddsznoufiiinlasalu rose oil
femeadia capillary GC AftWansiizfialasaiiu heptakis(2,6-di-O-methyl-3-O-pentyl)-
[-CD (hydrodex [-3P) L.z heptakis(2,3-di-O-acetyl-6-O-tert-butyldimethylsilyl)-3-CD
(hydrodex [3-TBDAc) WUINRBANN hydrodex [-3P uaz hydrodex B-TBDAc R1413D
wondunuiilowwafvasasdsznaufiddaylu rose oil ldunssfia aasu hydrodex p-3P
F13N3aLEN terpinene-4-ol laldnasul hydrodex B-TBDAc lianansausnle aasusl
hydrodex B-TBDAc &11130LLEN rose oxides LAY citronellol l@@un sawﬁg\ammimwn

linalool WLae oa-terpineol 6@

nnadspniiunui ldlinsieunusses D anlfiduinansfiziialadalu
MIANEINTWENaLULA latlasvasanTUsznaunannansriameamaiia GC lasaua
29789 CD Nilpuldunda B-CD  dmiunywariduumis CD wuirdiouldaunusuas
CD Niwyjunuidruniaf 6 1w tert-butyldimethylsilyl uazinyununnduniem 2 uaz 3
' ' \ ' A . Ao X )
\lung methyl w38 Wy acetyl atialaatinantts 13U 1NNUITLVEY Kim uazame [4] fu
Kasai wnzamiz [9] idudu  uananiididnanuidonlfaywusues CD Alnyunun
dumikaf 2 uaz 3 Luw) methyl Uaz acetyl AMUEIAL 38 acetyl Uaz methyl MUEIAY
andnsnuenduunilaweizassndsznauuengs a3nuIduvad Bicchi uazAE [8,
n& v a a (aid 1 L o‘aid l A o 1 t:i 1
10] SeliuansusndunuilaweindniayWusndnyunuidiuni 2 uaz 3 Miduny
a o o & Ao A= =2 [N a A & o ¢
Wearu  aawnwissiissuladnmandlunsuongddunuiilatvavasaywius B-CD
%ﬁ@l%ﬂﬁﬂh‘l&iﬁﬁgﬁﬂﬂ’]mﬁau A8 heptakis(2-O-methyl-3-O-acetyl-6-O-tert-
butyldimethylsilyl)-B-CD (MeAc) Wisuisunanuaasauisia heptakis(2,3-di-O-methyl-
6-O-tert-butyldimethylsilyl)-B-CD (diMe) [17] uazAaaNtiTia heptakis(2,3-di-O-acetyl-6-
O-tert-butyldimethylsilyl)-3-CD (diAc) (;ijllﬁ 2.2)

(a)

311 2.2 Imaa%”waagm”uﬁmaa B-CD T#a (a) MeAc; (b) diMe; Laz (c) diAc



UNN 3

nInaaag

3.1 wavasiiouazanant

in3asutalasunlnnaw % Agilent 6890 Series Wiaw split injector WAz flame
ionization detector (FID)

aasutuada13zlia deactivated LU IUgUINaIAElL 0.25 mm 910 Agilent
Technologies (U.S.A.)

syringe 141 10 uL

2IAUTTIENTVUA 2 mL

PTFE filter a%1@ 0.2 pL

3.2 &15.a8

@J’SLLuuﬁIaLwai{ TN 42 THA (ﬂ’J’]&lU%qﬂ%;J’mﬂ’j’] 95%) 910 Aldrich (U.S.A.)

wae Fluka (Switzerland)

daunuiilawas $1wau 2 7ia Ao 2-bromo-1-phenylethanol (FaiATMzHlangml

N Lsﬂuﬁ’]mdﬁ) Wz 2-bromo styrene oxide (ﬁdLﬂi’]:ﬂ@lﬂqmﬁi’lfmﬁ 3TN

FuaN)

w3lalaloiuas va9 xylenes, cresols wae chlorophenols 334 9 THa INALTHEN

Aldrich (U.S.A.); Fluka (Switzerland) .8z Merck (Germany)

n-alkanes, AR grade, 311N Fluka (Switzerland)

fvinazaedunig laun

e dichloromethane, acetone LLaz hexane (A.C.S. grade) 37n J.T. Baker
(U.S.A)

e pentane (ultra resi-analyzed grade) 370 J.T. Baker (U.S.A))

Grob test mixture 710 Supelco (U.S.A.)

ayWus CD 7fia MeAc ldsuauaylaTz#ann Professor Gyula Vigh 910

Texas A & M University (U.S.A.)

polysiloxane OV-1701 310 Supelco (U.S.A.) LLaz PS 255
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3.3 ADANI

[ {ci = a A
AORNINITIUNNINANIT 2 Tha Ao

1. @aauih MeAc : TW1aANNE17 15.8 m, Lﬁ%ﬂﬁuﬂugﬂaﬁﬂﬂ’ml% 0.25 mm LLazaIu

A A A a &
winAsuaINanIN 0.25 um IWFAIN Aa 31.75% MeAc Waulu OV-1701 (La3undn

Tnai)

2. aaaui didc : TWIAANNED 14.8 m, L?'fmhugma]rﬂmdmﬂlu 0.25 mm wazaINy

w RSN WaRIf 0.25 um iansfi da 33.5% diAc wawln OV-1701 (sa3oals

usaluiasd fiidns)

(%) X ' o A . {
l@SuNnaaNth MeAc Iuluianaaautinadai3wia deactivated NAAINEND

2

Useunmh 16 m Lmzﬁﬁumuguﬁﬂmamﬂu 0.25 mm lagdatmIasouaaauil add

ToNFaIfNEY (31.75% MeAc nawlu OV-1701) Wwiin 0.04 g azanusae
dichloromethane &auNU pentane luaraiadSunas 10 mL

v

nI8IENIRTALEAITHY filter TUIA 0.2 um LLfi”amsﬁgmia:mmWamﬁmfﬁ'
wadanseasuilagldanudi aunseriamiuamiazasiansiiasnunfidanasn
Fuwnisrosnasul

flmeE@T’m%ﬁwaumﬁm?ﬂaé'uﬁﬁaﬂwaﬁma{ PS 255 santlansdnenunitoli
@iaﬁ'uﬂqufytywmﬂ moﬂaﬁ'wﬁaﬂuénﬁﬂﬁmuquqmﬁgﬁ (~27-28 °C) Lo
SREEINAZAHIRRLA  UdAoaNaananasin fallu
USuanzuaInaantt (condition) la ﬂﬂ%LLinaﬂﬁﬂmﬁauﬁqmﬁQﬁ 35-220 °C
lua®@s1 1 °C/min dquluﬂ%ﬁ'@vlﬂaﬂﬁmm%’auﬁqm%nﬂﬁ 50-220 °C luaan

10 °C/min LLazmﬁﬁqm‘mQﬁ 220 °C auNTeNd baseline AINAAWAT 1T

3.4 NMINAFIUANLAVDIADANWAILIT Grob test [14-15]

aslunsuingunndvasnaduitlugag 40-160 °C lasldaammaiiugunyil
1% 3.17 °C/min Lazade split ratio 1w 40:1 N Grob test mixture
30197 1 pL

a A o o A

damInasgmiaszydauin

fUwItkAN Trennzahl (TZ) aNaNnIh (1) wazudanaanlasannunsan la
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3.5 msﬂﬂaauﬁ'saqmwgmifaﬂummﬂaé'mi

naseulasdamiazany n-alkane 1u pentane Niganniinanluga 40-200 °C

laswnanunng 40 °C uddwinlsz@niniwuasnasud (plates/m) aaaunIn (2)

A v et o 6 ' a A @ & @ a2 o
LNARTNNTINURAIANMUFNN I TERINU AN TN NI D AN ﬂuqmmgw (°C)

2

t A
N=554X%X| =~ ]UNIIN 2

W,

3.6 Mz aunwnlatnasuazisalo lalanas

FN1ISNIINARD :

ad
AINa[N

injector

injection temperature

split (split ratio 100:1)
250 °C

detector flame ionization detector (FID)
- makeup gas (nitrogen) 30 mL/min

- hydrogen 30 mL/min

- air 300 mL/min

detection temperature 250 °C

carrier gas (hydrogen) 50 cm/sec

a (o ' a a 6 A a @ o A
- LOIPURIINSRIUAIDYNY SGE]LL%%‘Y]IE’JLN aimamﬂa"l,aieﬁm aﬂumma:m 8N

LRUNZRY (acetone, dichloromethane, pentane 738 hexane) Tndanututn

13zanmh 10-15 mg/mL

- fasazmsdiadiudazoiia Uszana 0.2:0.4 uL lasldaunndasn faglugag

40-200 °C TuNNLIAN (retention time) LRZAINNIINVBINN (peak width) VaLLE

o ¢
BERRIBENY

- WA capacity factor (k'), selectivity (o) Laz resolution (Rg) ANFNNTN (3-

5)

M FUN1IN 3
R2 tM =
FUN1IN 4
R1 - tM
Rz Rt fUN1IN 5
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AaNIINaaay

4.1 MINATBUANLAVDIABANIAILIT Grob test

A a A % o ¢ v ad

WaRsanlasunlnunsuil ldannnmmasaunaauit MeAc 62835 Grob test (3u
1 4.1) WU S1euNswen @nfewlunad) vasansadndsznaulu Grob test mixture fa
n-decane (C4,); n-undecane (C,,); octan-1-ol (ol); 2,6-dimethylaniline (A); nonanal (al);
2,6-dimethylphenol (P); methyl decanoate (Ep); butane-2,3-diol (D); methyl
undecanoate (E4;); methyl dodecanoate (E;,) fWItwdN TZ 1adele 29.36 lag
o a ‘A Aa A o & & 2 A
snwucsasRnanlngdaunaind Anvasuoadlas (al), waanagas (ol) 3INDIANTEY
diol (D) ldvnganwmeNidn tailing  Tusmanuidunia-luguasnaauit aziatyon
ﬁnﬂ‘ﬁﬂmadmjwm@ (S udz P) URZNENLUR (am uaz A) Wujﬂvlﬂﬂiﬂﬂg]ﬁﬂﬂlaﬂﬂﬂi@]-wﬁ
wA (S waz am) lulasanlnunsy uaadsdiausanszinNudinsiszningnIaua-luawAny

A A o e A ca A e A & &

e Teneaudiannsalrlumsienzisunuilawasniduiead laq, Laanagas,

NIA-LUFEAW LG e MLANIZRNEIMILNIIILATIZHNIA-LURLA

C
10
C11 E10 E11 E12
o A
P
al
D
f T T T T T T T T T T T 1
0 5 10 15 20 25 30

retention time (min)

;51]‘?] 4.1 IﬂiNWI‘ﬂLLﬂiNLLﬁ@Nﬂ’ﬁLLHﬂ Grob test mixture maamé’uﬁ MeAc
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WaRaanlasnlnunsufldannnmmeseunaduit didc da875 Grob test (3U7

4.2) WU §@aUMIuEn (nnaulUnad) vaIxnsesfdsznaufia Cqg, Ciy, ol, al, A, D,
A , o @ { ' [
P, 'S, Eq, Eqs W82 Eqp  SINUINAS10UATUENALANA19IINARANIT MeAc LRAIRT
selectivity Nuandans fwiman TZ 1aaele 27.32  laganwasaaswnaiwlngd
FUNNAING ANVaILead laq (al), Laanagas (ol) 3aNdRNVad diol (D) WUsnganuwme
1w tailing  ludruanuidunsa-lwarasneaud wRIITUNNANVINGNNIA (S Uz
P) uaznguLus (am uaz A) wudrlidyingfinzasuaud @m) lulasanlnunsy §unia
1 A o . 1 v A a% 1 2 Qs f;

uA (S) anwmue tailing uaadiinneantiigniiduniaden Tinaaudiarunsalslums
a €A A (ni = [ 6 1 v 1 [l o ot
JarzidunuiilawasniduuLead laq, Laanagas, NIA-LUREaMle La RN @nIUNNT

AATEHNIA-LURUA

C10 C
" ol E1o E” E12
A+D
al
P

D ls
I ' 1 ' 1 ' 1 ' 1 ' 1 ' 1
0 5 10 15 20 25 30

retention time (min)
gﬂﬁ 4.2 1a33N INULATULEAINIIUEN Grob test mixture VaINBANY diAc

1 a o ¢
4.2 msﬂﬂaauﬁwqmwgﬂﬁmummﬂaa&m
a A v € a P a Al '
IANMINAROUUILENTNINVDINDA U I(ﬂ&lﬂ'ﬁﬁl(ﬂ n-alkane qu%ﬁuﬂd'ﬂlu‘ﬁﬁﬁ
40-200 °C 1)n9 40 °C iNaginMHuaaInNNFuRBEIRRIU AN WIaInaaNY

o

(N, plates/m) Augmnnd (°C) mgﬂﬁ' 4.3
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5000 -
4500 - * —
4000 | v I
= . =
E 3500 - [ = =
[’}
2 3000 -
=
o 2500 1
§ 2000 - + MeAc
o= 1500 - .
@ m diAc
1000 -
500 -
0 T T T T T T T T T T 1
[ 20 40 B0 80 100 120 140 160 180 200 220
amnni (°C)
] 1]
;sﬂ‘ﬁ 4.3 mmé’uw"’uﬁm’mqmwgﬁﬁuﬂizﬁﬂ%mwmadﬂaﬁmﬁ MeAc uas diAc

a%m%’uLm‘ﬂm’%'ﬂaé’mﬁﬁﬁmmmﬁumuﬂuﬁﬂma 0.25 mm =AU s=dFNTAINNI9
muﬁﬁmﬂ‘ﬁq@ WinAL 5,000 plates/m [18]

AaaNYt MeAc ﬁﬂizﬁﬂfmwgaﬁﬁNQM%Qﬁga wazilseAnsnnanasintastie
a@qmﬁgﬁﬂaﬁuﬁawuﬁd 40 °C Tagpfas=zansnmads ~4,200 plates/m GlE
84% vavdnUszAninnnge]) dmibaaaui didc ddszanSawgagunu lasden
U3z AnSnmads ~3,600 plates/m (Ao 72% vasAdsz@ninwniinged) las

o ¢ = a a ' v ¢ & @ o & v v ¢ @ &
Al MeAc &lﬂi$ﬁﬂ‘ﬁﬂ']wgdﬂ'ﬂﬂaa&lu diAc LAaNwa g muummmlmﬂaawumﬁam

VL@T@]aaWﬁquﬁQﬁ 40-200 °C

a &a A 6 a 6
4.3 mMATzaununlamasiazisidlelalowas
nasausNLGvalayWus B-CD Tila MeAc lunsusnduuuiilaiuaivas
A Aa ¥V o A & A A a \
ssUsznay WWenaslznaufidnywituiinannatoniuadivhdnuazualiun@n iiu
& ¢ a & a & A & & A A ¥ ee
laainas uaanazaa anat dwanlad ualiu unslalasansvaund lidnynaridun viu
A9 o a Aa a a a 6 1 a A
fsUzneuNlinarey 44 via Alanzilasfassazaisvasdunuilainasudazsiian
~ A 1 v ~a d‘yw wn Al 6
gunniadN adion 2-3 gaunnd uananitdinaseusutidniusnisilalelmuaion 3
Ny léA xylenes, cresols waz chlorophenols  NIAzIUSHUIABUAT K, o0 Wae Rg 71 b6
NNAaaNit MeAc nuAaaNY diAc Uaz diMe [17]  lasfinoazidoanisuanduuuile

LaJaiﬁm:Lﬁiavl,aiémuaiwia:ﬂ@;u Luaadh
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4.3.1 nausnduuuiilaiwainguuaanazad

ldnaseuusndunuilaweinguuaanagadiiuin 12 oiia Aflaseairons
wadnhan londnussualsundin ugaInaasanT9 4.1 1HaWansonen retention (k") 7
pannfiasnu wuhasdulnglfiaaluneduil diMe > MeAc > diAc uaadirans
nguLeanagedduTIn ey uiTia diMe > MeAc > diAc muday  anaidunaun
armmmm:ﬂ:mamy}muﬁﬁﬂﬁuam‘hme 2 uaz 3 lasaaauit diMe danuinzny
wouge ¥nlksuil hydrophobic °11admﬂumjwﬁmmsmﬁﬂﬂLﬁmmmzﬁﬂﬁ'umEﬂ,u
Twsswes D ¢ fawansonen selectivity (o) WU 3 ﬂaé'uﬁmmml,l,ﬂﬂ@;ﬁl,l,uuﬁ
lawasvasansla 10 78a lasaaausl MeAc LonBuuuilaiuaTuadIans aRaINAaNe
Tassas uaslvindsvanasd udliamwsausndunnilowasas diol # 11, 12) 119 2
il udinnzangunndasudiions Twwnefinosuil diac lisansanensuuudle
wasuaadrfinuaanagas (# 1, 2) b9 lag 3-heptanol (# 2) uon laaanaausl MeAc

W (3UN 4.4)  uananiidiuenduuuiilowwaiyes 1-indanol (# 8) ladunidaifivy

=)

nuaaauy didc Nganpiiiasaniu (3UN 4.5)

retention time (min)

f T T T T T 1
2 3 4 5

retention time (min)
gﬂ‘ﬁ 4.4 lasanlnunsuuaadnisuen 3-heptanol (# 2) drunaauil (a) diAc uaz

(b) MeAc ‘ﬁ'aqmﬂgﬁ 80 °C



17

T T T T
3 4 5 6

retention time (min)

L

I ! I ! ! 1
4 6 8 10
retention time (min)

311 4.5 1a3NNINUATNLEAINITIEN 1-indanol (# 8) aAaavi (a) diAc LAz

(b) MeAc gainail 120 °C
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AN 41 A1 K, auas R, vaImMIuunduuniilawainguuaanagadaionasuil diMe, diAc Laz MeAc
. ATWRANN diMe diAc MeAc
#]17 %ﬂLLﬂZIﬂiG ﬂ%’%ﬁ s U
©C) K a R, K o R, K o R,
H 80 7.13 1.017 0.81 5.85 - - 6.00 1.005 0.27
1 /L/\/\ 7.25 6.02
2-heptanol
/Y\/\ 80 6.90 - - 5.1 - - 5.30 1.019 0.89
2 OH 5.40
3-heptanol
80 36.08 1.025 1.60 14.32 1.076 3.40 20.00 1.022 1.33
, O)\OH 36.97 15.40 20.43
1-cyclohexylethanol
100 20.94 1.021 1.19 9.14 1.016 0.74 13.64 1.034 1.75
21.38 9.28 14.11
4 o 80 27.90 1.031 2.00
28.76
menthol
120 6.46 1.062 2.83 3.84 1.043 1.82 4.95 1.038 1.71
@J\OH 6.86 4.01 5.14
° 80

1-phenylethanol
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4 . ATWRANN diMe diAc MeAc
#R7 T LLﬂZIﬂiG GRRN 4 o
(°C) K a R, K o R, k' o R
200 1.02 1.090 2.24 0.73 - - 0.69 - -
1.11
OH
160 2.33 - - 2.54 1.029 1.17
6 Br 2 61
2-bromo-1- 6
phenylethanol 140 4.74 1.020 0.86 5.81 1.043 2.02
4.84 6.06
120 11.50 1.028 1.43 5.09 1.032 1.48 10.27 1.076 3.95
11.82 5.25 11.05
7
a-(trifluoromethyl)
benzylalcohol
OH 120 17.46 - - 8.86 1.026 1.29 12.94 1.137 6.75
9.08 14.72
8
1-indanol
160 16.81 1.026 1.46 13.42 1.027 1.41 18.33 1.017 1.02
OO oH 17.25 13.79 18.64
9 140 38.30 1.067 4.77 59.50 1.054 3.02
o-methyl-2- 40.85 62.74

napthalenemethanol
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4 . ATWRANN diMe diAc MeAc
#8137 | Tauazlasdriae | ¢ @
(°C) K a R, K a R, K o R,
OH 100 9.33 1.050 2.49 5.94 1.020 0.99 11.15 - -
| 9.80 6.06
10 80 19.74 1.053 2.77 40.88 1.027 1.45
| 20.79 41.97
linalool
gH 100 28.63 1.010 0.63 56.97 1.069 2.23 11.67 - -
_WOH 28.93 60.88
11 80 39.12 - -
trans-1,2-
cyclopentanediol
OH 140 4.46 1.058 2.50 2.61 1.064 2.37 9.79 - -
472 277
12 “OH
80 39.13 - .

trans-1,2-

cyclohexanediol
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4.3.2 nausnduuuiilaiaingudinasuazdwan lad

ldnasauusndunuilawesinguiinesuazananlodiuin 7 oiie Aflaseasn
Yanodvhanuazualsuudn HasIaNT97 4.2 wuanssawlnailsiaalunasutt ()
diMe > MeAc > diAc LiuldganuaINguuaanagas ﬁﬁiﬂﬂ“ﬁﬁ@]luﬂ% 3 aautllWAng
FUANATA  AaaN diMe uaz MeAc ﬁmnﬁmLLUﬂSLLuuﬁIaLuas‘maaa’lsﬂﬁjuﬁ"l,ﬁw% 7 794
Taunasust MeAc snansauananssIulng @ 13-16, 19) ladwen o fiand  luwmed
AaaNil diAc LmnﬁLmuﬁIama?ﬂQNﬂﬁLﬁm 3 ofia wazliannsausn 2-bromo styrene
oxide (#18) wazuadvn@andwanlua # 14, 15, 16) lalay  @18819IMTHENBUUUALE

lasalanaaNih MeAc 93U 4.6-4.7

. . ; .
1 2 3 4
retention time (min)

retention time (min)

v €

311 4.6 1a33N INUATULEAINTTUEN 4-phenyl-1,3-dioxane (# 13) AraABANY

(a) diAc uaz (b) MeAc Namnnil 140 °C



(a)
I 1 ' 1 1
4 6 8 10
retention time (min)
(b)
I i I i I i I i 1
4 6 8 10 12
retention time (min)
;J‘lJ"?l 4.7 1A3N INUATULEAINITUEN 2-bromo styrene oxide (# 18) Munanlh

(a) diAc a2 (b) MeAc ﬁ'qmﬁﬁ 100 °C

22
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MINN 42 @K, a uaz R, 289n1usndunuilawaingudinaiuazananlodaionasui diMe, diAc uaz MeAc
4 . ATWRANN diMe diAc MeAc
#13 | Teoumzlasemsne | °
(°C) K o R K o R, K o R,
140 8.34 1.031 1.65 4.67 1.027 1.32 6.30 1.080 4.06
P\
. ®—<_/o 8.60 4.80 6.81
120 11.93 1.051 2.76
4-phenyl-1,3-dioxane
12.54
C|>\/\/\/ 80 8.36 1.014 0.76 7.01 - - 7.75 1.024 1.25
14
1,2-epoxyoctane 8.48 7.93
1 P ~~_| 80 37.21 1.014 0.87 28.86 - - 32.31 1.034 2.46
5
1,2-epoxydecane 37.74 33.40
o P~ ~_~| 80 39.09 1.015 1.11 33.15 - - 41.20 1.039 2.95
1,2-epoxydecene 39.69 42.80
120 3.02 1.040 1.76 2.07 1.028 1.10 217 1.023 0.98
0 3.4 2.13 2.22
100 4.72 1.040 1.91
17
4.90
styrene oxide 80 1153 1.078 4.32

12.43




24

. ATWANN diMe diAc MeAc
#813 |  Touazlaseming v
(°C) K a R, K a R, K o R,
160 2.28 1.040 1.65 1.51 - - 1.54 1.025 0.92
a 2.37 1.58
18
Br 100 15.45 - - 16.61 1.061 3.60
2-bromo styrene 17.61
oxide
100 14.44 1.024 1.27 11.65 1.078 4.13 12.67 1.052 2.88
14.78 12.57 13.33
19 w 80 39.39 1.033 2.27
(2,3-epoxypropyl) 40.67

benzene
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4.3.3 miuonduuuiilamainguiasnas

ldnarevusndunuilawainguiomnasuazuanlnudimwin 11 vila Aflasea
LANGNITH HAAIANTIIN 4.3 wuiwmimjuﬁﬁumiﬁuLLidﬂi:ﬁ’\ﬂ”ﬂJaELw”uﬁ CD @1991n
woanagasuazdines lasd k' vasasdinlnalunasuit MeAc > diAc > diMe
AURAL maLﬂuwammﬂmmmzﬂ:mamy}muﬁﬁﬂﬁuau@mmm 2 uaz 3 lag
ABANY MeAc danutnzneiasnin aaawy didc vnlwaunsafauwsinszyinnelulns
cD ladnin LLazmmﬁﬂszamnguﬁ aasutl MeAc fdunninnesul diMe vilwiAa
ussnszviumsldenin e 3 ﬂaﬁ'uﬁmmmLmﬂmiﬂémfmﬁnnmﬁ@ AaaNth MeAc §
LLu’;MusLun'mmﬂa'ﬁmiuﬁvl@'fﬁﬁiquiaLﬂ%'mmﬁﬂuﬁ'uﬁn 2 ARANI LTWNTUEN
4-nonanolide (# 28) AaANY diAc LLﬂﬂvL@TawyifﬁﬁaqmﬁQﬁ 160 °C lwynuzfinosuil
MeAc mmmLmnVL@TﬁmmLsﬁTﬁqm%nuﬁ 200 °C lagltiiastasnin 2 il (gﬂﬁ' 4.8) ud

o - & v = oA o A & @ o
Ananzdansue tailing ANy MIM@INRaLTINTZINAUTILTIAUEUNUT MeAc

(a)
I 1 ' 1 1
1 2 3 4
retention time (min)
(b)
I ' 1 ' 1 ' 1 ' 1
1.0 1.5 2.0 25 3.0
retention time (min)
gﬂﬁ 4.8 lasunInunsuuaadInIsien 4-nonanolide (# 28) @aunaaut (a) diAc ‘ﬁ

goWnNA 160 °C Uaz (b) MeAc igasnnil 200 °C
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A1519N 4.3 @ K, o Lae R maamsl,mﬂﬁl,muﬂaL;Ja'i’mjmamma{@hmaa"uﬁ diMe, diAc ez MeAc
4 . ATWRANN diMe diAc MeAc
#]7 Touazlasiass s Y
(°C) K a R K o R k' o R,
f 100 1.64 1.248 7.37 2.61 1.153 5.36 4.59 1.128 4.71
\)}\o/ 2.05 3.01 5.17
20 Br
methyl
2-bromopropionate
? 120 0.58 1.311 4.75 1.17 1.351 7.85
%o/ 0.76 1.58
21 cl 100 0.95 1.122 3.02 1.68 1.563 14.08 3.10 1.483 14.68
methyl
1.07 2.62 4.60
2-chloropropionate
120 1.06 1.094 2.57 0.98 - - 1.72 - -
o]
1.15
o7 ™
100 2.56 1.029 1.01 4.74 1.025 1.09
22 Br
ethyl 2.63 4.86
2-bromopropionate 80 8.26 1.072 3.29 14.20 1.051 2.54
8.86 14.93
f 120 0.66 1.107 1.80 1.24 1.216 5.50
%O/\ 0.73 1.51
23 Cl
100 1.35 1.068 2.03 3.33 1.321 10.70
ethyl
1.44 4.40

2-chloropropionate
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4 . ATWRANN diMe diAc MeAc
#]17 T8 LLﬂZIﬂid GRMN s U
C) K o R, K o R, K o R,
o 100 12.82 1.022 1.20 9.29 1.019 0.99 8.86 1.020 1.13
3 13.11 9.46 9.04
24
methyl 2- 80 25.17 1.035 2.37 24.08 1.027 1.89
phenylpropionate 26.04 2473
OH 160 2.21 1.079 2.93 2.50 1.237 9.01
, WO\ 2.38 3.09
5
© 120 17.23 1.022 1.19 12.51 1.362 17.22 16.36 1.698 33.96
thyl delat
methyl mandetate 17.60 17.03 27.79
o 160 1.22 1.209 4.81 2.94 1.222 7.21
1.47 3.60
26 o
100 1.49 1.064 1.96
B-butyrolactone
1.59
200 0.40 1.138 1.43 0.91 1.205 419
0.45 1.10
/A/j\ 160 2.12 1.295 8.90 7.07 1.302 12.70
27 o /o)
y-valerolactone 2.75 9.20
140 1.29 1.062 1.91 6.45 1.391 13.52 21.89 1.347 15.76
1.37 8.97 29.49
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4 . ATWRANN diMe diAc MeAc
#ROI Fauazlasizie K u
(°C) K o R, K o R, K a R,
200 2.00 1.139 4.77
2.27
M 160 5.36 1.041 2.04 15.95 1.252 13.46
28 o (]
4-nonanolide 5.58 19.96
140 10.13 1.053 2.92 15.29 1.062 3.55 53.04 1.317 21.50
10.66 16.24 69.83
200 1.03 1.039 0.96
160 2.16 1.025 0.83 8.67 1.048 2.22
29 o 0O
a-methyl-y- 2.22 9.09
butyrolactone 120 2.53 1.056 2.15 26.33 1.046 2.88
2.67 27.54
200 2.50 1.055 2.19 2.40 - - 3.14 1.128 5.61
o o 2.64 3.54
30 160 10.60 1.024 1.31 21.43 1.282 17.98
v-phenyl-y- 10.86 27.47

butyrolactone




29

434 ﬂ’]iLLEJﬂSLLuuﬁIaLNEﬁ(ﬂﬁjwﬁiﬂ%
% a =y 6 1 =) o a d'd (3 0“: a a

lanasauusnduunuilaweainguilnuiuim 5 siia Adlaseasrenuednhdn
lradnuazualsuudn naaian19n 4.4 lasen k' vasantin 3 aasuliduwalvun
% g Q v 1 =3 o Qs a =) 1
Tt PUNUIATIFTNVIRNITUARSTHRA  §IMIUNITLENB LA LaLNaIWL T MeAc
mmmLmﬂmﬂumjwﬁiwu‘l@ﬁﬁm 3uha  luamen didc Laz diMe WRAANI1 §I1N1TD
Lmﬂmﬂumjuﬁiﬂuvlﬁﬁd 5 TR WAZ 4 THAANAIAU a9 bRy @;SLLuuﬁIama{ﬁ
weanlaals MeAc 1%dn o 1AN318n0 2 Aaauih LLﬁazI%qmﬁQﬁﬁgaﬂjﬂ LB 2-

methylcyclohexanone (# 32) #3a camphor (# 35) ULaA4A33LN 4.9

(a)
I ' I ' 1
1.0 1.5 20
retention time (min)
(b)
I ! I ! I ! I ! 1
1.0 1.5 20 25 3.0
retention time (min)
zﬂ‘ﬁ 4.9 1asuN INUNTULEAINITLEN 2-methylcyclohexanone (# 32) MunaaNt

(@) diAc kA (b) MeAc ﬁqmgﬁ 120 °C
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GI'Ii’ldﬁ 44 @ K, o Lae R Tadﬂ’ﬁLLﬂﬂaLLuuﬁIaLua‘gﬂﬁj&lﬁIﬂuﬁﬁﬂﬂaﬁwﬁ diMe, diAc ez MeAc
4 . ATWRANN diMe diAc MeAc
#]17 TaLLmIﬂNEﬁ’N s u
(°C) K o R K o R, Kk o R
o 120 22.73 1.044 1.24 1.90 1.344 8.98
23.73 2.56
31
cal 80 1.33 1.032 0.94
3-chloro-2-butanone 1.38
0 120 1.31 1.033 0.93 3.35 1.058 2.34
1.35 3.54
32 100 3.36 1.045 1.78
2-methyl 3.51
cyclohexanone 80 8.81 - -
f 80 3.85 1.052 2.16 9.30 1.108 4.30 21.98 - -
é/ 4.05 10.30
33
2-methyl
cyclopentanone
o 140 3043 1.021 1.47 21.24 1.005 0.32 27.70 - -
31.07 21.35
34

2-phenyl

cycloheptanone
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4 . ATWRANN diMe diAc MeAc
#XY T8 LLﬂ:Iﬂid GRMR s Y
°C) K o R, K a R, K a R,
120 2.64 1.016 0.71 4.02 1.202 8.38
O
2.69 4.84
35
100 11.49 1.026 1.34 5.77 1.041 1.88 10.84 1.338 14.83
camphor 11.80 6.00 14.50




4.35 miLmﬂSLLuumaL&Jﬁﬂ&jMi@ﬂﬁﬁé}ﬂ%ﬁﬂ

VL@TmaauLLﬂﬂSLmuﬁIaL&Jﬁﬂ&j&lﬂi@ﬂﬁﬁé}ﬂ%ﬁﬂﬁh%’;% 1 19a Aa 2-

phenylpropionic acid (# 36) laziaTzilasass likumaaiouduaunus waas

ANTNN 4.5 LAWINET # 36 WuIINITZYNNLTILIINU diMe > MeAc > diAc

32

LNINENT

= o 0/ . A ' 1 o ¢ . ] a a 6
LULIINIZNINY diMe &nﬂ“mj@] LANUIMNBANW diMe vl,&lﬁ']&l']iﬂLLﬂﬂaLLu%ﬂIaL&laiﬂlaG

attld daunaauil didc uaz MeAc aansnusna1sild (3U7 4.10) AWnfldannis

AATvdENI 3 aeauidansme tailing thasaniiausinseifiudusisznitong

asuanganuazaunuivad B-CD

(a)

retention time (min)

51l 4.10

retention time (min)

> €

13N INUNTNLEAINITUEN 2-phenylpropionic acid (# 36) A1aAdaNY

(a) diAc U (b) MeAc ﬁqmgﬁ 140 °C
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M39N 4.5 A1 K, o ez R, maamnmﬂ&muﬂaL;Jﬁﬂ@j&lﬂi@ﬂﬁﬂan%ﬁnﬁmaaé’uﬁ diMe, diAc Laz MeAc
4 . ATWRANN diMe diAc MeAc
#13 | Teoumzlasemsne | °
(°C) K a K o R, K o R,
o 140 22.30 - 8.11 1.030 1.36 13.69 1.062 1.33
8.36 1453
36 ©
o 120 24.86 1.048 2.69
2-phenylpropionic
. 26.05
acid
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4.3.6 miLmﬂSLmuﬁIaLuas’mjmmﬁu
ldnasevusndunuilawainguuaiiuduiu 2 vlia HadIanT199 4.6 wui
Aaauit diMe snunTaLenduuuilainasuas o-methyl benzylamine (# 37) L8
1-aminoindan (# 38) wiazliarzlasass (ldkwnaaToaduaywus) dunadui
diAc uae MeAc higunsaliasziuaiinlasasele Andanwme tailing Lazi@uann 29
a o & ' A & A A a
wa3uLdwounus trifluoroacetyl (TFA) Aiaum Az wuhwndanuanainasd uaz

aaauk MeAc sanInuonduuniilaiwaing 2 slialddniineany diac (3U7 4.11)

(@)

10 15 20 25
retention time (min)

-

6 8 10 12 14
retention time (min)

zﬂ‘ﬁ 411 Immi‘nLmsmamﬂﬁusmakbw”uf trifluoroacetyl 483 a-methyl
benzylamine (# 37) duAaawit (a) diAc Ngaanil 120 °C uaz (b) MeAc

ﬁqm%gﬁ 140 °C
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M1319N 4.6 A1 K, o ez R, maamnmnﬁuuuﬂaLNﬂ‘?ﬂ&j&lLLaﬁuﬁaﬂﬂaé’wﬁ diMe, diAc Laz MeAc
4 . ATWRANN diMe diAc MeAc
#RJ TﬂLLﬂZIﬂiGﬂTN 4 o
(°C) K a R, K o R, K o R,
100 11.21 1.019 1.00 11.56 - -
NHz 11.42
80 38.64 - -
a-methyl
benzylamine
37
)‘L 140 10.07 1.017 0.87 17.58 1.150 8.48
,’}‘. CFs 10.24 20.21
120 40.84 1.025 1.29
trifluoroacetylated a-
41.85
methyl benzylamine
NH2 140 7.87 1.051 2.64
8.28
1-aminoindan
O 200 1.37 1.028 0.84 2.04 1.154 5.90
38
HN//< 1.40 2.36
CFs
160 8.38 1.134 6.74
9.51
trifluoroacetylated

1-aminoindan




437 miLmﬂSLLuuﬁIaLuas’mjuvlsﬁmvlu@?

36

v Aa a 6 ' 6o a A
ldnaseuusndunuiilawainguloeludduwinu 1 o8ia fa o-methylbenzyl

cyanide (# 39) HAGIANTIN 4.7 WUIINI 3 ABANNENNTOLENBUULA latuasvad # 39

v o A A ea o . . o o oA a a
VL@I aﬂ']ﬂszﬂﬂvLﬂﬂJﬂ’J’]NaNNq(ﬂi LLQ$1°HL'3a"lesJLL@lﬂ@]']ﬂﬂuN’]ﬂuﬂ weitlatdIsumeuny

wanfigmungiigs (160 °C) wudi diMe waz MeAc lvidn o Nduazusnduuuiilaiasld

auyitﬁ 87 diAc vL&immmLwﬂvl,ﬁﬁqmﬁn“ﬁé'aﬂﬁm (3UN 4.12) ﬁaaa@qmﬂgﬁadauﬁa

v o v a g
120 °C %“aLLsmVL@]aquﬁtﬁ lrltiande e nunndn

(a)
I i I i I i I 1
1.00 1.25 1.50 1.75 2.00
retention time (min)
(b)
I ' I ' I ' I 1
1.00 1.25 1.50 1.75 2.00
retention time (min)
31 4.12 1asun InUnTNLEAINITUEN o-methylbenzyl cyanide (# 39) MunaaNil

(a) diAc uaz (b) MeAc figaunpil 160 °C



MI9N 4.7 @K, o URE R, maamnmﬂ&muﬂaL;Ja's{ﬂ&ju"lsnm"l,u@i‘ﬁmﬂaé'uﬁ diMe, diAc kaz MeAc
4 . ATWRANN diMe diAc MeAc
#8177 | Tauazlasirig v
(°C) K o R, K’ a R, K o R,
160 1.52 1.059 1.93 1.20 - - 1.82 1.059 2.39
CN 1.61 1.92
39 120 5.90 1.045 2.23
-methylbenzyl
o-methylbenzy 6.16
cyanide
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438 miLmﬂSLLuuﬁIaLNQ%ﬂ@jNVLaI@iﬂw{uau
VL@TmaauLLﬂﬂSLmuﬁIaLwa‘§ﬂ§juvlaiwiﬂ1§uauﬁﬁuau 5 THe WAAIAITIIN 4.8 22
< ] o ¢ . a v A 1 6 A a a
WAWINA0aNY diMe 11LLquum:LwﬂmiﬂQu"l,aimmiuauvl,m TagsaNInyNa WA
Iama?maamﬂﬁnﬂmﬁ@ﬁﬁﬂm wWatlSouiisuny diAc was MeAc Nuan latnes 1 uas
2 FAMNEIAL  lasaaanit diAc INNTALEN sec-butylbenzene (# 44) laufiaiden
§aunaaul MeAc 313N30ULN o-pinene (# 42) ldud ldauysniwiiazangunn i
40 °C uazupn # 44 ldlassuysoiwiaclfounnd 80 °C (UM 4.13) anwaeRinasanIn

lafianuanunas sndulunisuen limonene AWNAaNB M4 fronting

retention time (min)

(b)

2.0 25 3.0 35 4.0
retention time (min)

> €

zﬂ‘ﬁ 413 13N INUNTNLEAINITUEN sec-butylbenzene (# 44) a1unaaNh (a) diAc

‘ﬁqmﬁgﬁ 60 °C 1az (b) MeAc ‘ﬁqm'ﬁgﬁ 80 °C



M1319N 4.8 A1 K, o ez R, maamnmn&muﬁiaL;Jﬂ%&j;l"lﬂ@iﬂﬁﬂ%ﬁ’;smaé’wﬁ diMe, diAc Laz MeAc

4 . ATWRANN diMe diAc MeAc
#8173 Touarlasiasns ! Y
(°C) k’ o R, k’ o k' o R
= 80 1.46 1.075 2.06 1.68 - 1.32 - -
1.57
40
trans-1,2- 60 5.50 - 2.87 - -
dimethylcyclohexane
80 7.81 1.097 4.62 3.54 - 3.72 - -
8.57
41 60 9.19 - 8.84 - -
limonene 40 23.91 - -
80 4.19 1.037 1.42 1.44 - 1.59 - -
4.35
60 3.30 - 3.47 1.020 0.78
42
3.53
o-pinene 40 8.59 1.034 1.44
8.88
80 5.16 1.042 1.57 1.69 - 1.87 - -
5.38
43
60 3.85 - 4.11 - -
camphene
40 10.21 - -




4 . ATWRANN diMe diAc MeAc
#8173 Touarlasiasne ! Y
(°C) K a R K a R K o R
80 7.02 1.010 0.54 3.75 1.011 0.54 3.93 1.051 2.31
7.09 3.79 413
60 9.34 1.025 1.20
44
9.57

sec-butylbenzene

40 26.58 1.040 2.55

27.64
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4.3.9 MmIuwunisalatalaiuas
ldnazaumiusnisilalalowaisnuiu 3 ndw fa xylenes (# 45), cresols (# 46)
W&z chlorophenols (# 47) HAAILRAILUANTN 4.9 waz3UN 4.14-4.16 WU 3
o & a & & , o o & . &
aaauaInuonisilalalaweing 3 nduld  lasaadud diMe snaninusnlelaies
nq: 1 v €dn=i a d' a o A s €n=i (3 A 9/0' =
1 3 niwldruyIniafngunndss Wafliounuanaesnaduiiidasang mngiilienasis
sanvnuen ldauy ot
114 3 AOANTILAAY selectivity VINITHINNLANAIN AILLAK IAINNE1ALNNT
unvadlaloiwaing 3 ndu  nItivad xylenes (# 45) WU 3 AaaNRLEAISIALNTT
A ' ) : A ' o & Yo @ A \ o A A
wenfuana9ny watduninaulainneanit diac ldaumsusniuandrenilailfon
amnndnisuen laofidaunsuonidu meta-, para- was ortho- 71 100 °C wazidu meta-,
ortho- WAz para- 71 60 °C  lasf 80 °C 3z lanansausn ortho- uae para- NNA LG
N36kVY cresols (# 46) WLINI 3 ABRNNLEAISIALMILENAIATaunn (Dn
ortho-, para- Was meta- LLRZVLN'ﬁﬂﬂiﬁﬁﬂﬁﬂ@vﬂﬂ’]iLLﬂﬂLﬁi]Lﬂﬁﬂuqm%ﬂ“ﬁ &%
' . Yo @ { ' o A2 .
chlorophenol (# 47) WU71 diAc TAEIAUMILENNLANA1IINEN 2 AaaNIl T4 diMe way
MeAc dsraunisuanid ortho-, para- was meta- wé diAc Jsnaunisuanidu ortho-,

meta- W para-
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m- p- O©O-
(a)
1 ' 1 ' 1
0.8 1.0 1.2
retention time (min)
m- p- o-
1 ' 1 ' 1
0.8 1.0 1.2
retention time (min)
31 4.14 1asun INUATNLEAINITUEN Xylenes (# 45) aaunaauil (a) diAc uay

(b) MeAc Nlgaunpil 100 °C



43

o-
m-
p-
(a)
I 1 ' 1 1
2 3 4 5
retention time (min)
o-
(b)
I ' I ' 1
1.0 1.5 2.0
retention time (min)
311 4.15 lasunlnunsuuaaInisuan cresols (# 46) dunaaui (a) didc Nigunndl

120 °C Uz (b) MeAc flgmsngil 160 °C
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O
5

1.0 15 2.0
retention time (min)

m-
p-
(b) {
1 ' 1 ' 1 ' 1
1.0 1.5 2.0 25
retention time (min)
311 4.16 1asunINUATNLEAINTITUEN chlorophenols (# 47) dhamaaail (a) diAc

U8z (b) MeAc igasnail 180 °C
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@591 4.9 6 K, a uaz R, 2a9msusnisslelelawaiersnasutt diMe, didc uaz MeAc
. ATWRANN diMe diAc MeAc
#13 | Teoumzlasemsne | °
(°C) K o R, K a R, K a R,
100 1.07(p) 1.082 2.23 0.76(m) 1114 2.40 0.67(m) 1.060 1.27
1.16(m) | 1.224 6.12 0.84(p) 1.061 1.44 0.71(p) 1.217 477
1.41(0) 0.89(0) 0.86(0)
é/é\é 80 1.45(m) 1172 4.65 1.32(m) 1.061 2.02
45 1.70(0+p) 1.40(p) 1.237 7.53
1.73(0)
o-/m-Ip-xylenes 60 3.50(m) 1.164 6.50
4.07(0) 1.052 2.25
4.28(p)
160 1.27(0) 1.150 4.19 0.91(0) 1.217 3.73 1.23(0) 1.075 2.14
1.46(p) 1.126 3.83 | 1.11(m+p) 1.32(p) 1.141 4.19
o on o 1.64(m) 1.51(m)
@/ @\ 140 1.92(0) 1.230 8.14 2.86(0) 1.063 253
46 2.36(p) 1.020 0.76 3.04(p) 1.208 7.88
2.40(m) 3.67(m)
o-fm-ip-cresols 120 5.19(0) 1.253 11.07
6.50(p) 1.031 1.53

6.71(m)
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. ATWRANN diMe diAc MeAc
#XY %ﬂLLﬂZIﬂsﬂ {374 s Y
(°C) K a R, K a R, K a R,
180 0.41(0) 4.385 32.96 0.32(0) 4.943 27.64 0.43(0) 5.820 42.95
T " 1.78(p) 1.144 4.70 156(m) | 1.033 0.98 2.53(p) 1.033 1.21
ij/ é\ é 2.03(m) 1.61(p) 2.61(m)
i c [ 140 1.10(0) 7.749 70.10 2.01(0) 8.906 84.54
o-/m-/p-chlorophenols 8.49(m) | 1.037 1.81 17.92(0) | 1.118 6.49
8.80(p) 20.04(m)
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aj‘ﬂwamwmaaa

nwitsildiasoauadaninaauindeunus p-cD sialmidwnaninzialada
A8 heptakis(2-O-methyl-3-O-acetyl-6-O-tert-butyldimethylsilyl)-B-CD (138 MeAc) LiNa
ANHRNUANILONEULUUA ATV IRITUTZNAURANAALTRAAINATIA GC WAL
Wiuiisunanuaaaniniiwaasnoiia lasanidu heptakis(2,3-di-O-methyl-6-O-tert-
butyldimethylsilyl)-B-CD (diMe) 9InM3dAn®nauniin [17] uaz heptakis(2,3-di-O-acetyl-
6-O-tert-butyldimethylsilyl)-B-CD (diAc) AMINARaURNLGH? lvaInaantt MeAc
U aa ] % 6 a a a = v 6 £ a
#1837 Grob test WL ABRNNILIZTANTNING s3I0l TILATISHARIT leRaINRaLTHA
oA A W [ a & A LA ' A
Tagl@ANNENNINT Wel L RUIZALMITIATIZARIINLT RN IALARIALLRLA Lazlidanagay
ﬁaaqm%nﬂﬁmﬁmﬂﬁwmm;ﬂwﬁfao 40-200 °C 1 BuAtINUABaNT diAc
INBUWANEINITLLNRITD LA LALNATNIV NG 44 %ﬁ@ﬁﬁ%ij\iﬁfmmﬂmm%a
ANy NanniaIn wuinnaauyl MeAc fNAIDLLNAULBUAlatuas e 37 e
A a A ' & A ¢ a & &
mm:mﬂ"ﬂumnmﬂaLLuuwIaLmaﬂuﬂquaaﬂaaaa Anas awanlaa LasnasiLas
= M o . & < A A A N Ada
alnu LL@"L&Jmmzﬂumﬂuﬂqw"l,aimmmau nikeraduwmznIningununiiin
' \ A o oA 2 a o Aa Vo o o Aa &
atniny acetyl NFUAIN 3 FAaLIINIYINNURIINGI 16 i lwrIaInLenaINa1n
ldnanssfiauazusnldaniiaasuid dive wananiinaning laiddiadng methyl 7
° \ A o § o A Al A ad o oa v & N
Funiban 2 inlwaunsnnengIn kideansadanteslaaninaaauit didc welud
WU diMe  laafiaaauit MeAc mmsnLwﬂmimwﬁ@"lﬁﬁmﬂLLﬁﬁqm%Qﬁgd
\% 1-indanol (# 8) WAz 4-nonanolide (# 28)  &IUABANY diAc BNNNTOLENDUUUALE
wasle 34 The laauung1INgaalea vmeNaaauyt diMe R NIDLENELLLALaNAS Lo
anfigads 40 wia LLazLmnm‘fl,uﬂﬁjuvlaimwﬁhau"L@Tﬁ
N o & = & ' & o ¢
HONAIMNBIRIUANBINITLENLIA L Lo loiuas 3 ngy WU 3 AeauiaINNT
wuniyalalalaiuaslans 3 ng lumsuen cresols ﬁ]glﬁﬁﬁﬁummwnﬁmﬁauﬁu‘lunﬂ
naaNitna ortho-, para- W8z meta- N3N chlorophenols Aaanit diMe waz MeAc 1/
o @ a a oA = o & '
AAUNILYNNLANBWNWAD ortho-, para- LA meta- TINNINABANW diMe aulums
wen xylenes MA&aLIWANTUONALANGAINWNT 3 ABANTE
mﬂwamsmaawzl,ﬁu’jwﬁ@mawy}muﬁ@ﬁ’%mm 2 ey 3 mawmﬂﬂgiﬂauu
6 A = 1 wn a al 6 al 6 a 1
WlalaatandnIuinasaauiialunsienduuunlawasiaziyalalalawas e o Iiny
dldl 1 a s s Rt 6 o v a a’ 6
WNUNNANTHRANS (methyl LAz acetyl) AIABANY MeAc =¥ liuanduuuilaiuasvas
1 z 1 Y 1 1 ] 1 a )
sInInguduatinldtaaing itu aslunguiemnes  udunensdlanausnduuud
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& A A @ o eda Ad A o \ v &
IaLsJa?ﬂa\'iﬁ’]jﬂ’]ﬂﬁu@vL@ﬂN@L‘Yr]ﬂl]ﬂaQN%‘HNWHLLﬂuWﬂL%Na%ﬂuaﬂ’NﬂaaNu diMe LLag
diAc
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