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U 32 BilA ﬁﬁimqa%mé’ﬂiumju 1-phenylethanol uag 1-phenyl-1-propanol fglLiid
Tasanlnns @ 7l heptakis(2,3-di-O-methyl-6-O-tert-butyldimethylsily)-B-CD \Jusnlanadi
yialafa emnnudesuiinaiiihilugnreumniesd fumngaulunisusngduund
Towesldauysaiuarlinantos wuhmsisuanmienegiteanssedimelusunsugumydl
910 40 F9 220 °C A8n 31 30.00 °C/min yanldUsingnisuennIen1sueniiAn Rs
(resolution) Hoenin 0.7 mswasurlamansd nsdfiansuenls e Rs lsitfeendn 0.7 15
Fonamzgumgiineiliinindt elution temperature Aldanlusunsugnmgil lsitfosndn 30
oC HuAdudy lumudded au13auenABLuUlelueivee 1-(d-fluorophenyl)propanol

w30 pF-PP laauysaiuagldiandosiian (2.04 wii)
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Abstract

Conditions for enantiomeric separation of 32 trimethylsilyl-derivatized
alcohols with two core structures (1-phenylethanol and 1-phenyl-1-propanol) were
studied by gas  chromatography  using heptakis(2,3-di-O-methyl-6-O-tert-
butyldimethylsilyl)-B-CD as a chiral stationary phase. This study aimed to determine a
fast screening condition leading to the optimum isothermal condition for complete
enantiomeric separation with short analysis time. The enantiomeric analysis of an
alcohol was started with temperature program from 40 to 220 °C at 30.00 °C/min. If
no separation was observed or resolution (Rs) was less than 0.7, the stationary phase
should be changed. If the resolution of 0.7 or higher was obtained, the isothermal
temperature of at least 30 °C lower than elution temperature could be used as a
starting point. From this work, 1-(4-fluorophenyl)propanol or pF-PP could be
completely separated into their enantiomers with the shortest analysis time (2.04

minutes).
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AUUANINNIYANYDY o, B- AL y-cyclodextring .......occooveeee.....
1A598519UasT0UDIUBANDTORTIY ..o
retention time (tg), elution temperature L@ e resolution (Rs)
vaaaanegen (lugleyius TMS) 32 vila lnelusunsugmunad
BRI 3.35 UAE 30.00 CC/MIN oo
anglunisuenduuuiilewaslaauysal (Rs Indlfiss 1.5 uag 2.0)
egumgiiagi waziailunisuendelusunsugumgifdns
30.00 PC/MIN oot
elution temperature ua resolution (Rs) ¥94N15HENABLULTLE
wesvesweanesed 32 ¥ila (lUsunsugumgi 40 °C fia 220 °C
FRNMSAUGANGE 3.35 OC/MIN) oo
elution temperature ua resolution (Rs) Y9IN1THENABLULNLE
wesvesweanesed 32 ¥ila (lUsunsugaumgi 40 °C fia 220 °C
FRTIMISANGAUNYT 30.00 °C/MIN) e
Amemskenaduuuilowaslaauysel resolution Inalfes 1.5 (Rs
= 1.5) YOIOANDEON 32 YA ..ovocevrevecrrnerrrssennesecnnsncnnns
Amemskendduuuilowaslaauysel resolution InalAes 2.0 (Rs

= 2.0)UBIWDANDIDA 32 VWM wooveoeeeeeeoeeeeeeeeeeeeeeeeeeeeeeeeeeseee e,
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1A598519999 heptakis(2,3-di-O-methyl-6-O-tert-butyldimethyl
sily)-B-CD %38 BSiMe (a) mew‘i%mﬁwmuyjLmu‘ﬁuwﬂw
nalaa uag (b) MWAMUUUUAAINTINTINAN oo
1ATIES1INNLATIVOT O, B- WaE Y-Cyclodextring .....oovv.oevveeeenne...
a19UsznauLliedou (inclusion complex) vosiodalniudulylaag
BANDIITU oo
(a) miduaswileanagedua (b) mawseueyiudlasuialeda
(TIVIS) e
lasunlnunsuvedayius TMS e PP (LUswnsugamgil : 40 °C

114 220 °C, #m971 3.35 WAy 30.00 °C/MIN) w.ooovcereccersccersree
elution temperature ¥098uUUNBLUBSHIFAVINETDIDYNUS TMS
YOIUOANOTOd 32 vila NHNT 3.35 Wag 30.00 °C/min ...
Rs 984N15UeNBLUUTLoIUB5V0IaYIUS TMS Vaideanosed 32
A T8RN 3.35 UAT 30.00 °C/MIN oo
Tasunmunsuves 4HN figamaiinsiitng 170 fla 140 °C .............
TassnInunsuves pTFMe-PE figamniinsiitas 130 fa 90 °C ...
retention Ya98uuUTlalueTRIAAYINY (K,) VoIRYWUS TMS 289
Loanesed 25 4lln 71 Rs = 1.5 uay Rs = 2.0 figampiiaed ...

elution temperature Y98l UUNLDIUBSFIFAYINEVBIDYWUS TMS

[
N YV

UDLDAND80a 20 VRANLNUITANA NS UADANLNA8TUSWATY

gaunil (Bns1 30.00 °C/min) LLazﬁqmmﬁmﬁ (Rs = 1.5).crrnncnns
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uni 1

N

1.1 m’mu“]umu,azgamqgﬂﬂumstaua‘lﬂsams

v

Suuunlewss (enantiomers) Aoatnaslaleluues (stereocisomer) MdunINaziDU

Tunszanuazlilanunsadouriuiulaegwain  (non-superimposable mirror image) &4

eD_

vosduuuilowesazdiautfimemeninuazmaeifiviloudy Wy anamuuy 90
VABUVAT kazasien widvasduuuiilaweiazinnudunevsainugiselameiulunig
Fanw fidendn  stereospecific [1] wazdveduuuiilaeTaziinanseEnusiaTTUIULAS
Tnanlsd (plane-polarized light) fumnsnefiusie Tnsauesduuuiilowosasnyuszuiuuss
Tnanlsdivindu uilufiemanssfiutnn dmsuarsnansi@in (racemic mixture) daiiguosd

wuuilawesranlulsnanwiniy agldfnnsmyussunusadinanlsd [2]

{

mudvaduuuiileiwaianaliaudfimannim  anudung  Welgrisnuansneiu
dusunstauselevtin1etIn mIaleul gD wuuRlo s Ag L NUNS IE SN AN IR TN 9
o & v a ¢ a £ a A ¢ a v av X a Y] a
JdudealinFipTeianuusgrsveduuuiilawesifeiny  lngaddeildenldnaia
wialAsuNAS U IATIZB UL lDLLIBS LANTSUANURNIINIBNINLALNILATIN
willowriu  vihlinsieseivsnaduuuilowesusazuin viousngsuuuiloweseanain
U o Vv v U = o & v & a a o = a
faileenn Aty nlufsadansdanamsiveawdalasunnnsAkasnin1enIswand
Wisnzaumaly

6V

whalasunlnns @ (gas chromatography, GC) Jwmafiansuenfimuigdmsy

Aea ! o PN

ANSAUNILNMADYTHOAINUIDY ANUNTOLENANTNLDIAUTENOUNANYIRA NIIAFBAN AUAU

9

lo uay/mIeanuiitwandeiuld (3] Tnvgnmglilunilsluduusiidfgdmiu GC @

darasionIalunTIATIBRAEAMAINNITHENYEENT  WATA GC @1XNInIATIERLATIaWUY

gauniiasfiuazuuulUsunsugamol  FeehvedlUsunsugumaiine  a@1snniiavesny

9 Y
(2

nanuadneamnhavesiinilndidssty  vilviarsiioonundininagliAenisnszanesnn
mileuinanmsienyishegamgiing  Wsunsugumaidnllumsasaaeusssumives
a3feg (19U Tgamgiidmiunisuen $1utuesdUsENey AnMINaNYeans)
fefunsereiiedinanisfesmuauiusildlimngaufo gumgiisudy S
Msuiiugnmgll gumnlianvie uazanild (4]

lolaawangnsu  (cyclodextrin, CD) u  oligosaccharide ﬁﬂszﬂaw’haﬂg‘[ﬂﬁ

Wouraudurmenusy a-1,4-glycosidic  lassasieves CD flnsansenanadudiunlill



{1 uagimgileidudnuuendudwiiith Tasadeiiduendnuai vhl¥ O farwannsg
TunsiAn inclusion complex fuanslémanssin 8nie CO Tautilada Seawnsavaly
Huwlaasil (stationary phase) Tuwailamslasuiinns il dmsuuenanssmanduuuiile
wos Tudslelaweiaee lanainnane [5]
muﬁ%’aﬁﬁqau‘lammwﬁmmzamLLazim%aém%’mmwﬂ@%LLuuﬁIama%maa

weaneged (ATeluguayiius trimethylsilyl, TMS) deuialasuninnsiil Fifllansiide
heptakis(2,3-di-O-methyl-6-O-tert-butyldimethylsilyl)-B-CD %50 BSiMe (g‘dﬁ 1.1) i
WaraiifidsenuitawsaiessiduuuilowesldvainnataUssan (6] lngasnadeu
mammdesiudmiunsuongduuuilewesvesuoancsed  (ugleyius  TMS)  #e
TUsunsugaumgll mﬂﬁ?umqummﬁmﬁﬁmmzaﬂummﬂﬂ@'LLuuﬁIamaﬁmm

weanesed (lugvoyius TMS) laauysaluazsinsy

G Lo
~—r bl
Si ef ~N
PN N 0
0 \'{\” -LJV_,,/_ -8\
\ 59 04 . 'U,I-U
i ° 0 \ E‘J","rf;i';:"‘g-
MeO > S
OMe A -?‘;‘-
— — 7
(a) (b)

gﬂﬁ 1.1 1A5985719909  heptakis(2,3-di-O-methyl-6-O-tert-butyldimethy!silyl)-B-CD
vi3e BSiMe (a) uansiuvtswesvgiwvuiivimenglaa uay (b) Mwsuuy

LAASINTIRTINAIS [7]

1.2 InUsTaIALaTYaUYAYRINUITY
Al dy Y A [ a aal o [ a a
WemanelewunTinEuaznizguugiiaiivingay  dmsunisienduuuile
wesvaskeanages (uglauius timethylsilyl) meufalasuilnngil Aldnaasnlasain

heptakis(2,3-di-O-methyl-6-O-tert-butyldimethylsilyl)-B-CD 38 BSiMe



1.3 NQuuaTnannIs
1.3.1 uiglasunlnnsail (gas chromatography, GO) [8, 9, 10]

ufalasinlnnsil (GO Wumadedmiuinssinguuesansdunidianunsassime
541 (volatile oreanic compounds) uwazansduvefiausaszmelduunans (semi-
volatile organic compounds) Ineuialasurlnnsiidunadianisuenesrusznouvesans
Al lAEEIREANLLANGNIYBINIINTEANFIVDARYDIAUTENOUTDMESHAN  SEVTIaa
Adfl (stationary phase) wazinawndewd (mobile phase) Lﬁaa’liﬁé’fmmﬁLm’lzﬁﬁi’mlﬁ’@i
IP3es GC ansdsnanazgniddsuaniuzanvesvandunia uaziandeufiozynansiing
AoduLRUTIYaRsi

sraiflunenansuaulmduaadadeniu ordmuuanimeniminluana iien
Tassadevesans  wavauiBmaadlunisifaussnseviiusandl fmdsanilarsusazyie
gnuenidudiue agldanegnaluneduiunnsiniu mﬂﬁ?umiL%@L?{EJ%LLGiamﬁmgmuL%’lgj
gunsalindayay1od (detector) waziUsuaoanudulasunlnunsy (chromatogram) Faans
Fadeuazansasiiszaznaniiegluaedutl (retention time) tazé uazldlunisseyuia
asla

wdosudalasulnnil fdaudszneu fail

1. uffam dvhiimnanssegsiteglugulevieufiaan injection port irgmeding
waglUfs detector  whaildaufuieios GC Wuufadesilivhuiisenduansiodn
Tnevhluflenld ufadiden lalasiou vielulnsiau

2. swuudnansfietne (njector port) udndildlunisdnansietadinedu]
Tnevhludwiidnansmetnadily (nlet) awilflinnudeu (heater) Uszneusge Lilevh
Tanssnegnananaifule Viinaasiegsiildinagdesunn

3. adund (column) iuduiiddayiigauesnisuenans lnsazussaulansdl v
uenansHaLeenaInty  Aedul GC Aldfumnluiieg 2 Usziam e packed column uay
capillary column Tnglusmiseiiazdenld capillary column Fefidhwaziduviodnuas
na2e YN fused silica Hinansfindeuiinisnoduisly  denedutiazusiqoglu oven
Juduimuaugamgiivesnsdutl Tnsgampivesnedutiidiuddysenisuenats mnudi

gaungiivesreantazyiiiesrusznouTesasAfounis vy Frelin1sInTeisTu

a

luvazangumniivesreduiasszhieliiianisugnesdusenaude ATy deduAdsiden
gaumginmanivansidesnTinsiiteiAamsuenid  wagldialiaseilaiuy
Auly



duilmuaugamglivesnedutity 7 2 uuude
- qmwgﬁmﬁl (isothermal)
fio M3muAy oven liilguvniiasiinaeansiasizy Tnsgamgiinaiisinldiuansiil
retention In&isiu uitgshlianunisesiindindu fdugamgiaeiamngdmi
Mg nuTeI siog1sidianTedlaudRlndlAueiy
- Wsunsugamail (temperature program)

Ao N3AUAN oven Tlin1sUSuLiugaumgiiseninamsiiasey lagdiusnagldisilidle

'
a

A15929819899AUTENOUTIUIULIN BRLIATISALAANUANTNI retention wana1siulazli
A A v Y aa S v a v v ¢ & o
AnfAoutnaNNns  Uolduvediolie feuduarselireduilliuas (oven equilibrium
_ : - C %o
time) NOUNTIATIZRASINA LY

4. 1#3030593n  (detector) Jugunsaliilddwiunsiaiaansiignuenesnuiain
Aoaul AR Tnsesdanuuziani:  awnsalidygiaiuansuieniela diadesnimn

o

A da g w i I~ P | Y v A v
LLASAITHLNEINIA Iﬂaﬂ’]WIQWQQW@ Nﬂ']i@@uaUENV]@FLUSU’Nﬂ'JWNLeﬂumumaﬂaqimﬂaqua L

1
a v

Tvainvatevin Tuuidedidenld flame ionization detector (FID) @aluLpSodnsiaian
Trannlnfnuansdunsd
5. duulsdyen tasesaziuiindygiametniesiuin (computer) nBLEU

P304 GC wazuwlsrantneanunlugulasuilvunsy

1.3.2 fwUsmneitaenumatia GC

e K (retention factor) “UN804 DMSIEIUTENINIANANT LB LUNEAINLALLIANNENT LY

tp — ¢
k,:(R M)
tm

We tx A Laaskalunisiedeuikiuaesuil (retention time)

Tuwlawpdaun Awnlaann

ty Ao Laaedeunltlunsiade Uk uADa LY

e N (efficiency) nuneils Ussdnsninaesnoauy muialaain

tr \?
N = s 2)
Wh

e w, AR AUNTYRsiiniANgeRswitls (width at half-height)



o a (selectivity) nuneds AIvanfenIskenoenaNUTeIAITARIYHN A1UIlAIN
ki tg1 — tm
Mo  tg,WAZ tz, A retention time Yo4fin?l 1 kaz 2 AINAINU

¢ Rs (resolution) vungds AnMaNysalveImMsuenvesiinaesiniiegfiniululasuil

WASY ANURLARIN

t - t
Rs = 1.177 x<u>
Wh2 + Wp1

N = Y A =% = N A o o
LD Wh 1 Ll Wh 2 Q) ﬂ’J’]ﬂJﬂ’J’N‘UENWﬂmﬂ%ﬁm%ﬁﬂiﬂ%uq YDNNAN 1 LAy 2 HIUd U

1.3.3 lalaauangvsu (cyclodextrin, CD) [11, 12]

lolpawmndvsunie 0 Juwledlnusnailss  (cyclic  olicosaccharides) i
Uizﬂaué’wﬂqiﬂal,%awiaﬁ’uﬁ’wﬁuﬁz o-1,4-glycosidic €D dilwgjfinuazdl 3 vila Ao
a-, B- uag y-CDs Gﬁqﬂizﬂaué”saﬂqiﬁa 6, 7 BaY 8 WY MIUAINY (gﬂﬁ 1.2) las9asneved
0 fwsulududwiliid Feumedluenafliidls wasinglassendasgsu
uama shlsfaduuendudwiiidn vl 0 annsoduiulanavesansitlididaiadu
inclusion complex ¢ (5Ul 1.3)  wenanil D Saflaudilefaiiiosan Dglucose Tu
laseas1ewes CD Hlasansuau 5 agnon 39au15alY CD wazaunusluNIsena1s3nIng
wuuiilowes uagloluweidemaiamdasuilnns @ audinisnisamues CD v 3 ¥iin

Y =
LEAAIANAIT19N 1.1

gﬂﬁ 1.2 1AT98519M19ANY04 a-, B- taz y-cyclodextrins [11]



HOOC

U 1.3 ansUszneudedou (inclusion complex) voswadlnduiulslnainndviu [11]
asedi 1.1 audBinisnienmees o-, B- wag y-cyclodextrins [11]
properties a-CD B-CD v-CD
molecular weight (g/mol) 972 1135 1297
number of glucopyranose units 6 7 8
outer diameter (&) 13.7-14.6 15.3 16.9-17.5
cavity diameter (A) 4.7-5.7 6.0-7.8 8.3-9.5
water solubility at 25 °C (g¢/100 mL) 14.5 1.85 23.2

B-CD awnsalduselostilapgnaninewing Wy AUeIs AULAITDNE181e AULAEY

Y P = PN PN YY) v
NITULAZAIUNEAINTTY  t091n B-CD Tuwefiwnzauiamnsaduivluanavesansia
I 5 v o = a o o 44' o wa

nanvany usin1sazateiAeutew Judinsaaudatiaswaiiues B-CD ieUSuU saudR
m3azane lngnsidsunglensendavesasusuidunus 2, 3 uway 6 vunglealliduny

duq [12] iungauiunisldeulsazusziam

1.4 ATeTAedes

HegemATeffsesiumsldeuiuslalaamndviudumand  dwsuufalas
nnsilunisienasuseinnengg laun

¥ 2003 Chen wag Shi [13] Tevunsdaamgioyiuslalaainndniu 3 via Fail
mg'l,muﬁuuﬁ%mmﬁ 6 w83 2,3-di-O-pentyl-B-cyclodextrin 10uny acyl Fumnenafu
(lawn valeryl, heptanoyl, wag octanoyl) wasfnwaudnisuenveseuiusang s Ineld
Humansiidm3u capillary gas chromatography 14 FID uaiesnsiain 1gamgiinad

wuAnueMvedagldmuauveIvy acyl Meuvus 6 ¥89 CD dnasieANausaluNs



wenduuuiitawes Felueuiuslelaawndniuns 3 wlia & 2,3-di-O-pentyl-6-O-valeryl-B-
cyclodextrin fianunsauenduuuiilowes 15 wialinaaeulafnan Milinsiuinnisuend
wuuiilows sanudunusiulassasnswes CD

U 2005 Shi wagmnsz [14] Teunsdansisieyiusislaawmndniy 4 wia laun
2,6-di-O-pentyl-3-O-allyl-B-cyclodextrin, 2,3-di-O-pentyl-6-O-allyl-B-cyclodextrin, 2,6-
di-O-pentyl-3-O-propyl-B-cyclodextrin iae 2,3-di-O-pentyl-6-O-propy!-B-cyclodextrin
Faulu B-CD Aflngunuiuusiumiia 3, 6 1Wuny allyl wazmy propyl udilulddunani
o [ . [ <) a [ [ a a A =
a3 capillary gas chromatography 14 FID 1uin3ensiain Iﬁquﬁgmw WWBANY
ANNAINNTOLUNITWEN WUTIIENTORENENSNEN disubstituted benzene isomers WU o-,
m-, p-cresols uag o-, m-, p-xylenes laa swluisansansnduuuiilowesiauseila wu
Suuudilowmesues allethrone acetate, propargyllone acetate Wag 2-bromopropionic
acid methyl ester LaganHanTsLenduuuiilalesvilinuineuius B-CD i1 4 wila Tina

al' =) [y = < ' A 1 5 o 1 ) 1 I
nsuenvidlouiy Fuwanuniudn CD Nilvgununuusiuus 3 uwag 6 Wuny allyl wagny

[ |

propyl fnasienisusnduuuiilewesdosun sadeiussguomy allyl Aldfiunuimdfysie

o

(%
=]

Msuen Fauansnsanneadilsninnisly Co Afvgunuiidu acl Afseauneunhil

U 2015 Pragadheesh uagany [15] mﬂmumiﬁﬂmwmmmmgLmuﬁwaqﬁuﬁ‘
alpawandvau seanusmnziuduuuilewss (enantioselectivity) Tneld GC Afiwlansi
Juoyius B-CD waz y-CD wilasneg MHiasosnatadu FID wazld temperature program
mode usnasngulasamesivesdluinsuveussmevesiiunszga Mentha spicata wu
2,3-diethyl-6-tert-butyldimethylsilyl-B-cyclodextrin  (TBDE-B-CD) a@1unsarenlasames
fupsdnnilaf eniu carvone lay carvone annsauenlafnieg 2,3-diacetoxy-6-tert-
butyldimethylsilyl-B-cyclodextrin (TBDA-B-CD) LAZTINUIAIAUNITUENTVDIAT
sabinene, menthone, terpinen-4-ol wkay menthol suldeumniUasuneduiiann B-CD
Ju y-CD @ carvone WudﬂﬁﬁumﬁLLSﬂLUﬁauLﬁaLﬂﬁawijmuﬁ fisuans 2, 3 999 CD
Favhlsmsuindenld B-CD way y-CD IﬁLMmmuLLasﬂﬁﬁmﬂ'Lmuﬁuuﬁ%mm 2,3 1Ay 6
193 CD Tuanaeiu dawadonisuen

U 2016 Shi wagmuz [16] 189Un1sANYINITLY capillary gas chromatography
(CGO) fiflansitusyiusuas B-CD unnsnsiu 7 vilin dmuusngduuuilewes 17 via
999 2-arylcarboxylic acid esters lagldiadaansraiady FID LLaﬂS’ﬁqmmgﬁmﬁ WUID
wuuiilowss 7 wtn 999 2-phenylpropionates lﬁiﬂaLmﬂqﬁw%uﬁﬁngLmﬁLﬁu alkyl iU

acyl laganig 2,6-di-O-pentyl-3-O-butyryl-B-cyclodextrin anuanunsalun1sienanii



lolpawnndvsusidug  wasdmiuduuuilowes 7 wllm wes  2-(4-substituted
phenylpropionates lelaawnndniuiifinnuannsalunisuendfigade 2,3,6-ti-O-methyl-
B-cyclodextrin @iudiuuiilowss 3 win ¥o9 2-phenylbutyrates ey methyl 2-
phenylbutyrate fianansauentédaelelnamndndu 3 4fia vaedl ethyl 2-phenylbutyrate
uaz isopropyl 2-phenylbutyrate lilanusaldlelnamndniuie 7 4din wonldias doild
NIIVIMANITHYN AAnuduiuseg1unniulaseasnewes 2-arylcarboxylic acid esters uag
lassairvedlalrainngniu

nnemAdefinun  fnsduasgeyiuslelaaiandviiuiielfidumansidmiu
whalasunlnnsfiduuLnuazasanenansiavanuanetils  uadnsiesuisiaue
asit afinvesEnsineans warazilduenviniu Tnednldsienunaild () e
auysaivesnisuen (Rs)  usdslifisenunsmanznsueniivnzanuassings dmiy
nsuenduuuilewesdentalasninasil  seidunuddedsadlamamadeduiiie
LAETINGY  wazneTimnzansgamgiingl  iilelldnsuenianysaluayldnanluns

a sy A
'JLﬂi']gwu@EJV]?j@

1.5 Uselavunazlaannauiae
NI IMITaNRazs IS uNsuengduuuilowesveeanaged  (lugl

AUNUS trimethylsilyl) feufalpsunlnnsindmlansiife heptakis(2,3-di-0-methyl-6-O-
tert-butyldimethylsily)-B-CD %50 BSiMe



unii 2
N1SNAADY

2.1 \e7asilouazgunsal
~iaseaufalasunlnns vl (gas chromatograph, GC) U Agilent 7890 series oy
split injector wag flame ionization detector (FID)
- GC syringe vu1m 10 pL

< .
- INUTIATVUIALEN (vial) IR 2 mL

2.2 uhauazansiadildlunuide
- hydrogen gas, nitrogen gas WAy zero-grade air, IAUTEN aue (Useinelne)
19 (Wnvw)
- fvhazanedumn3d laun dichloromethane (A.C.S. grade) way pentane (ultra resi-
analyzed grade)

- n-alkanes L% pentadecane Way hexadecane 910 J.T. Baker

2.3 lafausanagea

woanesednidlundded wienlneusnn adastawn (17]  Ingldlnuduase
fiu yiURRSe3AnTushe NaBH, a¢lduoanesed antusdsuueanosedlioglugUoyius
Inswiialeda  (trimethylsilyl,  TMS) TagvinufAsenfuansazanenanves  N,O-
bis(trimethylsilyVtrifluoroacetamide AU 1% trimethylchlorosilane (BSTFA + 1% TMCS)
UfAsenmsslennanidieguil 2.1 Aeumsieseiine GC azazangeyius TMS v
weanesedusazsialy dichloromethane Tiianududulszana 510 me/mL  Fouas

1ASIAS19UDILLDANDIDANA 32 VUM LAAINIAITIN 2.1



0]
(@) NaBH,/ E1OH
R - - R
reflux

Lo
' NI [ o7 N
(b) KT X
R I ——— R
1% (CH,),S(CI
sUn 21 (@) msdunsgineanageduay (b) nsiwieueyiusinswiialeda (TMS)
M99 2.1 1AssasslasteveLeanagedly
S 1AT9a519U03L0aN0T0R Fodo Fousiu
OH
1 ©)\ PE 1-phenylethanol
OH
2 Q)\ mF-PE 1-(3-fluorophenyl)ethanol
F
OH
3 /©)\ pF-PE 1-(4-fluorophenylethanol
F
OH
4 @6\ oCl-PE 1-(2-chlorophenylethanol
Cl
OH
5 Q)\ mCl-PE 1-(3-chlorophenyl)ethanol
Cl
OH
6 /©)\ pCl-PE 1-(d-chlorophenylethanol
Cl
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Sstudi 1A59a51avasLoanaged Feve Foudu
OH
7 ©5\ OBr-PE 1-(2-bromophenylethanol
Br
OH
8 Q)\ mBr-PE 1-(3-bromophenyl)ethanol
Br
OH
9 /©)\ pBr-PE 1-(d-bromophenyl)ethanol
Br
OH
10 @5\ oMe-PE 1-(2-methylphenylethanol
Me
OH
11 Q)\ mMe-PE 1-(3-methylphenylethanol
Me
OH
12 /@* pMe-PE 1-(4-methylphenylethanol
Me
OH
13 ©5\ oTFMe-PE 1-(2-(trifluoromethylphenyl)ethanol
CFy
OH
14 Q)\ mTFMe-PE 1-(3-(trifluoromethylphenylethanol
CF3
OH
15 /©)\ pTFMe-PE 1-(4-(trifluoromethyl)phenyl)ethanol

F3C
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%

Me

Sstudi 1A59a51avasLoanaged Feve Foudu
OH
16 ©f\ oOMe-PE 1-(2-methoxyphenylethanol
OMe
OH
17 Q)\ mOMe-PE 1-(3-methoxyphenyl)ethanol
OMe
OH
18 /©)\ pOMe-PE 1-(d-methoxyphenyl)ethanol
MeO
OH
19 /©)\ pNO,-PE 1-(4-nitrophenyl)ethanol
O,N
F OH
F
20 5F-PE 1-(pentafluorophenyl)ethanol
F F
F
OH
21 ©)\/ PP 1-pheny!l-1-propanol
OH
22 /©)\/ pF-PP 1-(4-fluorophenyl)propanol
F
OH
23 /©)\/ pCl-PP 1-(4-chlorophenyl)propanol
ci
OH
24 /©)\/ pBr-PP 1-(4-bromophenypropanol
Br
OH
25 pMe-PP 1-(d-methylphenylpropanol
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Seudi 1A598519U9ILaN TR Foto Fousis
OH
26 /©)\/ pTFMe-PP 1-(d-(trifluoromethylphenylpropanol
FsC
OH
27 /©)\/ pOMe-PP 1-(4-methoxyphenyl)propanol
MeO
OH
28 w Me-PP 2-methyl-1-phenyl-1-propanol
OH
29 ©)\’< diMe-PP 2,2-dimethyl-1-phenyl-1-propanol
30 m P2P 1-phenyl-2-propanol
OH
31 ©)\/\ PB 1-phenyl-1-butanol
OH
32 4HN 1,2,3,4-tetrahydro-1-naphthol

5

2.4 n1saasznmalianialasunlnnsai

2.4.1 Apaull

ldupUan3neauil (capillary column) awmdeusiemlansikauveseyiuslalaannd

n3uvila heptakis(2,3-di-O-methyl-6-O-tert-butyldimethylsilyl-B-CD) %39 BSiMe (30.0%)

1u polysiloxane OV-1701

ALET
s uAugna

ANUAUYB AL AR

0 14.91 .U

- 0.25 HaALUNT

- 0.25 Tul@siuns
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2.4.2 msvFuansharmMaaeuUsydnsnmuataedull

Ufuanniznedutinounislénu Taedgamgliaoduinaid 200 °C  soaunseis
baseline Al a]Wﬂﬁ?uwmaawiz?m%mwmé’uﬂﬁqmmﬁ@m6’] Tudrvesmsiinsen (60-
220 °C) Inednasazans n-alkanes Tu pentane Tu7INLIAN (t) WazANUNIVBIAN (W)

WeANaIUTEANS MM NYesAeduY (N, plates/m) angaunsi (1)
2

N = 5.54(t_R) aun1sf (1)
Wh
2.4.3 Msuenduuunlowes
ANMENITNAFDI
carrier gas : hydrogen, velocity 50 cm/sec
injector . split (split ratio 100:1)
injector temperature : 250 °C
detector : flame ionization detector (FID)
detector temperature : 250 °C
hydrogen : 40.0 mL/min
air : 400.0 mL/min
make up nitrogen : 40.0 mL/min

lumameaestl ieTeigduuuilawesveeanageaneglusUeuiuslasuiiale

da (TMS)  Taesuannisldlusunsugamgiiveniansidewiu  antuagiasIzvinduuui
loweslagldgaumgiinl Wemaneiiawnsawenaduuuilawesliauysel  Jeyaainnis

Basgiiglusunsugamgiuazgamaiiaed aldduwuimislunismaneiausouenss

wuuiilowesliauysaiiaysans,

N153ATENLUUTUSUN TUYUUYH

- deguugfinedutiann 40 °C qulis 220 °C Fwsarnsfiugungll (temperature
program rate) 71 3.35 °C/min A1333109 Grob [18]

- AnETaYaNsveueanoged 0.2-0.4 pL Juniniian (ty) kazANAINNTesRn (wy) ¥e
atnation 2 Adq

- ﬁwmmqmmﬁﬁﬂﬂﬂsmg (elution  temperature) — UA¥ANUANYITAVDINITUEN
(resolution, Rs) ¥a4gduUTIlBIIDS Feaunisi (2) was (3)

- yhmIneaes wildeudasnisiingamiidu 30.00 °C/min



tg
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elution temperature = T; + (temperature program rate x tg) aunsi (2)

9aUMQTUAY (initial temperature)

retention time

t -t o
Rs = 1.177 X <u> aunsn (3)
Wh,2 + Wh 1

N13AATIENUUURUNNNAIT

[
[y |

agamglineduiuuuasd Tutas 40-170 °C gamgdflldasduegfuarsusiasain lngas
Tdeyaifosiunnmaiinssiuuulusunsugamnd
dnansazaevesloanaged 0.2-0.4 ul Juiiniian (tz) wagAMUATevsin (w) ¥
oehation 2 ads

ﬁﬂmmmmamyiaﬁmmﬂmwﬂ (resolution, Rs), retention factor (k) wag selectivity
(o) vosgBuLLTleaifaN5T (3)-(5)

ynmsveaesn  Tnsusuifavieangamgiineding wugduuuilowesuenaintuldoss

auysal wawlle Rs InalAes 1.5 uwag 2.0

K = (tR - tM) aun1si (@)
tym

o = (k_’2>: <u> aunsfl (5)
kj tR1 — tm



uni 3

NANIINAADILLAZNN1TRAUTIINANIINAADY

ilesnngduvuilewesiandinsnoamuasmaeiiviouty  shlinsiesgs
vsenshendduuufloweseananiuinyitlaenn uATeiFealansmamndesdud
i edlugmanangivsnzandmiunsuongduuuilewesmematauialas
NN W TnesmAfedAinnmausngduuuilowosvesuoanasoddnan 32 wia
(psgsilugUauius trimethylsilyl, TMS) ﬁﬁ%ﬁmmw‘f%mﬁmwgLmuﬁumm@i’mﬁu uawdl
Tassadravdniu 1-phenylethanol (PE) wae 1-phenyl-1-propanol (PP) Ineldiilansiivdia
lasafe  heptakis(2,3-di-O-methyl-6-O-tert-butyldimethylsilyl)-p-CD %38  BSiMe
Hoswnueanesedusarsiafantinamen (du qauien, anudule, anmda) 7
uanenaiy Jsendiazidengampifivsnzand miunsieest JsazEuannsiieszigs
wuuileesvosuoaneseddelsunsugungll ilemnnsdowudmsunsuen  wdih
foyaannmsinneiselusunsugumgiuldlunsdengamgiinifimunzause

a

3.1 msasvisuuuiilawaslasltlusunsugamail

U
Iaszvinduuuileweiveseyius  TMS  vsddeanagadusiavyiinsislusingy
gaunil Tdgnung ﬁfmu 40 °C Uy 220 °C Imﬂlﬁu@mmmwmammm 3.35 °C/min 914

= 1

8vee Grob [18] “ZNWU’GN@LLuuWI@LiJEJTU@ﬂE]HWUﬁ TMS SUE]\‘]LLE]ﬁﬂEﬁE)aLLG]@SSUUW'US‘UT]ﬂQ

Y

‘Nd‘u

finfivauananeiy mngsuuuiilewwesueneanainiuls aUsing 2 fin Adnyazadeiu
1 & dg v ° ada .
mAnuguariuilaiin lngaunsarnuguuniiniinsing (elution temperature) uaz
ANUALYIAIUDINITUEN (resolution, Rs) 1d wn Rs dAmnnndwmewiniu 1.5 uansied
wuuilawesweneenaniuliegsauysal

HAN1TIAT L UUIUSWNSHRMQil Tnglddnsnisiiiugamgil 3.35 °C/min (11519
1 3.1) wuhangduuuilewesveseuius TMS vaduweanegedinagdeunvin 32 viln
wlarsnvlatannsawenaduuuiilewesliegauysed (Rs > 1.5) 1w 20 wila, 11790

LLEJﬂﬂ’e]LL‘LMVII’eJLﬂJ@ﬂW LLG]I@JﬁZLIUiﬂJ (Rs < 1.5) 97u7u 10 ¥Hn wagliausalenAduuuiile

Y

a v v

weslelay i 2 ¥ila (PE uar oME-PE)  wimsiiasgsiuuulusunsugamail medns,
ALl 3.35 °C/min Tdaantunsiasgvideudieswy (lddnd 10 Wil wazgan

Uszaa 33 wdl dudueieueedns)  asaulavzaniiainisibasiesiiUsefunuulushn sy

gamail Ineiiiudnsinsiiivgnmgiliasudu 30.00 °C/min
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A13519% 3.1 retention time (tg), elution temperature Wag resolution (Rs) V8d

weaneged (lugueyitus TMS) 32 wila Iaglusunsugamgil 8ns1 3.35 uag

30.00 °C/min
rate = 3.35 °C/min rate = 30.00 °C/min
a9
trz (mMin) | elution temp, (°C) Rs tre (Min) | elution temp, (°C) Rs

PE 13.245 84.37 - 3.064 131.92 -
mF-PE 14.074 87.15 1.95 3.146 134.38 0.84
pF-PE 14.502 88.58 2.39 3.198 13594 1.38
oCl-PE 16.941 96.75 0.70% 3.552 146.56 -
mCl-PE 19.870 106.56 1.47 3.869 156.07 -
pCl-PE 21.416 111.74 3.40 4.031 160.93 1.14
oBr-PE 19.711 106.03 1.34 3.895 156.85 0.60*
mBr-PE 22.884 116.66 1.09 4.237 167.11 -
pBr-PE 24.782 123.02 2.64 4.433 172.99 1.16
oMe-PE 15.398 91.58 . 3.360 140.80 -
mMe-PE 15.813 9297 0.60* 3.383 141.49 -
pMe-PE 16.696 95.93 1.95 3.488 144.64 0.70*
oTFMe-PE 11.447 78.35 0.80% 2.840 125.20 -
mTFMe-PE 13.997 86.89 1.91 3.094 132.82 0.60*
pTFMe-PE 16.149 94.10 3.49 3.321 139.63 0.97
oOMe-PE 19.675 105.91 1.86 3.840 155.20 0.80*
mOMe-PE 21.610 112.39 0.87 4.067 162.01 -
pOMe-PE 22.790 116.35 1.38 4.201 166.03 -
pNO2-PE 32.615 149.26 2.30 5.338 200.14 0.80*
5F-PE 10.285 74.45 1.07 2.666 119.98 -
PP 15.575 92.18 2.42 3.333 139.99 1.00*
pF-PP 16.848 96.44 4.66 3.462 143.86 1.77
pCl-PP 23.389 118.35 4.96 4.254 167.62 1.50
pBr-PP 26.524 128.86 3.85 4.636 179.08 1.35
pMe-PP 18.667 102.53 3.00 3.717 151.51 1.21
pTFMe-PP 17.625 99.04 3.34 3.517 14551 1.00*
pOMe-PP 24.592 122.38 2.27 4.413 172.39 0.70*
Me-PP 16.114 93.98 2.21 3.434 143.02 0.80*
diMe-PP 16.943 96.76 247 3.549 146.47 0.83
p2p 17.439 98.42 1.38 3.568 147.04 0.70*
PB 18.172 100.88 243 3.653 149.59 0.97
4HN 25.814 126.48 4.31 4.558 176.74 1.63

vanewn  * deyavinlasuilnunsulianunsadiwine Rs 16 A1 Rs Astsnudueiildainnis

Uszanalaeiguiuienaisenade [19]



18

W‘U'jflLﬁ'aLﬁué“mwmiLﬁuqmmﬁmﬂ 3.35 °C/min U 30.00 °C/min @1150a9
watlumsesigviadleuin (wdeliies 2.6-5.3 U1l UAANNANYITHUDINITHENABLULTLE
Wesazanaing Wivena Rs fidldnanas (1157 3.1) lpganunsauengsuuuiilewwesle
agaNysal (Rs > 1.5) Liles 3 vila (pF-PP, pCl-PP, 4HN) wazlilanunsauenaduuuilowes
lotag dwauds 10 wlla freguniswenaduuuileweivesayius TMS wee PP
Wisuiteuiisnsnsifingamail 3.35 °C/min Wag 30.00 °C/min (§U7 3.1) wifiudn 7
§n31 30.00 °C/min Mianlunishnsizvidosninisns 3.35 °C/min &9 5 Wi wid Rs

Yaashendduuuilowesiiaana

PP
3.35 °C/min
Rs = 2.42
OH
50 155 160
time (min)
PP
30.00 °C/min
Rs = 1.0*
30 31 32 33 34 35
time (min)
Ul 3.1 lasunlnunsuvesayiius TMS vee PP (IUsunsugaumgil : 40 °C fia 220 °C,

9951 3.35 wag 30.00 °C/min)

WalUSEUWiEy elution temperature ¥990YIUS TMS Yeuaanagada 32 viln

[y

wagA1 Rs ¥09n15uen Mesgriuuulusunsugamaiimednsnisiidgamiviiiu 3.35

[
aa | =

wag 30.00 °C/min (§UA 3.2 uay 3.3 auadu) wudndlednsinsifiugumniideunniy

elution temperature UYWAY tngYRUS TMS Yauaanagedaya 32 wila dwwiliy
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nsiisTuves elution temperature IndlAesty Fouszanar 4551 °C waswud i
AmuduiusTesLIInTEYnsEieyius TMS vesusanasediumansd fall
du¥usyius TMS vosueanosadnay PE wuuwiltu fsil
- mﬁmmamy}muﬁ inasio elution temperature 1ne elution temperature UBY
BUNUS TMS vodueaneses NO,-PE > Br-PE > OMe-PE > CI-PE > Me-PE > TFMe-
PE > F-PE > PE > 5F-PE
- fumdsvevgunuiiuulsuelsusin asle elution temperature Tageyiiug TMS
YoloAnesRATINY NN para g8 elution temperature gsninoyWus
Pilunuiidumus meta uagouiUSTny LTS W ortho
dufusyius TMS vesueanosadnay PP wuwwaliy fall
- ﬂjﬁmﬁuaﬁmﬂ'l,muﬁ iinasie elution temperature Img elution temperature V99
AUNUS TMS Y04Ueane8es Br-PP > OMe-PP > CI-PP > Me-PP > TFMe-PP > F-PP
> PP
wazNUIlATIESANURIETiNasio elution temperature 1ag elution temperature U84
AUNUS TMS Uodueanased 4HN > PB > P2P > diMe-PP > Me-PP > PP > PE Taguualily
maﬂmiﬁqﬂéﬁmﬁauﬁ’uﬁ%ﬁé’mi’mmﬁmQmmﬁwﬁﬁ’u 335 uay 30.00 °C/min  Bethaz
Fulumuwliuaienosans swuamuiidivesjunuiifidsasousanssriumansd
ansfilgaiiiongs uag/vieddage asflussnssvhiumansiunnt Sseenududessnunii

elution temperature genn
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3d-1D0
3d-4d
3d-qw
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TMS 89

[

TA@ANIBVDIDUNUS
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vV

q

3.35 uay 30.00 °C/min

elution temperature UBIBLUUNLOLLD
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o 3d-2N41d 24
0 3d-aN4LwW )
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3d-2NW 2
3d-aN0 (=
=
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3d-1gw Qm
3d-1go S
1d-10d =2
~\|o
Id-pw <
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3.35 wag 30.00 °C/min
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fiNsan resolution (Rs) Yosoyiius TMS Yesueanesadiis 32 wlin MtAszviuuy
TUsunsugamglisnesngnsifiugamgivintu 3.35 °C/min uag 30.00 °C/min (U7 3.3)

a

wuin ileifiudanmsifinguvniozdwals Rs fenanas lnsdmsuiisamsiingamal
Winfu 3.35 °C/min anansauengduuuiilemesvesans 20 wila leanysal (Rs > 1.5) vaud
Fodhsmaifingamaivindu 30.00 °C/min wuiausausnduuuileweivesansidosig
auysalifies 3 vila lnefloyius TMS vesueanesednliannsouenldias (Usngiinided)
10 wiin lawn ayius TMS veskeanagad PE, oC-PE, mCl-PE, mBr-PE, oMe-PE, mMe-PE,
oTFMe-PE, mOMe-PE, pOMe-PE Way 5F-PE

uaﬂfmﬂﬁiﬂuﬁmé’qmm’]aqﬂ’ué TMS vesupanesodarulyafitvigunuifidumis
para AxdiAn Rs snnnineyusTiwuAiidumls ortho way meta et dunaan
lnssas1svesiumis ortho way meta eglndfumis stereogenic center 7ifig O-TMS
yuelyg Feonadpwnemsuen  sniueyiud TMS wes OMe-PE dashiifimunuiiii

ALY ortho AgdlAN Rs W NNIFRNEVYUnUnuwmls para wag meta

3.2 Mydeszviduuuiilaweslagldanmaling
Azlunseenmunzay Asazlrniswenfnwazldnailunisiwsgyites 9970

n15iAsIEmelUsunsugamnll wudarsdulngliauisanenlaauysaidnsinisiiiy

gaungiigs wiedmnuenliauysaliidnsnisiivgamngianazldiiaiuiu 8nvienisld

Wsunsugamglidsseadonaiselineduilid usaineunisinsziasdaly Fsaglddoya

Y

a

a ¢ v a I A a 9
PNMTIATEimelsunsugumgll siluuuinilumsidengamgiiaeiivansas lnenis
Mavansamnngnskeniauysalvazldinailunsinseitdesiian Fansiasievinaeg
gaungiiasiliinisusuwdsugungiseninan1siased Jsaunsadnsenansiaeeng

oA Y Ao vag YA v
folles wazwnziuashilaudilndlAseiu

NULANITIATIEAELUTUNTURUNINTEENIIN15LAN geun il 30.00 °C/min
FuTUFeNYUNYIAMNTINALALATU elution temperature YasBuuUTILBWBIFIgANY lneay
USuaavsaiiitgauaiifiag 10 °C auannsauengduuuilawesidauysal (A1 Rs > 1.5)
wagldianteyan undiege 1

auWus TMS ¥asuoaneagas 4HN i elution temperature Y898uuuiilaiaiag
anvine WAy 176.74 °C Fa5unnsmaassiuugumaiindii 170 °C nuaiunsauengs

=

wuuileleslaundaldanysal Rs = 0.76) JsUTuangumngiiiar 10 °C IUAWITOLYNAT
wuuilewesldanysal Ineloldgumaiinedii 160, 150 uay 140 °C 9gldnsuenvesg?



22

dd d

wuulowesna du fio 1AA1 Rs 111U 1. 13, 1.56, 2.03 ANAIPU (51]1/] 3.4) ¥939% WU

a

ouniifigefigafianunsouengduuuiiloimesues aHN leauysal Taodl Rs Indides 15 fe
150 °C (l@ Rs = 1.56) mm'ua'mnLL&JﬂimauyﬁmmﬂﬂmanLﬂiww‘lumﬂ (k', Hoanin 20)
vmaamgiianusawenaduuuiilewestd Inell Rs TndlAes 2.0 e iesnndumndnly

Tugmaimnssuuazlin1suenidniauannndtf Rs = 1.5 lnggamaiinaiunsawengsuwuuile

U

wesuea 4HN 16 Tnedl Rs Tndides 2.0 fio 140 °C (If Rs = 2.03) Fafigampiinaiinsassly

wanlunsiesgidesniinisidlusunsugamgil

o o

dmSuauitus TMS ¥0dnaanesed pTFMe-PE i elution temperature U984uu

¥

loweasiigaying Wiy 139.63 °C FU3UAIINARBIMUUUNYTAINN 130 °C wudlyl

9

anunsanenaduuuiilawesla Usingiinided) Jsusuangungiifiay 10 °C laslield

Y

caaX A

QUMM 120, 110, 100 kag 90 °C azlan1suenvesaduuuiilowasnazu e lor1 Rs

Y

Wiy 0.68, 1.12, 1.73 uaz 2.50 muaau (3UN 3.5) mﬂﬁfuﬁw%’an%lﬂmqmmﬁﬁaz

5 %59 3 °C Tuta9 100 849 110 °C 1M UNNLAINAIEANAIUITOLENAD WUUT LBLUBDSUD Y
9 Y Y 9 Y

=

pTFMe-PE laauysal Inedl Rs IndlAes 1.5 Ao 103 °C (16 Rs = 1.52; tg, = 3.79 Wil uag

a

amwﬂﬁmﬁﬁiﬁ Rs TnatAes 2.0 Aim 95 °C (16 Rs = 2.06; tg, = 5.44 W17) Imaﬁammumﬁ

Y

‘1/]\‘1?1@\‘1?1'11]’150LLEJﬂﬁE]LLu‘LJVIIE]LSJE) U89 pTFMe-PE VL@E]‘EJ’N?{QJU%ULLauIGUL']ﬁ’]vLZJU’]u ‘?JilJu‘Vlﬂ']i

LY

Ansiuuulusunsugamgifisns 30.00 °C/min liannsauengduuuilewesfauysal
(Rs = 0.97)

° 1Y [ 4 c o A @ o o a o

dmiueuiius TMS Yeiueanagedfmdus Nvinisnaaesluviusuneiny lneay
uansgaumiAnlvinsueniiauysel (A1 Rs InalAes 1.5 uag 2.0) saufiananlumsinsien
wagHan1sHenUSEUgUAuNSIAT e iuu UL s iinlddnsinsiiagamgil 30.00
o . v a a 3 a d‘ a a0 , !
C/min 79913197 3.2 lunsianeiuuugamias mnangumnaiiauasilan k 1inndn
20 wAgaUsnguiiesiiniies wanadnnansit BSiMe dllwmangandmiunisuendduuuiile

B35 UBIAIAINGTD A lvIINITNAABINYAMTIANa I8N

Y



170 °C
Rs = 0.76 J/\w
OH
14 15 16 17
time (min)
12 3 4
160 °C
Rs = 1.13
17 18 19 20 24 22
time (min)
' 2 3 4
150 °C
Rs = 1.56 MJU\\M
24 25 26 27 28 29 30
‘JJ time (min)
1 23 4
140 °C
Rs = 2.03 M
32 34 36 38 40 42 44
time (min)
1 2 3 4
time (min)

gih“/'i 3.4

Tasunlnunsuwes 4HN figamgiinaigng 170 S 140 °C
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130 °C
Rs=0
OH I T T T T T T 1
1 2 5 7 8
FsC
120 °C
Rs = 0.68
1 2 5 7 8
110 °C
Rs =1.12
1 2 5 7 8
103 °C
Rs = 1.52
1 2 5 7 8
100 °C
Rs = 1.73
1 2 5 7 8
95 °C
Rs = 2.06
1 2 5 7 8
90 °C
Rs = 2.50
1 2 5 78
time (min)

SUT 3.5

Tasulnunsuwes pTFMe-PE figaumgiinadinng 130 f1 90 °C
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M5 3.2 amglumsuenduuuiileweslaauysal (Rs TndlAss 1.5 uaz 2.0) e
pamglinsiuaziiailumsusnselusunsugamgiifisnsn 30.00 °C/min
lUsunsugaumgil gaumgfinafl (Rs = 1.5) gaumgfinafl (Rs = 2.0)
ar temp, CO [tr, (Min)]  Rs | temp (°O) [tg, (MiN)| K Rs | temp (°Q) |tgz (min)| k', Rs

PE|  131.92| 3.064 - - -
mF-PE[  134.38| 3.146| 084 82| 7.278| 1235 158 66| 16.900| 28.65 2.09
PF-PE| 13594 3.198| 1.38 9| 4.190| 688 154 84| 7.181] 1220 202
OCLPE|  14656| 3.552 - - -
mCLPE|  156.07| 3.869 - 85| 18454/ 3311 154 -
pCLPE|  16093| 4031 1.14 125| 3714) 621 154 115| 5581 9.73| 207
OBrPE| 15685 3.895| 0.60* 80| 23.197| 41.33| 150 -
mBr-PE|  167.11| 4.237 - 82| 39.239| 71.00| 157 -

PBr-PE| 17299 4.433| 116 122| 6999 1256 154 112| 11165 20.43| 203
OMe-PE|  140.80| 3.360 - - -

mMe-PE| 14149 3.383 - - -

pMe-PE|  14d.64| 3488 0.70* 87| 9.261| 16.18 156 -
OTFMe-PE| 12520 2.840 - - -
mTFMe-PE|  132.82| 3.094| 0.60* 77| 9.117| 1555 151 72| 11.948| 20.26| 2.02
PTFMe-PE|  139.63| 3.321| 097 103| 3785 620 152 95| 5441 923 206
0OMe-PE|  155.20| 3.840| 0.80* 100| 8327| 14.74] 151 92| 12345 2203 2.02
mOMe-PE|  16201|  4.067 - - -

POMe-PE|  166.03| 4.201 - 94| 19.749| 3598 152 -

PNO2-PE|  200.14| 5338 0.80* 16| 8.262| 1526 1.52 -

SF-PE|  119.98|  2.666 - - -
PP|  139.99| 3.333| 1.00% 100[ 4171] 690 1.5 88| 7.128| 1220 2.03
pF-PP| 14386 3462 177 124| 2039 296 156 114| 2863 452 209
pCLPP|  167.62| 4.254/ 1.50 139| 2869 4.61| 158 132| 3698 621 202
PBr-PP|  179.08| 4636 1.35 138| 4615 803 1.54 130| 6434 11.56| 2.04
pMe-PP| 15151 3717|121 108| 4908 838 155 100| 6979 1222 202
pTFMe-PP| 14551 3.517| 1.00% 106| 4.276| 7.4 150 98| 6.161| 1062 207
POMe-PP|  17239| 4.413| 0.70* 115|  9.332| 1698 1.5 -

Me-PP|  143.02| 3.434| 0.80* 93| 6349 10.89| 1.54 85| 9.219| 1601 2.04
diMe-PP|  146.47| 3549 0.83 100[ 5397| 9.22| 158 90| 8421| 14.68 205

P2P| 14704 3.568| 070 70| 26.598| 4633 158 -

PB|  149.59| 3653 097 109| 4342| 732 153 96| 7.704| 13.48| 2.09
HN| 17674 4558 1.63 150 2740 439 156 140| 3899 662 203

vinewy  * Yeyaanlasulnunsuliamnsadiuandn Rs le @1 Rs Asreaududiildainnis

Uszanalaefiguiuienansensds [19]
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NAN3199 3.2 Wieldannivlia BSiMe wWiguligunanisinsigigdwuuilewes
YBIDUNUS TMS V04Uoanadaan 181z UsunTuguningnsi 30.00 °C/min fun1ie

gaunilasnlinisuendduuunlowesauysal wui

9 Y

- ansauenadduuuilawesiaauysal nglvidn Rs IndiAes 1.5 91u3u 25 vila waz

i
e Rs TndlAgs 2.0 31uu 17 vila Wnglaiueuiisudn K, n1ieamngiingg
Aanan wandluguin 3.6

- awnsauengsuuuiiloweslaauysel (Rs IndiAgs 1.5) uazilen k, deendn 20

U 20 wida  Iawarsdaulue (19 970 20 ¥iin) 37 Rs > 0.7 LIATIZRALE

AglUsunsuguugdfdnsa 30.00 °C/min lawdla1s mTFME-PE Wigvilalfen

'
adady

Wit N31A1 Rs = 0.60% 1a3AT1eMaeElUsuNsNR M iingns 30.00 °C/min

wagdearunsanenaduuuiileweslaanysalyl 77 °C (k, = 15.55; Rs = 1.51)

wenantillaiisuiunan1sinserinelUsunITloumingnsi 3.35 °C/min Wuin
#1573 20 ¥lladl NNFAdAT Rs > 1.5 (1151991 3.1)

v a ad ia a % ¢ A 1%

- ansnldannsamnanvaamglindinuendduuuiilewesidauysal nieminuenla

anysalagldiiaiuu (k, 1nndt 20 laun mCL-PE, oBr-PE, mBr-PE, pOMe-PE, wa

;4

P2P) wuddmulungiduansinnszismenizlusunsugamgingnsi 30.00 °C/min

wazUsInguilesfinified Wseuwenle uellA1 Rs < 0.7 &niiuans P2P fiA1 Rs = 0.70%

a [

QiINgAs1 30.00 °C/min - wennTillaiiguiu
18m31 3.35 °C/min Wuanstunguil yasiden

A a ¢ v
HI93ATIEaen 1 U TN TUR Y
HANTIATIEImElUTUNTUR MYl
Rs < 1.5 (m15719% 3.1)
dl ra a v 6 Y a = B v 1
- asfansasenasuuuiilewesliauysal (Rs Inalfies 1.5) wazliAl k, Yeenin 5
d1u2u 3 vila lewn pF-PP, pCl-PP way 4HN  wudndua1siiesizviaieniiy
TUsunsugaumaiingns1 30.00 °C/min uazdlA Rs > 1.5
- dlefiansananstungy PE wud ansidvidunudlusiunis para avdaasunisien
1 1 d' o 1 = d‘d ] d' o 1
wnndmgdununlusunis meta waz/v3e ortho  lagansniinyununludiimi
& a v 6 £%4 v 1 ¥ 1 3
para \eunnvlinanunsawenlaauysaiuagliiaaidosnin sniiu pOMe-PE Wit
- WewSyuiigulassasievesaslungy PE Ay PP wudi lassadiauuy PP azdaasy
”d&( 1 & a v 6 %
nswentviavy Teeanslunay para-PP Rsuynalinanansanentiauysaikagldiig

tfoundn para-PE eniiu pTFMe-PP ildiaaunnnin pTFMe-PE dntee
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80
ARs=15
A
WRs=2.0
60
A
~ 40 A
X A A
n
20 A L A
A n
AR g Lt i A: -
A A l All Al
0
w W o w oW w W wwwww A a0 00000 M2
gagsgasgdsasdasgasadsacadgns
£E523828s352550 SR452352 ¢S N
ES3EE332 sEg°~ 5
EQ‘OQ- a 9
JUN 3.6 retention Yesduuunilowesfianying (k,) Y0e0uNus TMS vaduaanaged

25 %ia 9 Rs = 1.5 uag Rs = 2.0 NQunaiai

ntufiansaneyius TMS vesusanesedfianuisausndsuuuiilowosldodis
auysad Tnedlen Rs IndiAes 1.5 fonmzgaumplinsiuaglfinalunsinseition (K, < 20)
F1uau 20 wila (Foyaanmisnai 3.2) TaswSouiiiou elution temperature vasduvuiile
wiosignTneeseyitus TMS vesusanesedilldanlusunsuanmgiiidnsinsiiiugamyl

30.00 °C/min fugamgiinsiigaaailinisuenanysal (Rs Indifes 1.5) faguil 3.7 wu

Y

41115014 elution temperature WagA1 Rs MkAANTUTUNTUOUNYANINIINTTL RN QUMY

30.00 °C/min L’fJuLmewﬂumimqmmﬁmﬁﬁmmzau TaRail
 asaeseEnfien1zlusunsugamlifisnsn 30.00 °C/min uazdidn Rs > 1.5

(L¥uA pF-PP, pCLPP waz 4HN) azfinzenmnfinafisnnii elution temperature

9 Y

Tuts 20-29 °C  FuaueimsFuRinzgumgiiasisnd elution temperature
Uszuna 30 °C

adau

- asfieseisnenglusunsugumgiifisnsn 30.00 °C/min uagilAn Rs = 0.7-1.5

Y

wflnnrgamgiinsidind elution temperature Tutaa 35-58 °C Tuifu Rs 3

LauammiLiuéfamauammmwmmw elution temperature UYsgunad 40-50 °C



Gl

=b.

elution temperature of
more retained enantiomer (°C)

240
220
200
180
160
140
120
100
80
60
40
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=@—temp. program 30.00 =#—isothermal Rs=1.5

A

\ A A /)

~ \,.J/f

7\ A A

PalR N

mF-PE

pF-PE
pCI-PE

weanegea 20 GUUWVILWQJ']UE‘!JJ?{WM?UF’]@@N 1

Ww W wwwwao o o oo o o a o2
$ %% 89845 aa3gaag g aoa I
s QL 9 9 oo L 55 QL Y 9 oo <
82zzz8 “=8zzz3>:z
F FE Q& E Q S
£ o o

elution temperature YBIBLUUNLDLUBIAIGAT 18U ’E]‘IJ‘W‘L!ﬁ TMS 983

b4

wIU&mmamwﬂu (89157

30.00 °C/min) uazfigamniiasi (Rs = 1.5)



unii 4
agunan1Innay

mideiAnwnmgdmiunisuendduuuilewoiveusanssed Giaselugy
AUNUS trimethylsilyl, TMS) 11w 32 %1 fifllassadrandnidu 1-phenylethanol (PE)
uag 1-phenyl-1-propanol (PP) ﬁﬁ%ﬁmawﬁ’%mﬂwawgLmuﬁLmnsmﬁu PRNEDEIGT!
lasunnns il Tduedan3aeduiniues 14.91 was wWusugudnaranely 0.25 fadiuns
wEeudieansdl fe heptakis(2,3-di-O-methyl-6-O-tert-butyldimethylsily)-B-CD (#3®
BSiMe) maalu polysiloxane OV-1701 wu1 0.25 lalasiuns  Iaeviin1siAsieinanuy
Wsunsugampiiuazgumpiiac eltiluuumidunsmanziiannsauengduuudile
weseenaniuldedsauysaluarsinsy suddnvnavedasadmanvesans, slauaz

G‘hLmﬁwamyjLmuﬁﬁﬁmammmaﬂ@@LLuuﬁIama%

a

Wewenduuuilolusivosuoanageadmelusunsugamgl N16nsnsiiivgumnd
3.35 uar 30.00 °C/min wudnilelddnsinisiiuguugingsdu awisaanialunis

Aaseadle wiauaiuisalunisuenduuuiilolnesazanadme (Rs anas) uagilen
elution temperature gsdudiy  lusidedidonldsnsniafiugamndil 30.00 °C/min
Hunnedosiu iWesmnldnarieseitios wui aunsouendduuuilewssvasansd
naaovuld 22 viia Insuonldanysal (Rs > 1.5) s 3vda  91ntutiiA1 elution
temperature fildanlusunsugamRlulfdunuamdlunisiigumgiiiudu dmiuns
AnTzuUgumMgiingi

nnMsleseviduuuilewesvesnoanesedmegumgiia nuitaansamaned
wnzaufiuenaduuuilewesldessanysalduiu 25 viia Taedars 20 vilad wonld

a

anysalasdl K, < 20 wavdlans 3 allafildiatesann (ky < 5; try < 3 W1H) lawn pF-PP,

v '
I

pCL-PP Uag 4HN wenanil wuitlassasevesansdwasianisuen lngansngu PE Niliny
= ° ' | ' v 4 v B i Ao =t
wnuitlusunids para dwlngjazuenloauysaluagldinaidesndnans PE Adngunuily
o | = A = = o I - o |
ALY meta WaY/M30 ortho  uaviilelUTgullguatsnidvyununluiiunus para
IS U ! o ¥ L3 ¥ %4 !
witlowiu wuin para-PP sinuenlaauysaluazldinandesnin para-PE
1NUBYANITIATIEBRULALBLNDIVBIMEANBTRAMELNARINYHA BSiMe TIakUY
Wsunsugaumgiivavaamgiingdl ansaldiluwuimslunismanisivangauiazsinga
Ingliifpsedonmsassinassgnuiniin Suannsliasigansiiosiurielusinsugamgin

8n31 30.00 °C/min Mina1susngiinifemseuenlanisdl Rs < 0.7 Tuwwilduinagly
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aansamaneuengduuuileweslvauysaild vieusnlduslinanny Jsesasuein
wlansit wnansuenlddmenn Rs > 0.7 sziiloniagefiazusngduuudiloweslvauysalld
Tneidonamzgamaiiasiilyiviing elution temperature fildanlusunsugamad lsitdfosnin
30 °C \HuAidudu nouusuiinnieangamgilivunzausioly  doyaninmuided uiey
HunummadesiulunndensumafasilévmnzauuarsniBeiu Sonniudsiuumns
wagUssLvvesans AT ilviindy asdisativayunansinasswazetaliuualiulums

mareivanzaulagnaedy
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AANUIN

a1seii AL elution temperature U@ resolution (Rs) ¥aan1shengduuunlalueives
ueanesad 32 vila ([Usunsugamail 40 °C fia 220 °C Famsiiiugamyd
3.35 °C/min)
tr1 tr2 Wh 1 Wh 2 elution temp; elution temp,
o (min) (min) (min) (min) O Q) e
PE 13.245 - 0.0598 - 84.37 - -
mF-PE 13.890 14.074 0.0545 0.0564 86.53 87.15 1.95
pF-PE 14.273 14.502 0.0562 0.0566 87.81 88.58 2.39
oCl-PE 16.883 16.941 0.0543 0.0547 96.56 96.75 0.70%
mCl-PE 19.723 19.870 0.0586 0.0591 106.07 106.56 1.47
pCl-PE 21.073 21.416 0.0596 0.0593 110.59 111.74 3.40
oBr-PE 19.575 19.711 0.0591 0.0608 105.58 106.03 1.34
mBr-PE 22.775 22.884 0.0575 0.0602 116.30 116.66 1.09
pBr-PE 24.515 24.782 0.0597 0.0593 122.13 123.02 2.64
oMe-PE 15.398 - 0.0649 - 91.58 - -
mMe-PE 15.777 15.813 0.0546 0.0538 92.85 92.97 0.60%
pMe-PE 16.503 16.696 0.0590 0.0573 95.29 95.93 1.95
oTFMe-PE 11.372 11.447 0.0598 0.0593 78.10 78.35 0.80%
mTFMe-PE 13.813 13.997 0.0566 0.0569 86.27 86.89 1.91
pTFMe-PE 15.816 16.149 0.0574 0.0548 92.98 94.10 3.49
oOMe-PE 19.481 19.675 0.0618 0.0612 105.26 105.91 1.86
mOMe-PE 21.525 21.610 0.0565 0.0584 112.11 112.39 0.87
pOMe-PE 22.648 22.790 0.0604 0.0611 115.87 116.35 1.38
pNO2-PE 32.383 32.615 0.0599 0.0587 148.48 149.26 2.30
5F-PE 10.187 10.285 0.0540 0.0542 74.13 74.45 1.07
PP 15.343 15.575 0.0561 0.0566 91.40 92.18 242
pF-PP 16.384 16.848 0.0583 0.0589 94.89 96.44 4.66
pCl-PP 22.886 23.389 0.0603 0.0590 116.67 118.35 4.96
pBr-PP 26.145 26.524 0.0596 0.0563 127.59 128.86 3.85
pMe-PP 18.372 18.667 0.0583 0.0574 101.55 102.53 3.00
pTFMe-PP 17.299 17.625 0.0579 0.0569 97.95 99.04 3.34
pOMe-PP 24.363 24.592 0.0602 0.0587 121.62 122.38 2.27
Me-PP 15.887 16.114 0.0602 0.0609 93.22 93.98 2.21
diMe-PP 16.688 16.943 0.0604 0.0611 95.90 96.76 2.47
p2p 17.303 17.439 0.0571 0.0591 97.97 98.42 1.38
PB 17.926 18.172 0.0582 0.0608 100.05 100.88 2.43
4HN 25.353 25814 0.0647 0.0613 124.93 126.48 4.31
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M1319M A2 elution temperature kag resolution (Rs) ¥8IN1TUeNABLUUTILBLUDITVDY
weaneged 32 ¥l (Usunsugumall 40 °C fia 220 °C 8nINSLTINMNYI
30.00 °C/min)

tr1 tr2 Wh 1 Wh elution temp; elution temp,

ar (min) (min) (min) (min) Q) e e
PE 3.064 - 0.0110 - 131.92 - -
mF-PE 3.131 3.146 0.0106 0.0105 133.93 134.38 0.84
pF-PE 3.174 3.198 0.0102 0.0103 135.22 135.94 1.38
oCl-PE 3.552 - 0.0136 - 146.56 - -
mCl-PE 3.869 - 0.0169 - 156.07 - -
pCl-PE 4.011 4.031 0.0103 0.0104 160.33 160.93 1.14
oBr-PE 3.888 3.895 0.0099 0.0099 156.64 156.85 | 0.60%
mBr-PE 4.237 - 0.0133 - 167.11 - -
pBr-PE 4.412 4.433 0.0106 0.0107 172.36 172.99 1.16
oMe-PE 3.360 - 0.0123 - 140.80 - -
mMe-PE 3.383 - 0.0108 - 141.49 - -
pMe-PE 3.463 3.488 0.0104 0.0102 143.89 144.64 | 0.70%
oTFMe-PE 2.840 - 0.0192 - 125.20 - -
mTFMe-PE 3.089 3.094 0.0100 0.0078 132.67 132.82 0.60%
pTFMe-PE 3.304 3.321 0.0102 0.0104 139.12 139.63 0.97
oOMe-PE 3.827 3.840 0.0105 0.0102 154.81 155.20 0.80%
mOMe-PE 4.067 - 0.0114 - 162.01 - -
pOMe-PE 4.201 - 0.0157 - 166.03 - -
pNO2-PE 5.315 5.338 0.0103 0.0100 199.45 200.14 0.80%
5F-PE 2.666 - 0.0193 - 119.98 - -
PP 3.306 3.333 0.0108 0.0106 139.18 139.99 1.00%
pF-PP 3.430 3.462 0.0107 0.0106 142.90 143.86 1.77
pCl-PP 4.227 4.254 0.0107 0.0105 166.81 167.62 1.50
pBr-PP 4.612 4.636 0.0107 0.0102 178.36 179.08 1.35
pMe-PP 3.695 3.717 0.0107 0.0107 150.85 151.51 1.21
pTFMe-PP 3.491 3.517 0.0108 0.0101 144.73 145.51 1.00%
pOMe-PP 4.392 4.413 0.0106 0.0095 171.76 172.39 0.70%
Me-PP 3.414 3.434 0.0114 0.0105 142.42 143.02 0.80*
diMe-PP 3.533 3.549 0.0115 0.0111 145.99 146.47 0.83
p2p 3.548 3.568 0.0102 0.0103 146.44 147.04 0.70*
PB 3.635 3.653 0.0109 0.0110 149.05 149.59 0.97
4HN 4.528 4.558 0.0109 0.0108 175.84 176.74 1.63

v

e * degasinlasuilnunsuliaimnsadiwine Rsld A1 Rs s1e91uduaniildainnis

Useanalaefiguiuienansensds [19]
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M9 A3 andensuengduuuiilewesiauysal resolution Indifes 1.5 (Rs = 1.5)

9940aNT0a 32 Vi

s temp tr1 tr2 Wh 1 Wh 2 ¢ u Re
(°0 (min) (min) (min) (min)
PE -
mF-PE 82 7.061 7.278 0.0796 0.0816 12.35 1.03 1.58
pF-PE 96 4.076 4.190 0.0428 0.0443 6.88 1.03 1.54
oCl-PE -
mCl-PE 85 17.929 18.454 0.1966 0.2034 33.11 1.03 1.54
pCl-PE 125 3.618 3.714 0.0358 0.0377 6.21 1.03 1.54
oBr-PE 80 22.556 23.197 0.2466 0.2560 41.33 1.03 1.50
mBr-PE 82 38.093 39.239 0.4212 0.4359 71.00 1.03 1.57
pBr-PE 122 6.807 6.999 0.0722 0.0744 12.56 1.03 1.54
oMe-PE -
mMe-PE -
pMe-PE 87 8.989 9.261 0.1003 0.1044 16.18 1.03 1.56
oTFMe-PE -
mTFMe-PE T 8.851 9.117 0.1017 0.1056 15.55 1.03 1.51
pTFMe-PE 103 3.683 3.785 0.0388 0.0401 6.20 1.03 1.52
oOMe-PE 100 8.096 8.327 0.0883 0.0917 14.74 1.03 1.51
mOMe-PE -
pOMe-PE 94 19.197 19.749 0.2082 0.2186 35.98 1.03 1.52
pNO2-PE 146 8.042 8.262 0.0834 0.0873 15.26 1.03 1.52
5F-PE -
PP 100 4.058 4.171 0.0427 0.0437 6.90 1.03 1.54
pF-PP 124 1.984 2.039 0.0199 0.0215 2.96 1.04 1.56
pCl-PP 139 2.793 2.869 0.0286 0.0280 4.61 1.03 1.58
pBr-PP 138 4.497 4.615 0.0443 0.0460 8.03 1.03 1.54
pMe-PP 108 4.775 4.908 0.0499 0.0511 8.38 1.03 1.55
pTFMe-PP 106 4.161 4.276 0.0439 0.0461 7.14 1.03 1.50
pOMe-PP 115 9.070 9.332 0.0989 0.1009 16.98 1.03 1.54
Me-PP 93 6.164 6.349 0.0695 0.0722 10.89 1.03 1.54
diMe-PP 100 5.246 5.397 0.0556 0.0571 9.22 1.03 1.58
p2p 70 25.817 26.598 0.2841 0.2979 46.33 1.03 1.58
PB 109 4.225 4.342 0.0440 0.0460 7.32 1.03 1.53
4HN 150 2.666 2.740 0.0278 0.0282 4.39 1.03 1.56
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A15197 Ad AmMznsuenaduuuileiueslaauysal resolution lndlAws 2.0 (Rs = 2.0)
YpILDANDTRA 32 YN
s temp tr1 tr2 Wh 1 Wh 2 ¢ u Re
(°Q) (min) (min) (min) (min)

PE -

mF-PE 66 16.224 16.900 0.1864 0.1949 28.65 1.00 2.09

pF-PE 84 6.924 7.181 0.0728 0.0773 12.20 1.04 2.02
oCl-PE -
mCI-PE -

pCl-PE 115 5.386 5.581 0.0538 0.0573 9.73 1.04 2.07
oBr-PE -
mBr-PE -

pBr-PE 112 10.754 11.165 0.1161 0.1219 20.43 1.04 2.03
oMe-PE -
mMe-PE -
pMe-PE -
oTFMe-PE -

mTFMe-PE 72 11.528 11.948 0.1318 0.1132 20.26 1.04 2.02

pTFMe-PE 95 5.241 5.441 0.0565 0.0578 9.23 1.04 2.06

oOMe-PE 92 11.944 12.345 0.1144 0.1194 22.03 1.04 2.02
mOMe-PE -
pOMe-PE -
pNO2-PE -
5F-PE -

PP 88 6.873 7.128 0.0721 0.0759 12.20 1.04 2.03

pF-PP 114 2.757 2.863 0.0293 0.0303 4.52 1.05 2.09

pCl-PP 132 3573 3.698 0.0359 0.0371 6.21 1.04 2.02

pBr-PP 130 6.214 6.434 0.0625 0.0643 11.54 1.04 2.04

pMe-PP 100 6.735 6.979 0.0699 0.0720 12.22 1.04 2.02

pTFMe-PP 98 5.937 6.161 0.0622 0.0653 10.62 1.04 2.07
pOMe-PP -

Me-PP 85 8.892 9.219 0.0908 0.0977 16.01 1.04 2.04

diMe-PP 90 8.115 8.421 0.0860 0.0899 14.68 1.04 2.05
p2p -

PB 96 7.424 7.704 0.0779 0.0801 13.48 1.04 2.09

4HN 140 3.756 3.899 0.0410 0.0420 6.62 1.04 2.03
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