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lalnawnndyiu (Cyclodextrins, CDs) Wuasuszneurswmurualyg uazsingnldifienisviesiu
anseongrsnIsTanm fnquszasdvesnuideiie mafinviasdefouduagiuredlalaanndyiu (o-
CD, B-CD, y-CD uag HP-B-CD) Auneanuea (nsaunadn (gallic acid, GA) wagnsawezan (ferulic acid,
FA) $honsidsanvuidiendvendnifier ilemnudladeiniAsiiulnsaisdungiureduananad
Tulnsaves CD uagHavrasuInkarsUsvadliananainodunsiseiu CD wazsaladesn nuedans
Feeudungdu 1uidedundnmansusznoudae 4 dunou 1dun 1) nsnnedn 2) nMmeaednis
Benuuiediend 3) mamdmoulasiadauagnistanailasiaine way 4) msliesiiuaginm
lassashe uwlinidelaneneunnadnansidadousrieg 1ee a-CD, B-CD war HP-B-CD fiu FA uag B-CD,
y-CD wag HP-B-CD fiv GA LwihﬂéfmﬁﬂL?{mﬁuaqmﬂ%a%’auauﬂq%’uﬁéfaqms agelsfinu Joyanis
Aenuuisdionduesansideiou o-CD-FA fildsuanornsgiivinuhlifideriaidoadald man
Fnoulassaiauarnmsdmnanlnssadis uarnsinneilesaiadesiulamedn FA neieglulngs

294 a-CD waggnialusustusiignisaiaiusslalasiauivluena a-CD uwagluana

AdAey: lalaawndnsy, nsamesan, nMsidenuusdiond, lassasiawan
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Abstract

Cyclodextrins (CDs) are macrocyclic compounds and often chosen for the encapsulation of
bioactive compounds. The objective of this research is to study the inclusion complexes of CDs
(a-CD, B-CD, y-CD and HP-B-CD) with polyphenols (gallic acid (GA) and ferulic acid (FA)) by single-
crystal X-ray diffraction for deep understanding about the inclusion structure of guest molecule
in the CD cavity, and the effects of size and shape of guest molecules on the interaction with CD
and on the stability of inclusion complexes. Crystallographic research comprises four steps, i.e.,
1) crystallization, 2) X-ray diffraction experiment, 3) structure solution and refinement, and 4)
structure analysis and interpretation. Even though several attempts have been made to crystallize
various complexes of a-CD, B-CD and HP-B-CD with FA, and B-CD, y-CD and HP-B-CD with GA,
single crystals of the desired inclusion complexes cannot be obtained. However, X-ray diffraction
data of the a-CD-FA inclusion complex provided by advisor enable to finish the research work.
Structure solution and refinement, as well as preliminary structure analysis reveal that FA is
included in the a-CD cavity and held in place by hydrogen bonding with a-CD and water

molecules.
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Tume (¢/100mL)
NanIINKENUATHANI AR SREIULTAlonduesanaTedeudung iy
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a1siBetaudungu B-CD AutuuFausaneses (Dodziuk, 2006) [3]
sUMuUMIINTEivdlATIatE s dadauBungtuves (n) lassasiaiuuns
(cage-type) () Inseadnauuutes (channeltype) waz () Tassadranuutu
(layer-type) (Dodziuk, 2006) [3]

sz 04 lulsana o-CD (Dodziuk, 2006) [3]

lassadansamlesan (n) wag nIaunadn (1)
é’ﬂwmzmimqﬁwmﬂs@LWagﬁﬂiuIWiﬂ o-CD (Cecilia Anselmi tlazmndy, 2008) [8]
dnuwaznsneififiadosnmanniianves FA Tulwsa B-CD

(Min Zhang kazaguy, 2009) [9]
Snwagnsnsaiiululdvesnsaunadnlulngs HP-B-CD wuu head (n, %)
LAEWUU tail (A, 9) (Zeynep Aytac wazay, 2016) [13]
glladuazyauaniiylulaseasiaman

futiiaas (Miller indices)

ITYLUNTENINIZUIUNEAN (d ;)

naeanLilnssadond (Massa, 2004) [14]

NUaUINA (Bragg’s law)

The Ewald sphere (Massa, 2004) [14]
ununmuanstuneulasazUnamdmetlassaiauazmsdanaassadig
(Massa, 2004) [14]

SumoulnedevesATedunanamans (s35u5md, 2002)

BTRnsEEn (MiTeGen, 2008)

Wlnflilmes (coniometer head) (Massa, 2004) [14]

(A: gUnsalldnyuuTudumianEn)

LLmumwmi‘wmammit,?:mwu%ﬁwﬂsﬁ (Papageorgiou Wag Mattsson, 2014) [19]
wihsnaEusuveyalUswn Ty APEX2 (Bruker, 2010) [20]
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(n) wy Harvest spot () 1y Index (A) Bravias lattice wag (1) Wy Refine
(Bruker, 2010) [20]

dnwaizves reciprocal lattice Tu (n) yuseadudu (v) yusedluunulaunumis
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nIwdIanTou (Angstrom unit)

lalaainngnsu (cyclodextrin)

winimeslassaisiignuesiialaduda (normalized structure factors)
uNNLREINIINTZLII0EAON (atomic scattering factors)

nsawlesan (ferulic acid)

wnimaslassadnsdiléannnnsauan (calculated structure factors)
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Autiiiaaas (Miller indice)

Puckering amplitude
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1.1 avsdusnuazyawmngdlalunisauslasimsuwasauiseiiestos

1.1.1  laleawangnsu

lelmawndnsu (cyclodextrins, CDs) 1Huansusenevrsmuaueing Ussnousastiaiai-
nalea 6, 7 way 8 mily deusatusiswuszueani-1,4-1naladdn (O-1,4-glycosidic linkage) fide
Sondn wearh- Jan- wazunuun-lelaawndvu (Q-CD, B-CD uaz Y-CD) suddu [1] Tdnuwazidugy

nsanalUanean (hollow truncated cone) CDs flantRnswoutn-neliveuun (@amphiphilic) na1ife

o '
a v a

Inssnmgluafousieny C-H uazarnaudimosuas 04 uag 05 FallanUiliidy washveunsaossitull
audRiv Leandl 06-H fiveuauuAuLay 02-H, 03-H N¥ausuning sauandlusun 1.1 dmsy

auUPvae CDs wandlunsned 1.1

n=10a-CD
n=2:[3-CD
n = 3:y-CD

JUN 1.1 lassadraveslalaawandniu




CDs annsaiinansiBadoudungdu (inclusion complexes) Aon1sfiansusznaunils Quiana

wnan) gniadeusivansusznounila Quanalean) lnedamieinieuseseninluanasg1agounlyly

Wuszlaraus (weak non-covalent intermolecular interactions) Wi wWuselalasiau wsalunasinad

way wsaknilnade [1]

A15197 1.1 audRvedlalaamngnsu (Dodziuk, 2006) [3]

a-CD B-co Y-CD
LN LAa 6 7 8
walaana (g/mol) 972 1135 1297
s ugudnanenglulng 5 6 8
Ushiweaumuuau (A)
U UALENANN1EUBNINSS 5 7 9
USnvaumunig (A)
Augavatluang (A) 7.9 7.9 7.9
USumsvedings (A%) 174 262 427
mmﬁazmaﬁwﬁqmmﬁ 25°C (¢/100mL) 14.5 1.85 232
Srundlanathnglulng [2] 2.0 6.0 8.8
Srundlanathnieuenings (2] 4.4 3.6 5.4

nsiinansfsteudung tutuaunsaiiuanuatssveshanaina mauneglulnsswes CDs

wu nsdesdudiulsznaunlisionisiinesndindu Jasiunisiiauji

dl 4 o U
AU laguas Uoaeiunis

AANUAIA8ANNST U YN lAILNTAN1ARNTRaRTAYIALALNAUN LUNIUTLEIR A1ARNIRaRAINUAILISOIY

ANS5LMEURIENTUTENBUUNNA dunsaiinANaINsalunisavanayl \Wumu [1] sUN 1.2 uans

fegsanadetoudungtu B-CO Auuuaueanesed [3]

Y

A a : 7% a U U a 12
EUVI 1.2 AL VIYDUDUAGTU B—CD AULUUGALDANBIDA

(Dodziuk, 2006) [3]



1.1.2  deyaananaansvaslalaaiandniy

1.1.2.1 msdnasesnlvaslalaamngniulundn

msfneiiduaanuin luwdn lelpawmnavsuinisdnised 3 wuu fe Tnssad1auuuns (cage-
type) Tasead1euuuros (channel-type) wazlaseadranuudu (layer-type) (3]

mnluananavidvumdnuasdlueglulnsdléiomun CDs azmeflafaduiulidnuas
AR18A19Uan (herringbone pattern) Tnssneluvodusias CD Qﬂ‘ﬂmﬂgq 2 suludnwuzidunse (cage

type) lneiiluananaiaglaidudaiu degun 1.3n

JUM 1.3 sUnuunsdnsesinvedasiasivansiedousungtuves

(n.) IAs9a319UUUNTS (cage-type)

(v.) lassasneluugas (channel-type) stiniivuii (head to head)
(m.) Tnseasauuuday (layer-type)

(Dodziuk, 2006) [3]



dwsulaseasawuudes (channel-type) CDs azadauiuinduresingduiuifg aunsany

=

nmsvaesuuilddislunanaiiivuslinguaziidnvaziluasldnss wu Indwesanenss Jeaziiale 2

[y v

YUAAD TIVUT (head to head) kazitirumng (head to tail) Aa5aun CDs 2 L8N BgRANY ANAUY

Y

sweeia 2 mbeiudmfuuasdendeitusylalnaisuaziendt Tassadrehvui mndunauuas
sunfautmiuaziFenin lasaafivuma Ui 1.36 uansdnuaznisiniFedasaiauutes
yiaTvu

mnlanainaidvualilngunuarliannsadlueglulnasédiommn cos azdnFoandy

(%
v a L [

szuuiiindutunaztuiifniuasidowindly ssezasduiana JavziianvauznisdnsesdiiiuLuudy

Y 1

(layer-type) #30munedy (brick-type) AegUfl 1.3A Uanevsaosvadlngg CDs dUlav0d31958ning

U

lanavestunegfniu Tuananaiuisdiunlideglulngs CDs astusanunduiatesinseninluana

[

wazduaniuluana CDs vestuiiegfniu

1.1.2.2 W1518ma5L89lA9a59

lassassvesunaznudionglaadiuiu 6, 7 uaz 8 wiagvadluiana o-CD, 3-CD uaz y-CD

[

o v s o v X a q o | a ¢ a Y  a o
AIUAINY UADUNDILUYULUULNIDVUA G Vn@EJ'N‘W']T]@JL@@sL%ﬂIﬂiﬂaiqﬁﬂaqﬂiym@ﬂ CDs LLaﬂQEL‘LJﬂ']i'N

il 1.2
A15199 1.2 fregnamiinedidilassadiefidrdyues CDs (Dodziuk, 2006) [3]

a-CD B-cp Y-CD

stz 0-4(n)—centroid ade (A) 4.2(0.1) 5.0(0.2) 5.9(0.1)

s8y 0-4(n)—0-4(n-1) 1y (A) 4.2(0.1) 4.3(0.1) 4.5(0.1)

58y 0-2(N)—0-3(n-1) 1y (A) 3.0(0.1) 2.9(0.1) 2.8(0.1)

AMULUUIIVVBITEUIU 04 (A) " 0.10 0.16 0.11

yuedsiiiusylnalaadin () 119(1) 118(1) 117(1)

gmmmaﬁ"a ©) 13(10) 14(10) 19(9)

" SINTId4UBINAUINANAIADILRAYVDIATLYENIN O (n) Jeavuldanssuiu 04



JUs19veszuIuL@RAY (mean plane) vesluiana CDs azilugu n widsunudwiuniienglag

= s

P19 NumLernay O4n) NNanaw MES least-square HIAAUINANTBITEUIU O4 138N

9 Y

LLUNTOLA (centroid) Aanandluzui 1.4 dmsunegasiBunnisiinesidelasiasnaweas CDs wand

ARSI 1.3

ALgUNTOEA

SUl 1.4 s3u1u 04 Tulaana Q-CD
(Dodziuk, 2006) [3]

AN5199 1.3 519aLYAN150Me5LT9lASIE519U89 CDs (Dodziuk, 2006) [3]

a a s a I3
’i']EJaSLEJEJﬂW']T’IﬁJLGIEJ?L‘INIﬂS\?ﬁS'N‘U'PN CDs

1. Puckering amplitude (Q) wag Puckering angle (0) [3]
ﬁawwmﬁm@%ﬁﬁaﬁmaﬁaumim%’usuammgiﬂa Tnelassadefidneunodudunuuing
lugauARazilen Puckering angle winiugug

2. yuau (tilt angle)

ABANYUTENINNTTUIVYRY O AusyuuiiIu C1(n), C4(n), Od(n) waz Od(n-1) lduszunnsesiu

ALY BIMEIENglAaLsAagiY Wiguduszuiu O4 vadluana CDs daegluyae 10 -20
mienglaavegninileds (restrain) Meuselalasiauil O-3(n)...0-2(n+1) aeluluana CDs
(intramolecular hydrogen bonds) &sziinasionudargurainaunasiutuig COs USInTaU

Wuselnalaadan



An519% 1.3 (di0)

3. 528y O-4(n)—centroid laABuas O-4(n)—0-4(n-1) 1@
Tnssasaves CDs Wurswwalvg Ssdadenaniassaddlugauad ioanarnneny
sewinnglaausiazmisglulassais Weiinansdedou CDs avannsavfudsulnssaiises
Inssitelinasiluianaanunsaiduieglulnsdld Tassadraves COs luamaietoudsunnsiisan
CDs Lo

4. 338z 03(n)...02(n+1)
Yavantauselalasiauniegluluiana CDs (intramolecular hydrogen bonds)

5. 4unasYu (torsion angle) Ustiunustlnalaadfn
Y1 @ Ao 1y CLN+1)-04(n)-Ca(n)-C5(n) uazys P Aoyy O5(n+1)-C1(n+1)-04(n)-Ca(n)

6. 4uNdITY (torsion angle)
Jauanfafiamauagsuviiavemy 06-H vewnhenglaa

11 X Ao 4 C4-C5-C6-06 waray W Aayy 05-C5-C6-06

1.1.3 woaWuea
an & ! =~ . ~ 1% P
woduealuarslunguansusenauiiuea (phenolic compounds) dignsiasaastamaaiiidulg
wnuezlsnin Nldwunylaasendasiuegluluana asus 2 nyauly wedlueauuseendu 2 ngu

Ao ngualivesn waznguitlillanaliuees [5]

nsawlagan (ferulic acid, FA) ansusenauiluednlunguilulynailiuesd ukuvauiuses

nsntansandduuniin(hydroxycinnamic acids) filaseasiasegudl 1.50 nuwnluluwaziudnvesiiy

a A v a a L

wangydn 1w 919878 dngn d1lne WWudu Jautfiduansiueyyadaseivszd@nsnm anszaune

v v
LY Y a 6 [ v v

\SAWasen Sudakuailile (antibacterial) Sudegaumse (anti-microbial) Gugslada (antiviral) §uganis

Ao (anti-inflammatory) A1uugiSe (anticancer) 2= [6]


http://www.foodnetworksolution.com/wiki/word/2585/phenolic-compound

nsawnadn (gallic acid, GA) ansusenauiuadnlunquinldlywailiuees suiusves lansend
wulydn (hydroxybenzoic acids) #ilassainedisguin 1.59 wunnlu ugiuess uelila uazluy Jauds
Juansiueuyadase dredesiuwadanujiteeendindu drelestuadananueieniioniguin

=

U Jerwanlsanlanazlsauziselugaeny [7]

O OH
@) HO

HO HO -

(n) ¢)]

U7 1.5 Tassadnensalazan (n) uaz nsaunadn (o)

1.1.4 uiseiiiendes

Tl f.A. 2008 Cecilia Anselmi wazaniz (8] laANwINISARETTIgouUAgTY Q-CD fiu FA
pemalla "H-NMR spectroscopy, wailla Differential Scanning Calorimetry (DSC), ATANSEEUY
Fadlonduuuns (Powder X-ray diffraction ) LLazmﬁﬂammqwai’m%ﬂmLaqa (molecular dynamics)

210 'H-NMR spectrum ileiUSeuiiiey A1 chemical shift seninsansidstouruluanaidall
Winansdsdou vilinsuirdiuvemyeslsuninues FA aglulnsswes o-CD diuvlansendauasvy
mfuendasgsnuueniilenuniiawes A-CD Mnmsiiassmmainidsluanafiofnuiaiosninues
asdedou ilevunednvazninisasdou munmmdinudaszvesmadouiiaumiaty
~1634.21 keal/mol wazdraodlassainaadedoudidululd figuil 1.6 uonani naieasidedou

duAgtuaInaiNANNAMUBNAaY FA dwunisussendldlugnavnssuiaiesdnens

Ul 1.6 &nwauznsneiaves FA Tulwss -CD

(Cecilia Anselmi azaniy, 2008) [8]



Tt A.A. 2009 Min Zhang wazane [9] ladnwinisiieaisiisioudungiulansendlnsiva-Un-
lalaatandn3u (HP-B-CD) AU FA way B-CD Au FA Tudaluzaisazausomaia UV-visible
spectroscopy, tnAatia "H-NMR spectroscopy Wag imalla Fluorescence Wu31 FA a@1u15aLinans
Fedouduaguiifiauatiosiaty HP-B-CD uay B-cD 1¢ annssassmematniddinana nud
dnwaznsneiiiefiosiianves B-CD—FA fie mjezlsundnues FA aveglulnss B-CD uazludnvos

wiisuandasveglndiuveuiunauediana B-CD Asgud 1.7

JUT 1.7 Shwasnsneiiifiatiesnmanniigeves FA Tulwss B-CD

(Min Zhang waz@ale, 2009) [9]

YaNANNUL INMATA Fluorescence TNANISATUINAIAINVBINISANATHTITOU (association
constant, K,) 91 pH 3.05 7.5 uag 10.53 Uaneien15199 1.4 Fanudn FA annsaiinansidadoudungdu

fu HP-B-CD 1eidnan B-CD Faduwamnanvesvunas wazarulafidaiunnninves HP-B-CD

a ° [ PN a a v .. ‘:4' |
A9 1.4 NANITATUIUAIAINYBINITLANEITLUEDU (association constant, K,) 11 pH 7119 9

994 HP-3-CD—FA uag B-CD—FA (Min Zhang wazmniz, 2009) [9]

a 17 a (4 Ka (M_i) 1‘7]' pH
#19LUIYDUDUAGYU
3.05 7.5 10.53

B-co—FA 102 205 -
HP-3-CD—FA 128 590 93




doutul a.A. 2011 Jing Wang wazanz [10] iigailiendnvalvesasilvioudungdu HP-B-
CD U FA aegvanamaalgy UV-visible spectroscopy, FT-IR, DSC, XRD wag SEM 1dudu wuin FA
ansnifnansiBsteudungiuluaniuzansazans TnefldnsiinigiAnansdeouriniu 166.3 M uagdl
NINAFRULANEININYBY FA ainasiBetaulagn1satesed UV wWisuiisudnsinisanasves FA
Wigufue nuin FA Baszezaavdeetlumsazats 51.2% ienaniull 12 v, luvasfianidstou

dungtununde 87.4% vilvasulain maifinansidedeudungduaunsamiunisazarsuiiaziadiosnin

294 FA 19

Tul a.A. 2016  Edith Gonzalez-Mondragon kaganiy [11] YIN153ATIEMTQUNNAAEASNS
Anansidedoudungdu o, B- uay Y-CD fu FA luaanuzansazaiy I@AAsfinisiinansideuses O
CD—FA, B-CD—FA waz Y-CD—FA figaungdl 25°C uag pH 9.0 Wiy 53.2 + 3.4 M, 176.5 + 5.0

M way 19.4 + 0.4 M~ auaInAUu

Tud A.e. 2015 Ana Martinez-Alonso wazans [12] Anwinisiinansdsdeuduagdu B-CO
nsALNaaNLaraYINLEYBINIALNAAN (ethyl (EG), propyl (PG) uag butyl (BG)) lugauransazaiy me
imAdla UV-visible spectroscopy Wui1 LAnansidedeudungdu B-C0—PG waz B-CD—BG fldnsil
Asifinasidedouyindu 105 = 2 M wag 200 + 15 M~ suddu lusaed B-CD—GA uay B-

CD—EG finsiasuliasvasanansutasunyinbillanunsavinnisaiuiaaiasnnisiinansidedeule

soulul a.A. 2016 Zeynep Aytac uazAmz [13] Anwinisiiinansidedoudungdu HP-B-CD fu
GA lngiigailiandnualmewalia XRD, TGA Uag 'H-NMR wuin mmﬁﬂmﬁmmsL%qei'fauauﬂqsﬁu HP-
B-CD U GA Jwiriu 100 M~

yonang M IR TATNIENS TNTAIIUAINANTUYBIEIBIEOU (Ecomp= Ecp +
Equest - Ei0) %qﬁﬂmmmﬂwaﬁmwé’amuisijwé’wmﬁ’;maﬂmLaqaLﬂaﬁu,aﬂuLaqaiaaﬁﬁuwé’wmmi
Fedouduagiuiiintu Tudnvugnisneiaiiety Ssansaaedasaivandouiidululy 2
WUU fie kuudiumaves GA aganululnss (tail) ﬁqgﬂﬁ 1.8 (n, v) Tlonainiusnnnituuudiuiees
GA ogdululnss (head) faguil 1.8 (A, 9) 118990 E oy WUU tail fAWWIAY 15.22 keal/mol
11NN Ecomp WU head ffAuviniu 2.53 kcal/mol 'mm&;mmnﬂﬁﬁ%mawdm%’j’;ﬁLﬁ'mﬁuiwdw

nylansendalunsiediuuy tail
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(n) ()

Q) )

Uil 1.8 dnwaizmsnsiiiduldldves GA Tulwss HP-B-CD
WUU head (n, ) kagkuy tail (A, )

(Zeynep Aytac agagiy, 2016) [13]
1.1.5 inliRsfnwansidedoudungtuvaddalaamndvsudqeianimanaans

desnmsAnwisemaiainarnvats loin medaduedsfuunuinsleuuud anlnsalnd
(NMR spectroscopy) N13@nsadssn1nvesansiddou lagn1smiaaeiin1siinansidadou was
n13An¥ITIMguiarenisasisuuitassluanalunsuiiomes wivildreud19imsn uazazain ue
Lilvideyadednszivesnenlnsiomslassaauianiduneasdoamlassairsvesansideioudung
Fulalaawmndnsu (0-CD, B-CD, Y-CD waz HP-3-CD) funedfiuea (nsaunadn uaznsawlozdn) uas
nsmasvesluananalulnsswaslelaawnndviu WolildmeasBonddassatafindn Tunuided
e “aﬁaauiarﬁ'a]sﬁﬂmmsL%q%auﬁmqﬁﬁulsﬂﬂaLmﬂeﬁw%u (0-CD, 3-CD, Y-CD wag HP-[3-CD) funeddl
uea (nIaunadniaznsalasan) Mewmaiansidsnuudsdiondveamdniien (single crystal X-ray

diffraction)
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1.1.6 Inguszasd

Anwiandadoudumgtulelaaimndviu (a-CD, B-CD, Y-CD uay HP--CD) funediiuea (n3n

wnadnuaznIauezan) mewalianisideiuusdiendvenanien (single crystal X-ray diffraction)

1.1.7 YaULIRUIRY

JEUUAISIetauduAg TunavAnwuansfin1snedl 1.5 lngfnwidnyugnisneiivediiana

wnavilulnssveslglaamngniu navewuauazjusiveduiananaiineussdamieiuasiadssnin
Yo Youdung iy

'
= =

A15199 1.5 sruvanslsteudungiunazanm

lanalaan luanawna

a-cb, B-cp )
nantagan
wag HP-3-CD

B-co, y-cD

ASALNARN
waz HP-3-CD

1.1.8 Uszleminanainazlasu

1. ldlassadauiifvesansdsdoudungdulslaamndviu (Q-CD, B-CD, Y-CD waz HP-B-CD)
U aa a a o U
funediluea (nsaunadnuaznsawmegan) wavdnuaznisneiveduananaiiulnsweslslag

LANTNIU

2. mmaaa%maﬂmﬁmmﬁL%a%’auﬁuﬂg%’uswdmiﬁﬂﬂamﬂez?‘m'%‘u (-CD, B—CD, Y-CD uae HP-B—

CD) fiunediluea (NsaLnadnuaznIalazan)
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1.2 nouiitieades

1.2.1 STUUKEN USWIBARaNY wazaeniy

ALANNY

4 a 3 a b4 =
UM 1.9 gilnwaduazauaniivlulassasawdn

'
= a a

wAndureaudeiinsinisespomdunuuunudn % 3 38 felgfnmaddumiesiidn
figauosndn (UAl 1.9) wazangusrsvesy dnwadiunndadiuvesndn villiaansaduunviandn
sonduszuundn 7 svuu wazusIeawaniiy (Bravias lattice) 14 ¥iia Gefiaduaaiildvenyinues
sruuRdnIenidt glawadnis1dnes (unit cell parameters) lauA A1181907U (a, b, ©) kazyy
(o, B, y) supuanunsvesydnwad Fawanslunsnd 1.6 Toy o Juyuszninanniees b uaz c,

B Juguszninanneos a waz c waz Y 1Juguseninannees a way b [14]

wananil Tulassadendnusaselinaelauunsiiuanseiu Amuddiinaeiuiiavewdnlay
Tdanusanunasvemdnonleaiuanuissuundnuasusdeanandiy Siwuneendu aweniy (space
group) Faduniledesilianfiandmsunisiuunsinvedasiasiandn Tviiun 230 ¥iia ausafinw

ianfuannmdade International Tables for Crystallography Volume A: Space-group symmetry [15]
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A = = a a . .
MITNN 1.6 STUUNAN 7 STUURNANLASLAZUIIIEELanNY (https://docs.exabyte.io/properties-

directory/structural/\attice/)

a a a
UTWIYALLARNY 14 YUA

STUUNEN AUNNT
Primitive (P) |Base-centered (C)|Body-centered (I)|Face-centered (F)
Triclinic
G
aFb#ca#=B+Yy
Monoclinic
a#b=#c, CZh
a=y=90 B8 =+90
Orthorhombic
a*b#c, D2h
a=B=y= 90’
Tetragonal
a=b#c Dup
o= B =y= 90°
Rhombohedral
«=p=y=| Dag
Hexagonal 90
a=b#c
Hexagonal
a=B=90 | Dgn
y =120
Cubic
a=b=_c Oy

O(:B:y:90°
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a v aAa 4
1.2.2 35UNULAANTLASAYUUALAD

‘gﬂﬁ 1.10 svddlawass (Miller indices)

[

aviifataes (Miller indice) uaifuwimnaunduvesgadavesszuIvuukny X Y Z lu
wiheaduwagyinidudwamiu (hk) dregrsiviifiamesuanidagun 1.10 uenant A1 dyy WA
vanfiesrerineseninessuu hkl luusiaglassasnandn dsuanslugui 1.11 31 dpyg Sanunsamle

IMNMALANISLAYNUUSIFDND

d ! ! =
JUN 111 S288W9TEnINTEUIUNGN (dhkl)
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1.2.3 nMaidgauuisdiend

1.2.3.1 Sefand

Yedond Huaduusindnlwihedonils fiflenneniadudunit aduing (radio wave) vidpuasii
wondtuld (visible light) SadondldlunisAinwimandnenans iesndanuenpdudisutuszuiu
seinsozmeneaniitlusdn Sedldnaglutag 0.01-100 A [14]

asniiasediand

D H,0 .

[ / R o - , evacuated glass tube
< / Cathode (¥ )
~ =

) —
[~ ] | Anode 1
IS -
]

gtlﬁ 1.12 visaanLilnss@Lend (Massa, 2004) [14]

v ¢ A

Sdendiintuainnissalididnaseulunasnssdiendieausisdndgen 30-60 kv Tulanei
Juwalna(cathode) atyuunulanziluuelun (anode) Aeguil 1.12 Sedondaziinniu 2 nalnd
LENNUAD

| (Y]

1. Lﬁa&ﬁﬂmauﬁLﬁé'fwuiamqﬁyl,ﬁﬂmwm%aasméfuwﬁu 2 UADUNANIUDNNN U IVDITIE
ni3endn Wandeninge (Bremsstrahlung) Ssdlonduindwwddnuvaziiuaunasuuvusoios
(continuous spectrum)

2. $sdiendiAnannisid susefundsnuvesdidnaseuanlanzuelun lasfinsgy de
Bidnasounnszdundsnuluaddag K (duluge) ilididnasouisuenie L aendsnuiioglutaeied
lendeeanyn LﬁaLmuﬁ&ﬁﬂmauﬁqagﬁﬂﬁ%ﬂg K dwsufadionduintasidnvasduaunaiuwuudy

(line spectrum) Fsagdinueneduliustdivviavesans vnindulelun

Y

saa

v a o a 6° 1% = a a v
SedngNUoutunlglun1simsgiATIdas19NanNu1 N lanenadwad (Cu) kay lansluaundy

(Mo) dmsulinsendnvedtuanavunnlvg waz luanavuiadnauainu [14]
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1.2.3.2 NUaUINA (Bragg’s law)

Ul A, 1912 wosiatasu Lous wusna (W.H. Brage) waziwoiialden aadisud wusna (W.L.
Bragg) L@ualuIAni szurvretesmoululasiaiawdnanisaasiounauiinnnsenulamilounsgania

sz lvilasasyiou lngyuannsenuwiniuyuaseu [14]

nA = 2d sin 6 (1.1)

A = Angmadu (Ssansey, A)

B = yunnnsENULALLNATIBUY (2961)

d = szegvinseninassuuvesesnay (A)
Yadlendiazviouainszurundnsdafioafusziimainsesiufoandduguil 1.13 vilhAnnis
WYSNADALUULATHAY (constructive interference) #sifyuninidsaiuuindy 20 vilwldssdiendd
Ao (diffracted beam) wazgninaududasiniomsiatn (detector) iulumuauniswusns

(@UN1597 1.1) F90TUIENSIEYNUUSTIFDNDLaRTTATI (direct lattice) 5EMINISEUIUBARTIYNARNU

1 a1 1 U
A1 N dANINU 1

gﬂf"l 1.13 N9vaUINA (Brage’s law)
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1.2.3.3 Ewald Sphere

NNSNARDINISLA UIUUTIFLNTLS U UTNN15T 9598 LN LUTINE NTAH DIN1TATIVFDULA LT
\A38R5393A (detector) imtsudyarnvesssdiondignideduudadiianigly 3 J6 A d1urs
ATDINTIVTANITHALIUUILDYNNY 20 WaLklndaINN1TATIVIALA DININUATLELNINAINTLYLNIIAN

Y 9

HanfuATemTIialuliAAsvingu 1/ [14] dawandlugui 1.14

E‘Uﬁ 1.14 The Ewald sphere (Massa, 2004) [14]

ﬁmimgﬂﬁ 1.14 90 A WNUAUNLIVRINEN
MngUasImAB BAC ¥l sin® = BC/CA
sin® = Ad*/2
(2/d*)sin® = A
(2/dpyq) sin® = A (1.2)

= [

duN1SN 1.2 158077 aNN1TU9UUINALUNUTNAIUNGU (Bragg’s equation in reciprocal space)

[ '
A ]

Wesanilieisuaunisi 1.1 AU 1.2 Wui d,y Aeludundu (reciprocal space) [14]

Usgloaiuas Ewald sphere finthunlduszanadiuiniinaatunmuniiinTuiuszuunanusay
yiawazlglun1sMUARANIINI TN UVBINENKALLATEINTITIA LIBTIUTINT WL aATUILATUNIY
=

= aa = A v a . % Ao vy Ao I3
HANNTAMNINAILTYY By TINT9uazdl reciprocal space (dfg) 813 90 (spot) Ninlaviianvausiduy

WAINATLIIWIUNN [14]
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1.2.4 wnLma35lA59E319 (structure factors)

1.2.4.1 WNMBINISNITINVBIBLAAY (atomic displacement factors, U)
wrlnimesn1snszdnvetasnau (atomic displacement factors, U) n5e unninasgumngi

(temperature factors) Lumsfwesfldesurenisduresesney [14] lneflanuduiusaaunisi 1.3

f'=f.exp {%Zuz} (1.3)

1.2.4.2 ulnmaslaseasna (structure factors, F)
WNNLADS LATIAS19ABHNASINVBIANNTAA UT B S UI8ANUAILNTOIUNITNTELI 9095 IFLaNT LU

prmauviang q dATusgiudunivesesnaunnoneyl (x, y; z) Wagszuu (hkl) feunisin 1.4

wavausnangliduaunisunnnesinssasvednsinedssEunisi 1.5

Fhkl — Zlf}| . e—iZT[(hx]'+kyj+IZj) (14)

Friq = | Fpple kD (1.5)

a(hkl) foyumaFuduvesunimeslasadisfiszuny (hkl) 1o 9

o w [

° 1Y 2 N a v Ly LY v =
AU |Fpp | vsoueundgaidsassvaunninesiassasiaswustunsatuarnudusa

o [
o 1

NENInAINNITNAGRY FaENN1N 1.6 Auliu Awvnweslassasisilidalaannaranuduadieondiign

euulunmagsmandu (hkl)

I(hkl) = constant. |Fy,|? (1.6)
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1.2.5 n1suIA1naulaseadng (structure solution)

wasanvinsiiudeyauds azvilimsiuiiassuundn vliavesadeniy uasdoyannudy 39
AR TayaT ImLAlINAIMsLUIeteneuluglnwad HeandaInIsmaugnaanIy
VLUUBLANATEU (electron density, P j(xy 7)) HieNgnsulassaing 3 i lngordendnnsvesiFes

[

n3uanesy (Fourier transform) [14] InguUaunistanail
1 s
Pryz = y Lkl | - e 2RO (L.7)

A 1 a c & a 3
Pxyz ABAIMLNLLULTBIBIANATUNVLALULTAAd (Pxyz = X Pj(xyz))

%9 V Aadsunsvesgliniad

Wiounual Fryy a1naunis 1.5 asluaunis 1.7 laaunsiad

_ 1 —i2m(hx+ky+1z)+ia(hkl
Pxyz = ;thlthkll e Y (hkD) (1.8)
Tutunouldmieluanningiainde yunasuiu w50 Oy AINUNsMIAIneUlATIEs9Rs
Wunsusladgwng (phase problem) fieaialaufinnurukiudidnasou (electron density map)
Tug o Felyszyviiauaviuniavesesnoy
dawsunsuilolyninaiivasis Baunauiieuldfs 35 Patterson (Patterson methods) way

9549 (direct methods) [14]
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1.2.6 M3UALNANLATIESNS (structure refinement)

Mnduneunismimetlasiadie asrlimsausumlguinasanumwiuresdidnasouves
avmouiiladlalalnsiau (non-hydrogen atoms) usiazldanunsansumiwesezaeulalasauls Weosn
flaruvuuturesdidnasousiundiefisutu non-hydrogen atoms luwsazsiaadu (hk) Fainis
AUAILNALABTLATIASTS (calculated structure factor, F.) 21nn1sunusiiinus x, y, z, A1 h, k, |
way |f]| adluaunmsfi 1.4 wdnhuwlSeuiisutuauinmedlassadefiunnainnisneaes (observed

structure factor, Fg) A1 Fouae F¢ avgnianduineianuaainniou (error) [14] Asdunisi 1.9

A= ||Fo|_ |Fc||
A= |F,* — E?| (1.9)

PNTURNDULLY Least-square method Tun15USUAILKUIUDS non-hydrogen atoms 7gely
Y A Yo A v dl ° 1 = | B
gnasaiieliladiAnupandeutesnan warlunismiuniivesesnoududu sxneulalasiauvse
Tuanavea 914 difference Fourier map (0, — p¢) Badumanunudurssdianaseuluaunisi
1.7

Tudumaudananlasiasnaazilan R-factor #30 ANATITAIUVED (residual index) Wumis1Tnes

%
[y

lngvgdianvusgiu Fo uay Fo dsaunisdsil

| =

R, = 2hkl (Fol—|Fc])]

(1.10)
2hkt |Fol

& ° o o % 9 a
LLN‘LmTWLLﬁm‘UumauIﬂSﬁqﬂﬂﬁiﬂﬁﬂ’ma‘ﬂﬂiﬂﬁﬁ\‘iLLazﬂ’]ﬁ‘UﬂLﬂﬁﬁIﬂiﬂﬁﬁNLLamﬂ\‘igﬂﬂ 1.15



3

U

<
1

1.15 urunnkanItunaulagasun1smAmnaulasia ez 1stnNaIlasEsng
(Massa, 2004) [14]
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uni 2

ASnsaniiuanu

$189UTUI9EIU (RWIZUNT 2) MHIUNITATIALANULTIUYBUINNDIATINUS Y1 DaRgausy
ldannsauisenuligndesmuionarsdninwuusdilaaniail lnganizund 3 nsdanan
lassasnendeliduge vlilassaswmladaligneas veanunanlvnaenssun1sussliuiiatsanAunn

VBITNLNUMINUTING Y

2.1 gunsal 13aile uazansiadl
2.1.1 mInnwananslistousungtulalaamndvniu (crystallization of CD inclusion complexes)
> gunsal uag 1edesile
- Tulastia (micropipette) aunU3nIns 50 waz 100 lulasdns
- fildiulalastun (micropipette tip) aw1aU3uns 100 way 200 Tilasans
- phidaldnvuinlsuns 1 Jadans
- wdeauiThly wu Jnines nssuenaag Wud
- FOUFNET
-~ \3paEnans (vortex)
~ eSeads 4 shumila
_ip3esdansileda (ultrasonic water bath)

- LA WAN (parafilm)

> a5l

- weavh-lelaaandy3u (a-cyclodextrin), AINUUTAND 98%, USEN Cyclolab

q

s
a

- Un-lelpamndvsu (B-cyclodextrin), AIUUIENT 98%, USHM Acros Organics

- unun-lelaaundmiu (y-cyclodextrin), anuu3ans 98%, U3 Cyclolab

- lanson@lnsiadan-leleaanndvsihydroxypropyl-B-cyclodextrin),
mmu‘%&jw‘é 97%, US¥WN Acros Organics

- nsaulagan (ferulic acid), MNUTEMS 98%, U3 SRL

- N3AkNAaN (gallic acid), ANUIENT 98%, USEN Acros Organics




1
o a

- fvinazaentglun1sanNan bokn Wladal (Milli-Q water) kag 1en1ua (ethanol),

AUUIANS 99.8%, BIANITHT NINATINATN

2.1.2 MIfnaRnNNANLaENIAARINGN (crystal selection and crystal mounting)
> gunsal uay wA3eslle
3 = =
- WHLATANNUU (forceps)
- nszandlan
- NINONT (epoxy glue)
- YWY (paraffin oil) wagidun1slnu (paratone oil)
- lnilledlmas (coniometer head)

- fifaw-lulasgy (MiTeGen-microloops)

2.1.3 nswiuteyanisideaiuussdiend (X-ray diffraction data collection)

- naniRafsuulaelulasguissuTasu

- Seviansagauusdlenddusunanined (single crystal X-ray diffractometer)

2.1.4 MIUszUIaNaLayIlATIENG (data processing and data analysis)
- LATDIABUNADILUUAILAY (desktop personal computer)
- Lﬂ%@ﬂﬂ@uﬁﬁL@@%LLUUWﬂWW (notebook)

- TUsuAsH WInGX 2018, Tusunsu SHELX-97 waglusunsy Mercury 3.10.3

23
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2.2 A35N151NMNa0
AN AUNANAIEASUSZNBUMIY 4 TUADUNEN LA NSANNAN A1SIANISIASIUU

v s % a el o = Y, o
WALDNY ﬂqiﬂﬁgﬂqamam@%a LLazmiaLﬂiﬁz‘Mmﬂ’J’mmaga lILLN‘Uﬂ']WWQLLaWQSLUEUﬂ 2.1

YU 1 A1 R S — i
|
o o | |
NANLAEY | !
v |
o lassadan | !
AsIRdeuyiaes ----------- » |
19 ' |
YU 2 o . |
TAsaasnalnyl |
v |
% dy v a 4 !
FIWTINTYAMTAUNVUSTIENT €= -
|
|
|
|
|
v Talanasusu |
MAMDUIATIATN - >
JUN 3 o
Tonasusu
IALNALATIFS
U 4 ALV ATRAAINU

JUN 2.1 Tumsulaggevesnuifesunanaans (s3susni, 2002)

2.2.1 minnuanansisdoudungdulelaaiandniu

aa ~ o 9« = a v o i v

AnsenudnddenldlunisveaeilAe n1ssemedaviiazateat199 9 (slow solvent
evaporation) #viladireuaglvinanineiniinanmanasdvuaminga (1319 81uagas 0.2-0.5 mm)
o Qq' v g

Toyandnludeniseenuuunisnaassnnuindie3sife Anisavateres CO luduagdwihavate

a a 6 ¥ 1 L3 (% tﬂ' q' o w
@‘Lﬁ/liEJLLﬁ%‘UB%ﬁﬂ’]fﬁiﬁSﬁ’]EJ‘U@QI&ILﬁQﬁLﬂﬁ‘Vl LEAANANATITIIN 2.1 LLaZAIT19N 2.2 AUAIAU
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msmdeyanisazaeveduanainaiiludadidiguin isemnluananaldausoazate

ludvhagaenilanaumgiiasls dvhasareriauuagliaunsaldnnadnaisigadoudungdula 91n
=] ! e 1 901 o ! N < v v :’1 ¥ o A
M13199 2.2 wud lanananianisazangiiidinidleisuiuiemuea falu Avhagangildlunis

= [ v o N v 1 - 1 1 a
anndnAIsiluRmYaranuallasdonsd@IuTelILazleNUeaRE19LRY 50:50 lagUsunns

a4t 2.1 ﬂ"]miasmaﬁwmaﬂﬁzﬂﬂaLﬂﬂ%ﬂ?uﬁqmmﬁﬁm 9 Tunuae ¢/100mL (Hedges, 2009) [15]

ANsazaneigamail (¢/100mL)

Lanalaan . . .

25 C 45 C 60 C

a-CD 12.8 29.0 66.2

B-cD 1.8 4.5 9.1

y-CD 25.6 58.5 129.2
HPB-CD >1200 -

= v
e - vanesliiveya

M13199 2.2 AINITALANEVRINTALNGAN (Mendes WagAny, 2017) [16] uaznsanesan (Mota wazaae,

2008, Buranov kagAny, 2009) [17], [18] Tusivinazansunazeniuea Tumiie (g/100mL)

) 11 WOYIUBA
Lanawnad ; ; ; ;
25 C a0 C 25 C a0 C
ASALNAAN 1.1 2.4 2.4 25
niaWegan 0.08 0.18 0.7 -

e - vanedsliivoya

NITANKNANAIBITNITILNAAZAUDYNT ¢ ITUAUAIINITNTBNAITATAIED UAI8 1A
(supersaturated solution) Aenstitsgungiilvnuaisazaty Feagdedldusuin CD AUNNI1AINIS

avanefigamgiivies waslduua CD Aunailuanaludnsidm 1:1, 1:2 3e 2:1 1Jusiu


https://www.sciencedirect.com/science/article/pii/S0308814609001010#!
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ADINTUNDUNITANHANURITZUU B-CD taz FA Tudnstdiu 1:1 lnglua amedvinazaianas

BNIUBANUUTIUTY 50% LaaUSUNRS

1. ¥ B-CD way FA USunal 43 mg tag 9 mg auanu asluvinhidavwindinnms 1 dadans
Ywmomuea 250 pL wazun 250 pL astuliga udUnehldanioudunisiia

avaevadsludvinaranunaualeAIa Vortex

LN

a

ibiansnmunarareunduillowsiuauliasazanela Inelddansletia Ngamgll 60 C 1Tu
nan 2-3 9u. uarishiliansazanefuasegnet 9
5. ashdaliluvissnunugamgili 25 C

6. AWNANISLURIULUAIUBINANLAZUUTINKE
2.2.2 N1SANLABNKNANLAZNISANAIKEN

diendninululidatarduganisiiulandy WsannvuInveaRanildivunamuduainay

v L4

MRI9INUU HENITNUININTINFRUAMN LA ARG INaUN Iz lUTAT e sdend TnefAnwiniu

v '
a =< a

ndosganssaiuuulduasinanlsd (polarized light microscope) ATIadoUNENYNTY HANLALATIARETUS
was lifindndudouriu Svousmsnuiitaau wasivuinfimngansziing 0.3-0.5 mm

doldndniAeafidvunuazamniniiangauuds awgnaadslusialulasgy (microloop head)
(Uil 2.2)

sUfl 2.2 Mlailasgy (MiTeGen, 2008)
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nasnAnfmanuulaelilasauiseusesua lulasguavgninnsuuinlniimes (soniometer

(% ¥

head) (§U#1 2.3) Wiiavinsasivaeusiessdiondsaly (5UN 2.4) Tudunoud

u

sglavayaediungn

Wewiu liud A nvemdnauaunsalunisidevusidiendvemwdn uasginwadniiines

(n) (¥)
gil‘ﬁ 2.3 lnffwes (goniometer head) (Massa, 2004) [14]

(A: gUnsalldnyuuSusumianan, Y: Tousuduniduiwiunu y uag Z: Iusumunislusuunu 2)

g‘lﬁi 2.4 WNUANNTNAARINSIEYNUUSELend (Papageorgiou Wag Mattsson, 2014) [19]

2.2.3 mafiudeyanmaidenvuiediand
Tunsmaaeddiniosianisideuuiediondresiniiien Ju Bruker KAPPA APEXI CCD area
detector anunsofnwaIngie [19] fiedesreufiunosfifafondniidmiuarununisvham Tiud
TUsunsu BIS (Bruker Instrument Service) : dmsuiilensianonduasiuindasile (Uil 2.5 uand
winsnaEufuYeyalUsLNTY APEX2)

YalUsunsu APEX2 : dmsuiiudayauasUszaianatoya
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I
Menu bar _El |

Tool Icon bar —[

Taskbar —

Ul 2.5 wihsnaGuduvesyalusunsy APEX2 (Bruker, 2010) [20]

dmsutumeunsinudayanisidesuuisdendusenousie ¢ Tuneu el

1 4

2.2.3.1 myviinGnagaudnansvasan$ediand (crystal centering)

= v | A

nsiansidgnuvusediendagdowinsinnn q yu NMIUYUREN fatudssenilindnagi

Y
(4

gudnansasiisdiondiievhlnldmuduvesdynugean Srvazdendunoudsdl
1. [Ufivann “Set up’ Tuduvediuy Task bar Afndl Center crystal Fasumazudy
yosuAnaliogAsnanafagud 2.6n
2. Adni Mount wagfnssndnuuiilndlefimeslngysumyuiumis X uag Y Koguil 2.30
unIwanazegfsnanafaguil 2.6u

e 1l o |

a A a v i3 a o o & v & l
3. Aany Center N QIWNaﬂ@E‘JJV] G]WLLWUQ@]UUﬂa’m"ﬂiﬂaqﬁﬁ‘UﬂqiLﬂUeﬂ@ﬂqufﬂ,usﬂum@u@]@lﬂ

Y

UVINANLAZVUIAVDINANIINVUN DU
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(n) (v)
JUN 2.6 suvtaswanuwnlndiwes () Murdssuau (2) duvtgugnans

(Bruker, 2010) [20]

2.23.2 nﬂiw’mmﬂwa\‘igﬁmwaﬁua:wuuwﬁﬂ (determination of unit cell dimensions
and crystal system)

%umauf‘:ﬂumimwaammmwwé’%’ﬂmﬂmﬁmmilﬁmwu%’ﬁLaﬂe??sum'%LWaﬂ%’uwzhu

1. Wfinan “Collect’ luduveuuy Task bar ienlemsu Experiment

2. pdn Append Matrix Strategy idanisaiunistunisiiudeya tneidenldds run wuy
omega Scan Wanun 3 ase (12 frame images 19 1 run)

3. Jaur Default time wiarmunszezaTiunisia

4. paeuamieNnou Inadndl Validate udandni Execute LieiSuduiudoyans

RN UUSIELDND

s

JUN 2.7 sUuuunsidgiuuvessanidanslegtunisiaeiiuu 0.83 A uu frame image ile

a v

Faazddnwae spot Wuranay (Bruker, 2010) [20]
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= a A 1

5. HTIVADUAMNINNENIINENLAILYDY spot TFannsin nanfifinunmAvieaslesiunis
Aynvugeasiidnuay spot ilurnaudagudl 2.7 &1 spot FdnwnsmAsuviodouiuiu uansitudn
aunmlsifvievsvonldinlilndnie Tutuneutias fmmuasiuau spot flasfue (3Ufi 2.80) uax
Fon Methods lunsudsnagfinead deanunsaidenlsiis 3 35 1éun difference vector, fast fourier
transform ¥i3D least squares (3Uf 2.8%) uanainil aunsadenfinnsananazuuunuiideio FOM
(Franuindedenntiesluunn Tutas 0.00-1.00) (Uil 2.8R) FsaunsaiSeufisunnugniesaine

RMS angle [°] Inen3na Refine (3Ufi 2.89) ioidon Bravias lattice 16udm Adnil Accept wagyinis

Y

Ly

Juiinlla pap

—I_— FOM

— Min. I/Sigma(l) E RMS

l—- Methods

(n) (v) () ¥

g‘dﬁ 2.8 (n) WY Harvest spot (¥) 1Yy Index () Bravias lattice wag (9) iy Refine

(Bruker, 2010) [20]

6. 4111399 N133AT 84 reciprocal lattice laa1nnisiienlenau Reciprocal Lattice Viewer

a

(5UN2.9) lundnideandauninnisiaeduun aedunniin1sdaies reciprocal lattice 98iisziley

6 o

@unsanaAganme F1 F2 uag F3 iilefansandnuwazn1sisesluunu x y uag z auaisau)
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(n) ()
JUN 2.9 dnwagven reciprocal lattice Tu (n) yusausuay (v) yusadluunulaununis

(Bruker, 2010) [20]

NTunsuilagyinsissuiisudeyarsiinvesgingas MlanudeyandnilagnienulIudds
a1ansiaadeulaaIngiudeya CCDC (Cambridge Crystallographic Data Centre) mnilulassasaiui
weiliseanulbilugudeyandinazliinisveasdutusely nuwauaindussulaegevrssuiveru

HANFNANTAagUN 2.1)
2.3.3.3 nM35uTINdayansideaiuuiediend (data collection)

1. lUfiving ‘Collect’ luduveauy Task bar ienlereu Data Collection Strategy

2. Tu Step 1 wllavesglinwadazgnifondnlulifainiite 2.2.3.2 druauuinsvesgilagad
ndrndulu Step 2 WenansTasdulimnzantunmunmnsidsnvuesdniinaaouudadng
Determine Strategy nuuaA1 Crystal to detector distance Wag Strategy type Tu Step 3 LLazquﬁﬂsJ
Step 4 AaN7 Select scan paranmeter Lﬁaisum frame angle, measure time Waap@an OK

wasnUuientonau Experiment Feaziideyaninmvuald na Execute Woisuiutoya

& o ¢
ANIAYILUUIEALDNY
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2.2.3.4 msduiiinsadayanisiaediuuiadiond (data integration)

disladayanisifenuusediondudy azdeniayauimuinmauduveusazivantu lag
aglnluAaasvesnnudu luduneuillusunsuageulaanduneu 2.2.3.3
Luivuan ‘Integrate’ Tudiuvesiuy Task bar idenlensu Integrate image

a

wmuuaanslestulazleyaglnwad insaiu Tumeu 2.2.3.3 WdIAGNT Start Integrate

Y Y

2.2.3.5 msinddeyanisiadiuuisdiond (data reduction)

Tuduneull deyanilsanntureun 2234 aggnihuunludinsgedussdiend  (adsorption

correction) uazuAludy 9 antusrgnudasnnanudulumdaoseunnmeslasdde (| Fre|?)

1. lUfivaan ‘Scale’ ludauvesiuy Task bar lienlenau Scale Tnod unoudald
output files ¥ilnsg q wu Wa .hkl, WE pcf, 1na .abs Huduy ﬁ?fa%’azgaﬁ’]é’aaawaumﬂLmaﬁﬂﬁaa%ﬁa
avaglulng hkl

2. 1U% #u29 ‘Examine Data’ luaduvesiuy Task bar tdenleAay Space group
determination me TnglUsunsuazmsaaaey output files uaziausriaaUun3uindullly Jougns
Tuianavesansiinsraaey ndsndurinmaniedlig ins edulndGusuilflunsménoulnssadns
soly

3. lUfivana ‘Solve structure’ luguvoaiuy Task bar i@enlensu Structure Solution

winnulnaiuanaeglulnswedsarivas uanvindulasaivansdsdoudungdu

° v & 1 13 v & v a s [ a Y v
ﬁ’]‘lﬁi‘U“U‘LlGIEJ‘L!I@EJEJEJ?J@QﬂWiLﬂUGUEJS;IjaﬂﬁiLaEJ'JLUUNﬁL@ﬂ‘?ﬁLLﬁ@Q@IQEﬂM 2.10 Tunihoaly



a ] 1 @ v X v a 4
E‘U‘VI 2.10 SU‘L!G]@‘L!IWEJEJ@SU@Qﬂ’]iLﬂUSU’EJHaﬂ’ﬁLaEJ’JLUU?Q&L’E]?]"U
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2.2.4 msUszulanadaya (data processing)

a

%umauﬁ%Lﬁumiﬁﬁau”amﬂéﬁu’umauﬁawﬁ'}mLLUamaLfluiﬂiaa%ﬁa 3 97 Feanansaduunis
Igislusuuuuderuuazguuuunsnfin sewduasiivimidu GUI (Graphic User Interface) e
TWsunsu WinGX anmnsasdesleanisviauiugenduasduiiddnlunuidemednamans

nsUszananatoyausEnausly 2 funeufie nMsmAmeulasEs (structure solution) wae

A15UALNALASIASIY (structure refinement)

2.2.4.1 MIAMaUlATeE319 (structure solution)

Fumouiifunisudlotiymua luaunsamumuuiuidneseu Tnel#35nse (Direct methods)
Huisitenldiuinniian Tuiidldlusunsy WINGX TaeidenldTusunsy SHELX-97 [20] TagldlndBumy
(input file) $1uau 2 Inld AT ewmileutundssiuiiuuanalid 1wy acdfeaxl.ins Way acdfeax1.hkl
Tnglg bkl ifugndeyannuduresusasiinlanduiildannimeaaesnsidenvuddiend dmiudu
neufiazvhlinsulneosiundisudiuveseznen (fractional atomic coordinates) Tnsdaulngw3e
sronuelulasaaddluana (dsmesneulslasiaw)

nEntuneuiaziintienewes SHELX Graphical Model Editor (SXGRAPH) Uﬁﬂgﬁﬁummam
fractional atomic coordinates va3 Q-peaks iliildlalnsiau ﬁ'ﬂg‘dﬁ 2.11n MINANYAULFAILNUIIDY Q-

peaks #lalinseiulassaiienidadne azassunladgnunadnasslaguiudias vee TREF Tunteng

Direct flagufl 2.11%

(n) (v) (m)
Ul 2.11 SXGRAPH ildanmsudlatiyvnia
(n) §nwauz fractional atomic coordinates vae Q-peaks 7ilaflwlalasiauneuususaiay np ves TREF
() %1619 Direct U89 SHELXS Control Panel wansn1suUsusiatay np vo9 TREF

(A) §nwauz fractional atomic coordinates va¢ Q-peaks 7ilfllalasiaundsanususuay np ves TREF
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[

diaisuihaululusunsy SHELX agdilndlnsignasnsuly working directory fsil

Folnd S1UALDYUN
1. shelx.ins wilould acdfeaxl.ins ffdauieatu direct methods
2. shelx.st nsuAtleyniaann direct methods
3. shelx.res witleulwla acdfeaxl.ins Lﬁmﬁauua fractional atomic

coordinates 984 Q-peaks, WNNLHOINITATOUATOI

(site occupancy factor, SOF) WagAULTNVDS Q-peaks

[y

4. acdfeaxl.res willaulid shelxres ualvdilaggndnavynasslunisi

Y

A15UALNALASIASS
LHUNNUAAINTITYII91UVRIlUSUNTH SHELXS Uay SHELXL Wandsisgui 2.12

ASIAMBUIATIESS nsatnanlaseang

SUAl 212 wsunmuanansynauveslusunsy SHELXS wag SHELXL lutumeumndney

lassaiaaznstanailassasnelaeyalusunsy SHELX-97
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2.2.4.2 n15UANa1lAS9a319 (structure refinement)

dlowasudunssiulnsiadraaiifiddsdmnuuds (aonswieuiisuiunaain NMR) Tnoasiiun
¥9998A0NT1#1n33 Direct methods (144 res) azgnianvenenatiievnlasesfilunveserneuilfa
el Tneldlusunsy SHELXL laun azmeulalasiaunazesnoud lilylelnsiauvesiiazaisly
1A538519MANA28735 full matrix least-squares way difference Fourier map Imaimﬁa%’mﬁagjiwd’m
msdananiuazgniluuameuinineslasasng (calculated structure factors, FQ) udau3suifioy
fuurlnmeslassasneiildainnisnaass (observed structure factors, Fy) Tulwd hkl

270 SXGRAPH 2¢ldinumslassaradu Q-peaks Tudunautiagdesinisszysinoznouilaly
lelasiauvedlassaidliigniies uazvinstananlassaiiauuy anisotropic Ingldimds ANIS

Tutuneunisiiivesmexlelnsiouanunsariilalae Jeusdwlig acdfeains Tngnss 19A&s

HFIX mn anuiiedeaznes tnediay mn agaaiu ausinveslalasiaulunygiendusing q dadl [21]

- 13 methine hydrogen

- 23 methylene hydrogen
- 137 methyl hydrogen

- 147 hydroxyl hydrogen

namlaeagy Tutunsumsmeneulassadtangende input files 2 lid Ae ins waz hkl wans
memaulassadreazoenuily output files Iaun Tl res waz g st annuludunsunisdanan
Tnssadne ashlg res wuiindu ins tngldfdewing q adlu wagldlng hkl Adulndifesuilily
nsvmeulaswEdns nanistananlassade Ao g res uaz st Tnenstananazvinusilddes o
Ma1850U (iterative process) aunsevisAmIsnesildvossoud n fusoud n-1 uandnsfuesdian
viaFendt Matainailasadisduganda (converged refinement) WauATWLARIN1TYILYDIUTUNTY
SHELXS wag SHELXL IU%UWEJUWWTW]E)UIQNEI%’NLLaSﬂ’]?ﬁJ@Lﬂa’ﬂ:ﬂi\iﬁ%’mLLaﬂﬂﬁ'\‘igﬂﬁl 2.12 s
Tassaisiigndesmsiidmsiines el A1 maximum shift/esd Wlnarud, A1 R1 agluyae 3-7%

wsatosiigainfaiunsaviliuasAl GOF dAndnlng 1
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2.2.4.3 M3NTIETBUANYNADIBIIATIATS (structure validation)

domstninarlassaieduanuds asdesdinansaouanugndesedasiaindlasldlng cf 7
Vulae https://checkcif.iucr.org/ 1WﬁﬁQﬂmiaa}aaULLﬁaﬁlsisqﬁz’J’ammLﬁauLﬂu Alert 50U A, B, C
viie G anngiiinnniou 1wy deyasnnsmeassulidliasuiou deyaiiltuszaanatinauninei
vidolassaradianuunnges msadalngd df ansadeuddslnenssaslulid ins Iguiu gl
\% ACTA, CONF, HTAB (Jusiu

dmiulassainanineannsnaaey limsiivied eror tosiign fe Alert 5¢u A uag B
wazindagdedlimesunaiiudululig df da Alert sefududuuAnfoudsliduiudedisesuneg

(AT

2.2.5 Mmsasziuazina1ulaseadne (structure analysis and interpretation)

& 1 a

1A598319909E 1o ud UM TUAATINEATYNUUNTIATIEN AN TITMETITATIATE LU A
g1INUSY YUNuse Yunesdu wazwTeuwisuivluanalaaivialamss Anwidanuaenisaedies

luananasilulnsaedlelaamndniu navesruiauazjusiweduananariiddeussdavied uag

g nveasiioudungdu


https://checkcif.iucr.org/

uni 3

NANITNAADILLAZN1TBAUIIYNANITNARDY

$189UTUI9EIU (RWIZUNT 2) MHIUNITATIALANULTIUYBUINNDIATINUS Y1 DaRgausy
ldannsauisenuligndesmuionarsdninwuusdilaaniail lnganizund 3 nsdanan
lassasendelidugn vlilassaswmladaligneas veanunanlvinaenssun1sussliuiiatsanAunn

VBITNLNUMINUTING Y

3.1 nsaneana1seteudungtunaznismagaunisiaguuiediandiiasdiu

3.1.1 szuvansBedoudunglu B-CD—FA uaz O-CD—FA

M veaennNanasilivfeudungtu B-CO—FA ludwhazarewauemueaiui

= & U ¢ o a
NANIINNNANLLAZNANITNAFRUNITLAYILUUINALDNYLLAAIAINITIN 3.1

M13197 3.1 HANTANNANKAZHANTNAFOUNSIRL LS NG VBN adauduAg T

B-CD—FA ludazaenauonuoaiuin

fvinazanauaz NANITNAEDY
ansdIulua . NANIIANNEN y .
Usunaansnld nMstRgULssdlenduaswanifg?
1. fvhazaneay | - dlefaansaraneld | - vwAnguudon (block) aun
ynueatuth Buadwdu wuin | g wdelildudnifenaue
Sovay 50 Aenanla ldd 5U | wisnzau (0.4 x 0.4 x 0.6 mm)
lngU3unns udien (block) yageunu flrasiidnead
H - 972U 500 pL TnalAesiu B-CD.11H,0 [22]
- 3-CD 50 mg - wAnduifidnuazaieiulald
-FA 9 mg W madeuuanInINTuNEn
994 3-CD.11H,0 [22]




A1519% 3.1 (¢i0)
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fiavinazanguay NANIINAGDU
ansnaulua . NANISANKEN v .
Usunauasinly ASIAYAUUIIFDNTVINANLAY?
2. fvhavaneway | - Wlaansazanela - lafimsveaeu
emueatuihdes | Swganismnaesly
a¥ 30 lagUsung
H - 91U 300 pL
- B-cD 47 mg
-FA 8 mg
3. fvhavaneway | - SnAnlaldfid sudn | - wdngudin (needle) nadeu
leueatuifes | (needle) uazgy wui fieasigdneadindiAes
8y 30 lngusung vden (block) nunsaegzan [23]
v - 973U 300 plL Aetululada - wingUuden (block) Nadey
- B-cD a7 mg L wuin fienasfigdnwadindidssiy
- FA 16 mg B-CD.11H,0 [22]
4. fvhazaneway | - duantalddd - uinguudien (block) nageu
lovnueaiuiites sUuden (block) WU ﬁ@hmﬁqﬁm%aa‘iﬂé’lﬁmﬁu
az 70 Tne3uns | - leszivednh B-CD.11H20 [22]
1:1 - 9113 300 plL avanelUuseune
- B-CD 47 mg 6 UMY WU
-FA 8 mg 1nznouvod FA
Aatuiifulada
5. fwhasanenay | - Wesansazanely | - Lifinnsnegeu
omueaiutndes | uasiiudu wui
ay 70 lagd3ines | dngneuduniyuda
te - U 300 pl wuditulada
- B-CD 39 mg
-FA 13 mg
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msldivhazaenauomueatuh vilrilenaldndnveslnanaleari lHun B-CD.11H,0 [22]
?faagﬂmzw monoclinic awWan3y P2, Qﬁm%aa‘miﬂﬁma%ﬁmﬁaﬁ a=21261A b=10306A, c=
15.123 A, O =90.00", B = 1123, Y = 90.00 , V= 3065.8 A® uag nénues O-CD.6H,0 [24] Faogluy
58UV orthorhombic awaniy P2,2,2, gﬁm%aéwwﬁma%ﬁmﬁﬁ a=1486A b=34.04A c=953

A, O =90.00", B =90.00,Y =90.00,V = 4806 A’

vnluananaivuiaidn asihlirgiamadmnsiwesiios 1WesnlinsenudenisinFesi
93 CDs aidofinnsanuuinves FA aznuirdvunalugliaunsadluegInssves Cs fislananald
JedsnariensinBosiives CDs glawadmnesialdnlasundasiuan lassairevinlainsnves
CDs Fedunpidahuldlumsliesgiinandlddundnandseurilansnuioaseoudungiu

999 B-CD—FA uay X-CD—FA 1¢1

MnHanITAaeINNANaaIdsdouduag fulussuu B-CD—FA (A191efl 3.1) uay A-CD—FA
(579t 3.2) wud msldEharaneRaueueatuthaunsoudledammsazaneves FA 1¢ eenslsh
1y Inseaseves FA nylensendaliios 2 vy Jamudymnisnnaznaused FA WagIUNINIEUUNIIAN
win msldiviazaenaueniueatuihdosay 50 way 70 neUiuns Tnefidnsdnluaserinduana
Teariuazinaiindu 1:1 faan99ft 3.1 wae an919d 3.2 Winadilisnetu fe windilddnlnadundn

yialawsnves luianalean loun B-CD.11H,0 way O-CD.6H,0

dy =~ ada o 1 I (3 (3 I ! =
UsnNINU IUﬂ’]i‘Wﬂa@\‘mﬂNaﬂ%m@@ﬁﬂﬁ’luimﬂﬁ%%’)’]ﬂiilmQ’ﬁIﬁﬁ‘VlLLﬁ%LﬂﬁVIW]']ﬂU 1:2 9gnudn U

nanvesluiananaviiiady Ae nsawlegin [23] ¥eogluszuy monoclinic aweniy P2, giniwas

[
v

Wi fimesiiandeil a = 4.64 A b=16.84 A c=12.02 A & =90.00, B =90.15,Y = 90.00", V=
938 A> dwiueasiinininansidadounes A-CD—FA uag B-CD—FA luantugansazats Sseauld
Winfu 532 + 3.4 M uag 176.5 = 5.0 M [10] sudsy Ssfidnliigann anmgilifemsidedousna
umszussBamiensewing FA fu 0-CD waz FA fiu B-CD Samilewheussiumeinadunnninviusy

Talasiau vlnldarunsaiaduansdsdeundundnluaniuzvadsls
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M131991 3.2 HANSANNANKAZHANTNAFOUNSIRL VLS NG VBN daudUAgTu

Q-CD—FA Tusinynazatenaleniusanuun

fvinazateunay NAN1INAFBU
ansdaulua . NANIIANKNEN y .
Usunaasinld N5AYILUUS SN dURINANIAY?
1. fyviazaenay lefiensavanel | - nangUuden (block) nageu
evuoatuinfosay | Wuastwdu wuh | wuh Sdeslsdagadlndides
50 IneU3u1ns findinguudion flu O-CD.6H,0 [24]
1:1 - 97U 500 pL (block) tAnay _ ymmegeuiunanaululda
- 0-CD 75 mg enfuiidvunasistunudi 3
- FA 16 mg AasTginiadlndlAeeiy
O-CD.6H,0 [24] wufiu
2. fvhagangnay - dleflaansaraneld | - wAnguusis (rod) wuneilng) 10
lynueatundesar | Buadiuiu wui FalldnEniietvunaminza
50 lagUsuns inangUuvie (rod) (0.24 x 0.44 x 0.62 Mm) NAFBY
v - 17U 300 plL Aty 1 3 wuidmmsigdneadlndidssiu
- Q-CD 47 mg nIaLegan [23]
- FA 18 mg
3. fvinazangnal ~dleansazanesuivie | - Lifinmsvaaeu
ovueaiuindesay | TUussanm 1 &Unm
50 lneUsnnns wuInAndungneu
= - 973U 500 pL Sauuditulda
- 0-CD 47 mg
- FA 28 mg
4. fvhavanenay - dleflaansavanels | - ndnsuuden (block) nadey
emueafuihfesas | WBuasiwiuwui | wuddidiesiednsedlndifesty
» 30 TngU3uns findngUuden Q-CD.6H,0 [24]

- 97U 300 pl
- 0-CD 20 mg
-FA3 mg




a2
3.1.2 ssuuasBedoudungdu [3-CD-GA waz Y-CD-GA

dwsuluanainan GA Fsflawalugindn FA {IdeTmeaswmnudnlaedoniuanalaaidu B-
CD waz Y-CD Fsflawalnssiiluginin o-CD 2nnsvaaesmnudnaisiddoudungdu B-CD—GA uax
Y-CD—GA Tusiviazaenautoniusaniuii 50 laaUsuias Tushsadiulua 1:1 nan1sanndntazna

ASNAADUNISHALIUUSIFDNTULAAIFINITIMN 3.3

WIBaRANTUINVUINVDY GA 98NUIT TVUNLNALALNU FA $91U JU19U99 GA F9dINaRDNNS
IP589AI709 CDs MNnENasldauintY Argdngaansfiwesvsiianuasuwdatiuanlaseeing
vialawmsnvas CDs Tadanatdaiunldlunisiwsziinuanilaidunanansifedousinlamsnvisoans

\Badaudumgtures B-CD—GA uay Y-CD—GA

NNNaMMAaBINNANaNsTeuduagtuluszuy B-CD—GA wag Y-CD—GA (ansnedl 3.3)

nsldsvinazanenamemueatuiifesay 50 Tneusuins lunsanadnansidsdousewin B-
CD ffu GA Snsrdanlua 1:1 nudh Andnlalidd susreuden (block) 9NN1IATIaTANISIAELULSE
wond iemgdawadnisdnes wuin 1undnues B-CD.11H,0 sdrslsfinu nandlsidundnifen
AN MANIY B-CD.11H,0 Ainvluszuu B-CD—FA 1ilesann Tnssairsves GA fnyflensendagsnin (@
yjlonsonda 4 ny) iliddagauardansazansiigs Jdlinuilagmmannagneulunmsldiviazans

NANLOVIUDANUUN

AUTUNIIINNANANIIT IO UTENIN Y-CD AU GA Tudvinazanenauioniueanuinsosas 50
TngUSunns dnsndiulua 1:1 wuin winlalifid suvden (block) awmdniiadududiuauun wnudi
nanindudauninlifine Iskiaunsainisasiaianisidenvusdendiiemyinwadnisdnesle

ylaldinsneaeulutusnausal

msliiinasilsdoudungdu vosszuy B-CO—GA uas Y-CD—GA o1aidunaniain GA dien
nsarareuings Wesniivylansendalulaswaanavun 4 vy vilviansegluan1izdudibeeialany

170 9TIEINTIsluNISANKEN WU PEG 1udu
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M13199 3.3 HANTANKANKAZHANTNAFUNSIRL LS NG YRIaNTITsdaudUAg Y

B-CD—GA uay Y-CD—GA ludiazarewauteniueaiuih

. fvinazaeLaL . NANISVAHIUNSIA U
Taanalaav | dnsndaulua R s NANSANKAN om e
Ysuauansily Sedlendvaswaniagd
B-co 1:1 1. fviazanenay | - Weasavatesene | - ndnguuden (block)
mueanuinfes | Tussanm 2 Ju nagauNUI Ay iln

ay 50 lnedsuins | wun dnanlaldid | wadlndlAesiu

- 500 L | guudien (block) B-CD.11 H,0 [22]
- B—CD 18 mg
-GA 3 mg

Y-CD 1:1 2. fvavanenay | - iofisenseranel | - lifinisvadeu

WwYNURAatULNses | LduastuAy wun

av 50 lnedsums | dwdnla Lidd su

Y

- 91171 500 pL vaen (block) U
- Y-CD 97 mg @aduduauann
- GA 13 mg aelu 2 Ju

3.1.3 szuuansiBedoudungu HP-3-CD—FA uaz HP-3-CD—GA

drusunisanuanansiladeuszning HP-B-CD fu FA ludvhazanenauenueaiuihiosas 50

lngUsung dnsrdulua 1:1 wudi dnanlalifid uunie (rod) annsesiainnisideaiuussdiend Live

a1

a (3 a s 1 Y A [ a
WYUALTAANIULABT WU HalndlAeeny ﬂiﬂLW@Eaﬂ [22]

nsfilaiinansdedoudungiuvesssuy HP-B-CD—FA uaz HP-B-CD—GA amauilsanain

' o
a0 a o

HP-B-CD Jusyitusves B-CD AfiAnisazatedigwn (39ne15199 2.1 unil 2) mszlassasnadidags

'
a

iansegluaniigdumseinlmnuunn vililinandnansgadeu
NaNIIANNENLAZHANISNAdDUNSEE M UNSElondvesasilvfoudungtdu HP-B-CD—GA uaz

HP-B-CD—FA lussuuihazaenauomueanul 50 lneUsuins Lanswennseil 3.4
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A13797 3.4 nanINNANLAzRANIIAdEUNREE UL ELenduesa s Badeudungtu HP-B-

CD—GA uwag HP-B-CD—FA Tugvhazatewautenueaiuih

NANISNAGHBUNIS
Tauanawnadi | dnsndiulua Avinazany NANISANNAN LWAEAUUSIFBNTUDY
= a
NANLAYA
1:1 1. fiavangnay - Weivansazangliiuas - HANFUWYI (rod)
nueaiuiniosay | TuAu wud TREngULYS NAAUNUI HAALT
50% lagUsung (rod) gllagadindifganiy
- 92U 100 pL - Wieansazanesywme b nsawlagan [22]
- HP-3-CD 103 mg Usganal 2 T WU
nantagan PR
- FA 15 mg asavareduniannnuliea
(ferULIC o o (VIR ¥ P P
1:2 2. fvinavaenay - lileansazanela wiaziiy | - ludinnsyneasu
acid, FA) v ¥ - e
LNIUBDANUUITDYAY BEUNNAAY 60 C €U 3 2.
50% lagUsung Jagansnnaedly
- 97U 100 pL
- HP-3-CD 103 mg
- FA 30 mg
1:1 3. fvinavaeNEy - lfindnuinyu - lufinnsveaeau
WNUBANULNS LAY
50 TagUsunns
- 97U 500 pL
) - HP-3-CD 56 mg
ASALNAAN
-GA T mg
(gaulc aCId’ o o A = oa & =
) 1:2 4. fynaraeNasl - laifindnuinau - luifinnsneaeau
GA

ovueatuthdesay
50 lneUsnnns
- 97U 500 pL
- HP-3-CD 56 mg
- GA 14 mg
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Hesanlsmeneunnnanegszeznamia uaddlailindnvesansBsteudungduiifeanis el
aunsaFeudfindunsdanalasainndeyanisfsuvuiiiiendeswemdnanddouduagiu
O-CD—FA nanaiiteusunen 2562 enansdiinwilasamslsimnueyiaszideyassdiond (Enmdeu
¢ 50% laeUSanasvesenuea-—thasianaowhsudlailingn) Tuniaans deududeununiius
2563 fdanmruaLaLuIagiinMsUssianadeys (Msmmneulasiaituaznistainailasaing
TldlassadandndiniunisnsasaeuaugniosuazauaInsoiivlesd IUCr checkaf saudevinnng

a % v <@ = v
IASIATIES AT IS e US oY



a6
3.2 MFIATIRRdIkEnAansandayanisiaeauuediond
3.2.1 ANSLRLUUSERND

wEnasdetoudungtu a-CO—FA Wundnlalafd suunuy wuwm 0.06 x 0.20 x 0.24 mm
laseasenaneagluseuu orthorhombic awany P2,2,2; giiannsnilnesilenial a = 14.00 A, b = 19.30
A c=2258 A 0t =90.00, B=90.00, Y=9000 foyadinantusianun (total reflections) §1uau

a

35912 gnsausmTuiigamgil 296 K luthau O = 1390 - 2559° fmnuauysalvestoya

Y

[

(completeness) 99.0% Lﬂusuaaga%LWaﬂ%’uL?im (unique reflections) 91U 2760 LazdAN Ry, = 0.1172

AabaERITIEaz U NLLANTUA1S19N 3.5
3.2.2 N1SWIANNBULALAISUANAILATIFS19NEAN

TnssaramdnldgnuitaminadneiBnss (direct methods) Tlusunsy SHELXS [20] Tuduilay
anunsnszyezmeuitlildlalnaiou (non-hydrogen atom) was O-CD uax Tuianatn udsintu vhmsdn
wnanlassasrawuueulelalnsla (anisotropic refinement) ¢e35 full-matrix least squares lagld
TUsunsu  SHELXL  sidsanniumsnumisosseslelasiaunaresmeuiililylelasauesiniasanslu
Tnssadandniindolasduamnu riding model dwidulslnsinuvaslianailidd AFIX 3 uas
fatun Uiso = 1.5Ueq (water) nsdimezeulelasiauvesniilé 2 Tuana dosdriariuenaiuse
O-H Tngldifds DFIX uazds BUMP tiletesiulailitszey H-+-H Tndfuiuly

g3y Tassadansdedon 0-CD—FA fwisiwesiBesnen (atomic parameters) siavan
S 814 Mudeyanisdisauuisdionddnu 11285 Gugafl R, = 00978 Tnsesiumdiiudunes
ozmeuiiliflylelnsiouuazurininesvesgamgiinuulelslngln (Us,) vosensidedou uandliluniamuan

v o o

n YeyanueIRUSELAYLTUSY LandluAIANUIN ¥ kAT A AINEIRY Jayanslnesigalaseasned

Y

o o a

dfnvesE s dadounaniiansedl 3.6 luanavesasiiedounanansdudigumgi  (thermal
vibration) MiUn@dauanssIsaasinunasn (ORTEP plot) Tugui 3.1 deyauidmiausidadssuiiay

Tugduuuraansmisnslugui 3.2
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M19197 3.5 YaYANIHANFENTURIETTTRaU O-CD—FA

GlEIGH

thviinagmsLed

US4, &, vu1e (mm)
SEUUNEN, aany
gllagaansiwes a, b, c (A)

a, B,y ©
USunsvasgliaad (A%)
Iuuegasieytnead (2)
AnuRURANTiEuals (gcm™)
ﬁuﬂssﬁwémiﬂwﬁu (b, mmt)
Funudidnaseussgiingad [F(000)]
\n3osinnsasauusediend
ST auennau (A)
gaunnd (K)
gy 0 lunmssivsndeya )
SrnuSarduiue/Aandudasy
ANNANYTIVRITOUA (%), R
429089A7 h k
Srunudianduieniisl F2 >2(F)
IBNTAmeUlATIES
I/NTANAIATIES
sukuuraan sl
(Weighting scheme)
uIndeys/n5dlmes/restraint
Ry, WR, [FA>4(F2)]

R, , WR, [%’ayjaﬁ'wm]

AMAINANSHA (GoF)

q

=

fingaan/vauanan (e A”)

Cap H7o Ogs

1311.02

UL, Ji3Td, vwm 0.06 x 0.20 x 0.24 mm
Orthorhombic, P2,2,2,

14.0014(14), 19.2972(19), 22.580(3)
90, 90, 90

6100.9(11)

q

1.427

0.129

2760

APEXII Kappa CCD (Bruker)

MoK, 0.71073

296

1.388° to 25.548°

35863/ 11285

99.0%. 0.1172
-16<h<13,-22<k<23,-21< 1 <27
2760

75134 (direct methods)

Full-matrix least-square on F?

w = [ 0%(F.,%) + (0.1601P)* + 0.00P T
5o P = (Max(F,2 0) + 2F2) / 3
11285/814 /5

0.0978, 0.2396

0.1869, 0.2906

1.021

0.489/-0.382
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mizgnglad
1 2 3 4 5 6
0.561, 0.550, 0.565, 0.559, 0.549, 0.527,
(@) Puckering parameter
3.9 3.6 2.0 7.7 1.5 9.3
(b) ysiau (°) 23.8 11.5 10.8 15.4 11.6 1.9
(c) s¥8Eneil O-4(n)
r . -0.149 0.125 0.028 -0.157 0.1339  0.0189
Wesuuluanszuiu 04 (A)
(d) sv8Euna
. 4.281 4.289 4.258 4.223 4.324 4.152
O-4(n)—0-4(n-1) (A)
. 4.174 4.263 4.336 4.172 4.234 4.327
wag O-4(n)—centroid (A)
(e) seuen1e 03(n)..02(n+1) (A)  2.8569 2.9348 3.0194 2.8107 28393  3.1218
(f) yuneity
- o . 103.77 103.76 105.06 111.83 107.89 11391
Ushaiuselnalaadfn
- o -119.56  -107.31 -108.87  -115.90  -11890 -93.55
win O waz P(°)
(9) yuneity
-62.69 -58.34 -61.72 -60.22 67.30 -57.89
aeluluananglaa
55.73 62.83 60.37 60.46 -173.12  61.49

wilo W waz X (©)

3.2.3 MslSeuieulaseds19awa9d15i89dau O-CD—FA nu O -CD lawnse

nnnulgveinglaaiinounesiudu (conformation) wuuki1d “C, MUNA Avuanslaainen

Cremer-Pople puckering parameters Q, B waslas3a31a 0-CD—FA fifnaglugig 0.527-0.565 A uaz

1.5-9.3° auaeu edenlnaiagsiumsunesiudu (conformation) wuuiinglugauai yuweu (titt

angle) Usuaniasgauaisuvawhenglaaniuszuiu O4 vadluana O-CD 31nnsmisasasuansly

U 3.1n Wudasletou O-CO—FA uunnvesyuiauannitAmaevedyueu 0-CD hydrate (Ande

YaayuLey O-CD hydrate A1 13°) eniulumbenglean 1 uag 4 azilAyuiaunuInndl Alefeves

WueY O-CD hydrate ndayatidaventadn ansifisdou o-CO—FA Mindulasuvlesiuduiasuly

Toaflawieuiu a-CD hydrate
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1991501388891 03(n)...02(n+1) T suendsnnuud sussweanisadraiuselalasiau
Tassairsvesansifadon O-CD—FA flreglugis 2.8107-3.12184 annnsmisanslugud 3.1 nud o
CD—FA lunmirenglaad 3 fa1fesnituazuinninlunilonglaail 6 (i eifisudud1szazrig
03(n)...02(n+1) V99 K-CD.6H,0 Fanaaladn vurnlnsswes A-CD fnswasunlastosdiofiuiu
0-CD.6H,0 Liosnn swaveunailananadvwalvajishiaunsadiloglulnasiomnld fodu Wuma

lAualngwes o-CD wazasuasutulasulUasluanmuieadntios

G1
25
20
G6 15 G2
10 —_— -CD—FA
5
-CD hydrate
G5 G3
G4
(n)
G1
5
4
G6 3 G2
2
1
e OL-CD-FA
0
s ) cs 0l-CD.6H20
et
()

sUT 3.1 nymiisan$ () uueuvesansidsdou A-CD—FA Wisuifiuruaadeues A-CD hydrate
(¥) s28EMe 03(n)...02(n+1) Tuniienglaans 6 mitevesasidageu X-CO—FA

Wiguisuiu a-CD.6H,0
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fviagvasnglaans 6 e danuduiusssninuumeituuinuiusylnalaadanyia |
waz @ (°) IndlAesiu uanddn MnueInduULYDIlAsIEse JUTvednselidnyasduguinay
11N NNTMUanINIsNsEatedayavesameitusin @ du P (°) uagsyezriiawes O-4n)—0-4(n-1)
(R) fuszoging O-a(n)—centroid Tugudl 3.2n wag 3.2v wuih O-CD—FA fimsnszaneteyandei
U8yav8s O-CD.6H,0 Feasuliinapunesuudunazsusieanyasadlngs O-CD ¥a9 O-CO—FA i

anuaEAIYARNIU O-CD.6H,0 Fedannaasiutoyayuiounasszeenig 03(n)...02(n+1)

0
90 95 100 105 110 115
g
< -50
S
§ -100 ¢
L PN ¢ (-CD—FA
< P ¢ *
- O-CD.6H,0
-150
4 dD 05(n+1)-C1(n+1)-04(n)-Ca(n)
(n)
2 46
o
o
£ 44
ig 4 L
* ® cN—
T . O-CD—FA
t.r L J ]
o O-CD.6H,0
Ka 4
=
33
]
gg
3.8

a1 4.15 a.2 4.25 4.3 4.35 a.4a 4.45
5882119 0-4(n)—O0-4(n-1)

()

JUN 3.2 nsmluansnisnsgatedeyares (n) yumesduvin @ way P (°) ivsniusylnalaadsn
(@) 5382119 O-4(n)—0-4(n-1) (A) wazszezying O-4(n)—centroid

289@1509%aU O-CD—FA Wsuiguiu o-CD.6H,0
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AAVawaz i unsveny 06-H giinnudangugs Feanusadiilnsmisssninss o-CD L

fsanAyunestusiaienlaleniin (exocyclic torsion angles) lakn yu X uaz @ wui1 wy O6-H

1%
[

eildnuarpanaIningd O-CO Wayy X 4ag W JAWINLazay aua1au lunenseiudiy winden

Wuauuazuinmuadu wy 06-H ssfidnvazdidimings o-CD Wefiansandiyy X waz o lu o-

CD—FA fanuimy 06-H agildnuazdaanatnlnsuiouianua eniluniienglaain 5 Jeilen yu X
=< Aaa

LAz M WU -173.12° 1ag 67.30° FuduA1aunazuinaiudisy S9AAT19M InTInas AN 19Uy

gauche-trans

3.2.4 nsunsnnvasluanananlulnseves o-CD
Tuanaves FA Mefeglulnsilagdiuveiseslsunfnves FA sseiegwmilesyuiu 04 July

aaandlusun 3.3 lagny C8F avaglndyawunsogauinfigaiiies 0.388 A annnan1svaaesil wui

=

donAnediuna "H-NMR spectrum Tul a.¢. 2008 Cecilia Anselmi uazansy [8] Nszydndiuvomyeyls
WAnves FA aglulnssves o-CD dumylansendanazmasuandasgauueniiilsnnuninewes o-CD

wenaNtl FA deanunsafinfiuselalasiausgieauiuluanadiuazliana Q-CD ladsuansly

JUN 3.4 uarswaziBeniusylalasiauvesansidedeou Q-CD—FA NIvaALARINNSIeN 3.7

04 plane

SUN 3.3 205N NADAUBIANTITGOU O-CD—FA

u

AdNLNUDEABNAISUDY FuAdVUDEAENEDNTIAY Lazdinioouunuornaulalnsiay



Oo4aw

H54

O9F2
H1W1

C9F

03W O9F1

H51
H630 oww

H56

CTF

oW

O4F
C5F

C10F

52

JUN 3.4 siuszlalasiauegageusening a-CD—FA duluanaiikagluiana o-CD

AN5199 3.7 Wdmesnuselalasiauresans et O-CD—FA

D-H..A D-H H...A D..A  (DHA)
o-CD— O-CD

021-H210...036 0.82 2.33 3.122(14) 163.6
022-H220...031 0.82 2.07 2.857(13) 162.2
032-H320...064 ' 0.82 1.98 2.712(13) 148.4
023-H230...032 0.82 2.24 2.935(13) 143
033-H330..024 0.82 2.26 3.019(13) 155.2
034-H340...025 0.82 2.04 2.811(13) 157.2
025-H250...022 " 0.82 2.6 3.364(12) 156.5
035-H350..022 " 0.82 1.99 2.776(12) 159.6
065-H650...023 0.82 2.06 2.780(15) 146.7
026-H260...035 0.82 2.22 2.839(13) 132.1
O-CD—FA

C51-H51..09F1 0.98 2.61 3.480(19) 1475
062-H620...03F ™ 0.82 2.11 2.867(15) 153.7
C54-H54.. 09F2 0.98 2.61 3.52(2) 154.8




AN519% 3.7 (¢i0)

53

D-H..A D-H H...A D..A 2 (DHA)
O-CD—FA

C56-H56...09F 1 0.98 2.6 3.554(16) 165.6
C10F-H10A..021 0.96 2.62 3.316(19) 129.7
o-CD—H,0

061-H610...01W 0.82 1.98 2.713(16) 148.7
031-H310..05W 0.82 2.3 2.991(17) 142.8
FA—H,0

C5F-H5F...06W 0.93 2.61 3.42(2) 145.8
O9F1-H9F1..09W V! 0.82 1.97 2.61(2) 135.3
O1W-H1W1...09F2 ¥ 0.96 1.87 2.763(16) 152.7
o-CD—H,0

063-H630...03W 0.82 1.97 2.757(14) 159.8
024-H240...05W ¥ 0.82 2.38 3.191(16) 173.4
064-H640..07TW ™ 0.82 2.12 2.906(16) 160.4
036-H360..02W ' 0.82 2.32 2.876(17) 126
066-H660...0TW * 0.82 2.46 3.251(15) 163.1
O1W-H2W1..06W " 0.96 1.98 2.90(2) 160.5
O3W-H1W3..04W 0.96 1.99 2.880(16) 153.2
O3W-H2W3...09W * 0.97 1.85 2.803(19) 166.9
O8W-H1WS...05W " 0.96 2.44 3.312(17) 150.1
O8W-H2W8...02W " 0.96 2.39 3.34(2) 171.2

iy (general equivalent position)

() x+1/2, -y+1, z+1/2
(i) x+1, y-1/2, -z+3/2
(iii)) x+1/2, -y+1, z-1/2
(iv) x+1, y+1/2, -z+3/2

V) x+1,y, z (i) -x+1, y+1/2, -z+1/2

(Vi) -, y-1/2, -z+3/2

(Vii) -x+3/2, -y+1, z+1/2
(Viii) x+1/2, -y+3/2, -z+1
(ix) x-1/2, -y+1/2, -z+1
(X) x+1/2, -y+1/2, -z+1
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3.2.5 N151589A2989 O-CD Tulassasnanan

deluanaves FA WhldeglulnsaAnduaaifedouty a-CD vilknsdnideadaves a-CD
WasuuadluandnenrnisSesuuudendudnuaslasaiauuuturiorunedy fuandugud 3.5
wiarluanaazdudatiutesinszminliena a-CD Wlesesdulasiaineues FA Unadwiduenin sz
FA fnunereutnslugidldannsadleglulng a-co lémun

AMIUSIAATUYDINITIIEIUBY a-CD-FA Uuglniead wanaiaguil 3.6n NMUUTEUIU ab %50

v a ¢ a 44 v a ¢
U1 C GU@QEJUC‘]LSU'&@ E‘IJ'VI 3.6 AMNUUILUIU ac 159 U1 B TQQEAUWL%@@

5UN 3.5 M3iSeaiuunsaves Q-CD—FA
(0-CD MAKUY wireframe models FMMunussnauAITUOULAYALAIUVIUBEABLBDNTIAY

WaY FA WaRIR8dmA1 1ALUU ball and stick models)
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(n)

(2)
5UN 3.6 nmilusiandurainisisesdives O-CO—FA vuglingad (n) AMMUNsEUIU ab vise i C

Yoy UALAT (V) ANUUTEUU ac w38 i B vesgllnlad



uni 4

dgunan1Innag

4.1 ayunan1snnasy
1 < ! A ! d‘ < = ! A < a L4
NANIINAADILUIEDNLITY 2 d1U AD @1 1 LUNITVIAEDINNKNAN WA dIUv 2 LJUNITIATIZY

WanAnAansNUayanIsae I uusEend

4.1.1 nMsneaannkanasidedeudungiulalaaandniy

o w

nsnnuandutuneusunundfyvesltudwmanmans Jadutunsunisesdiailu
nsaeinaesniteAuMansimizatlunIanNanvesa sl q dwsunuideilngenldds

P v o v . = & aa a ° Y
NIANNENIAEN1IITMefiazateag13t 9 (slow solvent evaporation) Faluisunsguasyinlile
HaNREINTAuAnAkazivuamagay uliingidelaldnnuneiemedrdunisnaasmnugn
a3 dousEning CDs funsawegdnuasniawnadn wiliaunsalandniidenis Yymuazavassa

v

MinTunevaulasiail
4.1.1.1 szuuaadedoudungdu 3-CD-FA uag O-CD-FA

dwmsunisnaassanudn B-CO Aunsalazan ﬂﬁmL‘V\Jagﬁﬂme%iaimmmazmaiuﬁﬁu%qwélﬁ
Fedadddvinaranonanssriniwaziomuealunsudlatigmnisavanet uwhdenandwlu B-cp &
wnliuazanwdnuensenunainansaraienewans weilovhmmedeunsideivunuindundnues
B-CD.11H,0 Tuunadsfmuininnisanudnueniussning B-CD uaz nsawlezdnanelulidaiiandu
3ndne uenaniinsawlesdnorafivunadniuludmiuing B-co vhliliaunsadunsnieglulnss
B-co ¢

dmdumsnaasannnan a-CD Aunsamlagan Msfl o-CO dvunalnssidnasinazyili
nsalegananunsunsnidlueglulnsls ogralsfnm annmanismeaasmuin Wenaniuly B-Co 3
wnlneanuinuenseninainasazans Wevinismeaeunmsidsuunuinuninues

O-CD.6H,0 wazlinundnvesansidsgouiniy
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4.1.1.2 szuvasdadoudungdu [3-CD-GA uaz Y-CD-GA

dmsunmanaaemnedn B-CD funsaunadn tneldfvazaenausewiniuagienuealy
maudlatigmnisazaeil widenariuly B-co fumlihneanudnuensenunanansazaeno uag
Fovhmsnaaeumadsnvunuindusiinues B-CD.11H,0 uenaninsaunadneradivuelughiuly
dmsulnss B-CD vilildanunsadunsndeglulnse B-co Id

dvdunsnaasannwan Y-CD funsaimesdn nsil Y-CD fuelnseilvgfuaziils
nsawnadnaunsunsnidlieglulnsdle egnalsinig annaniseaemuln fawdaswiouansavane

Y

a a Y @M P % | < Yaa P
dumBsgauanliaiuisasnuaneenuils sgrslsnmuigymnisazaisetauilalaglaisnisananuuy

U 1199910 Y-CD frmnsavateigadedimazatsegluansazans Wunavilidsldlandnves

a1 dedoudifonis
4.1.1.3 szuvasiBedoudungdu HP-[3-CD-FA uaz HP-Y-CD-GA

nsfilaiinansdedoudungduvesszuy HP-B-CD—FA uaz HP-B-CD—GA amguilsanain
<, YA Sa A = g Yy a Y 0§ v [
HP-B-CD lusuiiusves B-CD flAnsazansiigs Fadunszlasadesfitag vilvansegluanng

dusdseialeunuunn vinlrlliiendnansitagou
4.1.2 M3AATIRIImENAIEATIINTaYaNsIRE UL IHIaND

faudinidelilaunsonnudnarsifedoudungdussnine a-CD, B-CD waz Y-CD Aunediluea
(nsaunadnuaznsnnesdn) 19 egelsfinu doyaasidadoudungdu aCD-FA 91n91915671USnw)

lassnsundasiest iigidelaseus Inilu waglauszaunsallumsiaddemawdnaans

v =

dniulassaimanvesasledauiilasunuii wdneglussuy orthorhombic awwniyu P2,2,2,

¥
v a

yinmnsifimesiiAddl a = 14.00 A, b = 19.30 A, c = 2258 A, & = 90.00°, B =90.00,, Y = 90.00
HaNSTANANlASIES I aANYINAU R1 factor = 9.78% 3nMSATgRlAssadianuin FA eyl

Insewes o-CD tnaifinnisaiaiuselalasiauiuluana Q-CD uavluanaun
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4.2 YaLaUDLUY

1NNITAaBINNanaIBTstauluITed Tadenlisnsssmedivinazaiuegned o
(slow solvent evaporation) Faluwisunsgrunfenldlunisanninaisddoudungtu egrslsiinnu &

135dunIdedslilannass wu nswnsvesledwinagae (vapor diffusion) 38 N1SLENTUTBIFIIN

azang (solvent layering) 1WuAY F9m1snnaeInnNNANMIEIUNLLAN
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asuNanNIsYNNunaensreElATINISLARIRINITIeT 4.1

M1519% 4.1 asuran1svinunaensreylnsinis

Sudi v
. . Yuin .
NINTTUMUUAUNY | A9 HanAIALy AANTIUNYINDI L. HaTLAD3
) Wiasa
a3
1. anwAnansidedou | 30.12.62 | - nanansidsdou | - naaswnnanandedou | 30.11.62 | - lldnEnansidedoud
dupgdu a-CD, duAg?u a-CD, B-CD fiu HBINT WA ARANUD
B-CD uwag y-CD fiu nsawlagan lanaleariuazluiana
wodiuea naviseniu lawn
(NSALNBRNLAZNTA - VINABIANKANENTITITDU B-CD.9H,0,
wagan) b guAgdu B-CD, y-CD fiu Q-CD.7.57H,0
NAINAGOUNANLAY NIALNARN uarnIALeIAN
nsiiudoya
MsiagUusdiend
2. AU 02.02.62 | - Yeyalaseasne | - mAwmeulaseaiauasdn | 20.04.62 | - Toyaidelaseaineves
lAssassuaziaLnan YIEITOU | nanlAseas1evesans aadedoudungdu
1A598359U89E13 BUARTUIN Wedoudungu O-CD-FA O-CD-FA
\Wedoudungdumy asdedouny | Fududoyanildty
WRUNITANNEN WNUANSANNAN | Ueununeanenansed
UsnwlAsenig
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M15199 w1 leeeshundidudiuresezmeuiililylelasiau (x 10%) uavunawesvemaumgivuulely

Wsa (U, A? x 10) v99815:39%0U

eqp

Atom X y z U(eq) | Atom X y z U(eq)
C11 7705(10)  6350(6) 6203(5) 48(3) 052  4104(6)  7911(4) 6860(4) 50(2)
C21 7774(10)  6532(7) 6861(5) 51(3) 062  2359(8)  8409(5) 6511(5) 82(3)
C31 6792(9) 6625(7) 7123(5) 47(3) C13 1265(9)  6675(6) 7095(6) 47(3)
Cca1 6225(9) 7117(6) 6775(5) 44(3) C23 844(9) 6058(6) 7425(5) 45(3)
C51 6186(10)  6928(7) 6130(5) 52(3) C33 1068(9)  5390(6) 7097(5) 46(3)
C61 5707(9) 7473(7) 5741(6) 50(3) ca3 758(8) 5455(6) 6443(5) 38(3)
021 8332(6) 6018(5) 7159(4) 62(2) C53 1181(10) 6107(7) 6176(5) 51(3)
031 6890(7) 6842(6) 7725(4) 66(3) C63 845(9) 6253(7)  5550(5) 46(3)
041 5257(6) 7060(4) 7006(3) 42.5(1.9) | 023 1199(7)  6028(5) 8016(4) 64(3)
051 7158(7) 6870(4) 5919(4) 57(2) 033 576(7) 4802(5) 7350(4) 62(3)
061 6142(8) 8119(5) 5803(4) 69(3) 043 1163(6)  4861(4) 6163(3) 45(2)
C12 4791(9) 7634(6) 7250(5) 44(3) 053 925(6) 6707(4) 6521(3) 46(2)
C22 4352(8) 7417(7) 7819(5) 44(3) 063 -146(7) 6345(5) 5501(4) 64(3)
C32 3548(8) 6889(6) 7712(6) 47(3) Cl4 610(9) 4464(7) 5783(6) 51(3)
Cca2 2881(8) 7170(6) 7255(4) 33(2) c24 751(10)  3688(7) 5940(6) 56(4)
C52 3394(8) 7419(6) 6710(5) 44(3) 052 4104(6)  7911(4) 6860(4) 50(2)
C62 2758(11)  7791(7) 6268(6) 61(4) 062  2359(8)  8409(5) 6511(5) 82(3)
022  5047(6) 7133(5) 8208(4) 62(2) C13 1265(9)  6675(6) 7095(6) 47(3)
032 3010(6) 6748(5) 8236(3) 54(2) C23 844(9) 6058(6) 7425(5) 45(3)
042 2268(6) 6591(4) 7112(3) 46(2) C33 1068(9)  5390(6) 7097(5) 46(3)




A15199 W.1 (510)
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Atom x y z U(eq) | Atom x y z U(eq)
C34 1779(9) 3490(6) 5841(6) 48(3) C56 7279(8)  5153(6) 5193(4) 34(3)
caa 2100(9) 3687(6) 5210(6) 49(3) C66 7706(11) 5712(7) 4812(5) 54(3)
C54 1856(9) 4425(7) 5043(5) 50(3) 026 7344(8)  3233(4) 6096(4) 62(3)
cé4a 1938(10)  4588(8) 4387(6) 60(4) 036  8074(9)  4513(5) 6677(4) 78(3)
024 450(8) 3574(5) 6526(5) 71(3) 046 7244(6)  5687(4) 6169(3) 47(2)
034 1864(7) 2769(5) 5927(5) 66(3) 056 7497(6)  4500(4) 4904(3) 46(2)
O4d  3115(6) 3617(4) 5212(4) 52(2) 066  8713(7)  5630(5) 4730(5) 64(3)
O54  851(6) 4578(5) 5176(4) 58(2) C1F 4782(11) 4885(7) 7155(6) 59(4)
064 1310(8) 4167(6) 4dodd(d) 77(3) C2F 5652(10) 4859(7) 7451(6) 55(3)
C15 3571(8) 3166(6) 4803(5) 40(3) C3F 5680(11) 4679(7) 8050(6) 57(4)
C25 4211(9) 2681(6) 5146(5) 45(3) O3F 6518(7)  4643(6) 8361(4) 75(3)
C35 4982(8) 3080(5) 5440(5) 38(3) C4r 4878(10) 4470(7) 8330(5) 51(3)
cas 5527(9) 3523(6) 4998(5) 45(3) OdF  4896(7)  4276(5) 8921(4) 64(3)
C55 4843(9) 3977(6) 464d4(5) 41(3) C5F 4033(10) 4460(8) 8035(6) 62(4)
Cce65 5305(12)  4318(9) 4135(8) 80(5) CéF 3954(11) 4662(9) 7465(7) 72(4)
025 3653(7) 2284(4) 5546(4) 60(2) Crk 4749(11) 5143(8) 6545(6) 65(4)
035 5637(6) 2584(4) 5705(4) 51(2) C8F 3959(10) 5331(8) 6240(6) 63(4)
045 6165(6) 3944(4) 5324(3) 43(2) C9F 4039(13) 5641(8) 5642(6) 67(4)
065 a776(10)  4802(6) 3822(5) 97(4) C10F  7245(11) 5144(9) 8228(8) 87(5)
C16 7166(9) 3894(6) 5210(5) 44(3) O9F1 4864(8)  5666(6) 5395(5) 84(3)
C26 7654(10)  3849(6) 5809(6) 50(3) O9F2 3345(9)  5833(8) 5402(5) 100(4)
C36 7488(10)  4482(6) 6158(5) 47(3) O1W  7986(9)  8520(6) 5666(6) 96(4)
Cae6 7695(9) 5140(6) 5824(5) 42(3) O2W  1029(11) 8779(8) 7364(7) 125(5)



A1519% K.1 (5id)

Atom x y z U(eq)
O3W  -544(8) 7645(5) 5944(5) 83(3)
04w -529(9) 7893(6) 7201(5) 91(3)
O5W  -1087(10) 7043(6) 8115(5) 101(4)
O6W  -1671(11) 9038(8) 6853(8) 133(6)
O7TW  4308(9) 944(6)  5630(7) 107(4)
O8W  8949(7) 2640(5) 6522(5) 69(3)
O9W  9648(13)  3900(9) -659(6) 139(6)
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MARUIN ¥ TaYanNe1INUSLYRETITetaY O-CD-FA

A15199 W.2 ANNENUsE (A) vosansitetau Q-CD-FA

C11
C11
C11
C11
C21
c21
c21
31
C31
31
Ca1
Cca1
@
C51
C51
C51
C61
Co1
Cé1
021
031
O41
061
C12
C12
C12
C22
C22

C21
H11
046
051
C31
H21
021
Ca41
H31
031
C51
Ha1
O41
Co1
H51
051
H61A
H61B
061
H210
H310
C12
H610
C22
H12
052
C32
H22

1.530(17)
0.98
1.435(14)
1.416(15)
1.507(18)
0.98
1.430(15)
1.467(17)
0.98
1.430(14)
1.502(17)
0.98
1.456(14)
1.525(18)
0.98
1.446(16)
0.97
0.97
1.394(16)
0.82
0.82
1.400(14)
0.82
1.485(17)
0.98
1.409(14)
1.538(17)
0.98

C22
C32
C32
C32
ca4z
caz
c42
C52
C52
C52
C62
C62
C62
022
032
042
062
C13
C13
C13
C23
C23
C23
C33
C33
C33
ca43
ca43

022
caz
H32
032
C52
Ha42
042
Cé62
H52
052
H62A
H62B
062
H220
H320
C13
H620
C23
H13
053
C33
H23
023
C43
H33
033
C53
H43

1.420(14)
1.494(15)
0.98
1.427(15)
1.504(16)
0.98
1.446(14)
1.518(18)
0.98
1.416(15)
0.97
0.97
1.428(18)
0.82
0.82
1.415(15)
0.82
1.522(17)
0.98
1.381(15)
1.518(17)
0.98
1.427(14)
1.544(16)
0.98
1.445(14)
1.516(17)
0.98

C53
C53
c43
C53
C53
C53
C63
C63
C63
023
033
043
063
C14
C14
C14
c24
c24
C24
C34
C34
C34
caq
caaq
cda
C54
C54
C54

H53

053
043
C63
H53
053
H63A
H638B
063
H230
H330
C14
H630
c24
H14
054
C34
H24
024
caq
H34
034
C54
Ha4
0d4
C64
H54
054

0.98
1.425(16)
1.427(14)
1.516(18)
0.98
1.442(15)
0.97
0.97
1.404(15)
0.82
0.82
1.386(14)
0.82
1.552(19)
0.98
1.427(15)
1.506(18)
0.98
1.406(16)
1.540(18)
0.98
1.410(15)
1.514(18)
0.98
1.427(15)
1.520(17)
0.98
1.470(15)
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A1519% K.2 (id)

cea H64A  0.97 C16 C26 1.517(17) C4r O4F 1.385(15)
ced H64B  0.97 Cl6 H16 0.98 C5F C6F 1.35(2)
ced 064  1.425(18) Cl6 056 1.435(14) C5F H5F 0.93

024 H240 0.82 C26 C36 1.473(17) C6F H6F 0.93

034 H340 0.82 C26 H26 0.98 CrF C8F 1.353(19)
o44 C15 1.419(14) C26 026 1.424(15) CrF H7F 0.93

064 H64O 0.82 C36 Cca6 1.505(16) C8F C9F 1.48(2)
C15 C25 1.510(17) C36 H36 0.98 C8F H8F 0.93

C15 H15 0.98 C36 036 1.431(15) C9F O9F1  1.284(19)
C15 055 1.408(14) Ca6 C56 1.540(15) C9F O9F2  1.172(17)
c25 C35 1.482(16) C46 H46 0.98 C10F H10A  0.96

C25 H25 0.98 Ca46 046 1.456(14) C10F H10B 0.96

C25 025 1.419(14) C56 C66 1.503(17) C10F H10C 0.96

C35 ca5 1.519(16) C56 H56 0.98 C10F O3F 1.435(17)
C35 H35 0.98 C56 056 1.451(13) O9F1 H9F1  0.82

C35 035 1.453(13) Ce66 H66A  0.97 O1w HIW1 0.9603
cas C55 1.523(16) C66 H66B  0.97 O1w H2W1 0.9601
cas H45 0.98 C66 066 1.431(17) O3W H1IW3 0.9598
ca45 045 1.414(14) 026 H260 0.82 O3W H2W3 0.9713
C55 C65 1.476(19) 036 H360 0.82 Oo8W HIW8 0.9605
C55 H55 0.98 066 H660O 0.82 Oo8wW H2wW8 0.96

C55 055 1.437(14) C1F C2F 1.390(19) O1w H1IW1 0.9603
Ce65 H65A  0.97 C1F C6F 1.42(2) O1wW H2W1 0.9601
C65 H65B  0.97 C1F CrF 1.467(19) O3W HIW3 0.9598
C65 065 1.385(17) C2F C3F 1.396(18) O3W H2W3 0.9713
025 H250 0.82 C2F H2F 0.93 Oo8wW H1IW8 0.9605
035 H350 0.82 C3F Car 1.351(18) Oo8W H2W8 0.96

045 C16 1.428(15) C3F O3F 1.371(17)

065 H650 0.82 C4r C5F 1.358(19)




MANUIN A ToaYNNLSLYDETITetau O-CD-FA

M13199 W.3 YUUSY (°) VoaSLBEBY O-CD-FA

C11
C11
C11
C21
C21
c21
31
31
C31
31
31
Cca1
@
c41
Cca1
C51
C51
C51
Cé1
C61
021
021
021
031
031
031
041
O41

C21
046
051
C11
C31
021
c21
C21
Cca1
c41
031
C31
C31
C51
C51
Ca1
C61
Co1
C51
061
c21
c21
C21
C31
31
31
C12
C12

H21
(@)
51
H11
H31
H210
C11
H21
C51
Ha1
H310
c21
H31
co1
H51
H41
H61A
H61B
H51
H610
C11
31
H21
c21
ca1
H31
C22
H12

107.8
118.7(9)
114.5(09)
110.2
108.4
109.5
110.5(11)
107.8
112.4(10)
110.6
109.5
111.2(10)
108.4
114.0(11)
109.6
110.6
109.3
109.3
109.6
109.5
109.4(10)
113.4(10)
107.8
108.7(10)
111.8(10)
108.4
108.0(10)
108.4

0O41
0o41
O41
041
051
051
051
051
051
051
061
061
061
C12
C12
C12
C12
C22
C22
C22
C32
C32
C32
C32
ca2
ca2
ca42
ca2

C12
@
c41
Ca41
C11
C11
C11
C51
C51
C51
Cél
C61
C61
C22
C22
041
052
C12
C32
022
C22
c42
Ca42
032
C32
C32
C52
C52

052
C31
C51
Ha1
c21
H11
046
ca1
61
H51
C51
H61A
H61B
C32
H22
ca1
C52
H12
H32
H220
H22
C52
Ha42
H320
C22
H32
C62
H52

111.909)
105.2(9)
107.2(10)
110.6
108.2(10)
110.2
111.3(10)
107.7(11)
106.2(10)
109.6
111.5(11)
109.3
109.3
110.7(10)
108.3
121.009)
111.9(8)
108.4
109
109.5
108.3
112.5(9)
109.9
109.5
109.0(9)
109
114.1(10)
109.1

C52
C52
C52
Cé2
C62
022
022
022
032
032
032
042
042
042
042
042
052
052
052
052
052
062
062
062
C13
C13
C13
C23

ca2
C62
C62
C52
062
C22
C22
C22
C32
C32
C32
C13
C13
c42
Cca2
Cc42
C12
C12
C52
C52
C52
C62
Cé2
C62
C23
042
053
C13

H42
H62A
H62B

H52
H620

C12

C32

H22

c22

ca42

H32

C23

H13

C32

52

H42

C22

H12

Cca2

C62

H52

C52
H62A
H62B

H23

Cca2

C53

H13
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109.9
109.2
109.2
109.1
109.5
111.2(9)
110.1(10)
108.3
112.5(10)
108.1(9)
109
106.4(10)
109.1
104.2(9)
110.3(8)
109.9
111.5(10)
108.4
110.8(9)
104.5(10)
109.1
111.9(11)
109.2
109.2
108.5
120.4(9)
112.7(9)
109.1



A1519% K3 (fid)

C23
C23
C23
C33
C33
C33
C33
ca43
c43
ca3
C53
C53
C53
C53
C63
C63
023
023
023
033
033
033
043
043
043
043
043
043
053

C33
C33
023
C23
C23
ca3
033
C33
C53
C53
c43
ca43
C63
C63
C53
063
C23
C23
C23
C33
C33
C33
c14
c14
C14
c43
ca43
c43
C13

c43
H33
H230
C13
H23
H43
H330
H33
C63
H53
C33
H43
H63A
H63B
H53
H630
C13
C33
H23
C23
ca3
H33
c24
H14
054
C33
C53
H43
C23

109.9(10)
109
109.5
110.2(10)
108.5
111
109.5
109
113.8(11)
108.7
109.7(10)
111
108.8
108.8
108.7
109.5
110.8(10)
110.4(10)
108.5
112.009)
107.9(10)
109
108.6(10)
108.8
112.1(10)
104.4(9)
109.6(9)
111
111.2(10)

053
053
053
053
053
063
063
063
C14
C14
C14
c24
c24
C24
C24
C34
C34
C34
C34
caq
caq
caq
C54
C54
C54
C54
c64
c64
024

C13
C13
C53
C53
C53
C63
C63
C63
c24
043
054
c14
C34
C34
024
c24
c24
cda
034
C34
C54
C54
caq
ca4a
co4a
cod
C54
064
c24

H13
042
ca3
C63
H53
C53

H63A

H63B
H24
ca3
C54
H14
caq
H34

H240
c14
H24
HA4

H340
H34
cea
H54
C34
HA4

H64A

H64B
H54

H640
c14

109.1
111.8(9)
110.8(9)
106.1(10)
108.7
113.9(10)
108.8
108.8
108.4
119.7(9)
113.1(9)
108.8
110.8(11)
109.2
109.5
109.4(10)
108.4
109.9
109.5
109.2
114.9(10)
109.2
113.3(10)
109.9
109.3
109.3
109.2
109.5
109.2(11)

024
024
034
034
034
044
044
044
044
044
054
054
054
054
054
064
064
064
C15
C15
C15
€25
C25
C25
C25
C35
C35
C35
C35

c24
C24
C34
C34
C34
C15
C15
caq
caq
caq
C14
c14
C54
C54
C54
cea
cea
cé6a
C25
044
055
C15
C35
C35
025
€25
C25
a5
a5

C34
H24
c24
caq
H34
c25
H15
C34
C54
Had
c24
H14
caq
céd
H54
c54
H64A
H64B
H25
caq
C55
H15
ca5
H35
H250
C15
H25
C55
H45
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112.8(12)
108.4
108.1(11)
110.3(10)
109.2
108.3(9)
109.3
105.3(11)
108.3(10)
109.9
109.8(10)
108.8
110.7(10)
103.3(10)
109.2
111.5(12)
109.3
109.3
108
120.2(9)
114.9(8)
109.3
111.3(9)
109.7
109.5
109.9(9)
108
110.6(10)
109.7



A1519% K3 (sia)

C35
cas
ca5
Cca45
C55
C55
C55
C65
C65
C65
025
025
025
035
035
035
045
045
045
045
045
045
055
055
055
055
055
055
065

035
C35
C55
045
c45
C65
C65
C55
C55
065
c25
C25
C25
C35
C35
C35
C16
C16
Cl6
c45
cas
cas
C15
C15
C15
C55
C55
C55
C65

H350
H35
H55
C16
H45

H65A

H658
a5
H55

H650
C15
C35
H25
C25
a5
H35
C26
H16
056
€35
C55
Ha5
€25
H15
0d4
a5
C65
H55
C55

109.5
109.7
109.7
119.2(9)
109.7
107.9
107.9
113.0(11)
109.7
109.5
109.5(10)
113.4(10)
108
107.6(9)
108.8(9)
109.7
106.7(9)
110.1
110.4(10)
107.4(9)
109.8(9)
109.7
110.8(9)
109.3
109.8(9)
109.7(9)
105.1(10)
109.7
117.7(15)

065
065
Cl6
C16
C26
C26
C26
C26
C36
C36
C36
C36
C36
Ca6
Cd6
C56
C56
C56
Ce66
C66
C66
026
026
026
036
036
036
046
046

C65
C65
C26
056
C16
C36
C36
026
C26
C26
Ca6
Cca46
036
C36
C56
Ca6
C66
C66
C56
C56
066
C26
C26
C26
C36
C36
C36
C11
Cc11

H65A
H65B
H26
C56
H16
cas6
H36
H260
C16
H26
C56
Ha6
H360
H36
H56
Ha6
H66A
H66B
Ca6
H56
H660
C16
C36
H26
C26
ca6
H36
c21
H11

107.9
107.9
107.9
115.0(8)
110.1
113.6(10)
108.4
109.5
111.0(10)
107.9
114.0(10)
109.7
109.5
108.4
109.5
109.7
109

109
113.1(10)
109.5
109.5
108.5(10)
113.6(11)
107.9
112.5(10)
105.4(10)
108.4
106.5(10)
110.2

046
046
046
056
056
056
056
056
066
066
066
C1F
C1F
CIF
C1F
C2F
C2F
C3F
C3F
C3F
C3F
Car
C4r
C4r
C5F
C5F
C5F
C6F
C6F

Ca6
Ca6
Ca6
Cl6
C16
C56
C56
C56
Cé6
Cé6
Cé6
C2F
C2F
C6F
CrF
C1F
CIF
C2F
Car
Car
O3F
C3F
C3F
C5F
Car
CéF
CéF
CIF
C5F

C36
C56
Ha6
26
H16
a6
C66
H56
56
H66A
H668B
C3F
H2F
H6F
H7F
C6F
CTF
H2F
C5F
O4F
C10F
CoF
O3F
H5F
O4F
CIF
H6F
CTF
CaF
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105.1(9)
108.6(9)
109.7
109.3(10)
110.1
108.8(9)
106.4(9)
109.5
112.7(11)
109

109
119.9(13)
120
120.4
116.7
117.9(13)
119.4(13)
120
119.8(12)
121.2(12)
117.7(11)
120.4(13)
117.1(12)
118.8
119.0(12)
119.3(14)
120.4
122.6(14)
122.4(14)



A1519% K3 (fid)

Cé6F
CrF
CrF
C8F
C8F
C9F
C9F
H10A
H10A
H10B
H1W1
H1W3
H1W8
H61A
H62A
H63A
H64A
H65A
H66A
O3F
O3F
O3F
O3F
O9F1
O9F2
O9F2
C6F
CrF
CrF

C5F
C8F
C8F
CrF
CrF
C8F
O9F1
C10F
C10F
C10F
O1w
O3W
Oo8wW
C61
C62
C63
coa
C65
Ce66
C10F
C10F
C10F
C3F
CoF
C9F
C9F
C5F
C8F
C8F

H5F
CoF
H8F
C1F
HTF
H8F
HOF1
H108
H10C
H10C
H2wW1
H2W3
H2Ws8
H61B
H628
H63B
H648B
H658
H668
H10A
H108B
H10C
CoF
C8F
C8F
O9F1
H5F
C9F
H8F

118.8
120.7(13)
119.7
126.5(14)
116.7
119.7
109.5
109.5
109.5
109.5
104.8
104
104.7
108
107.9
107.7
108
107.2
107.8
109.5
109.5
109.5
122.3(13)
118.6(14)
119.1(16)
122.2(15)
118.8
120.7(13)
119.7
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