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FRRFMEFLEAL Abstract

Abstract

During the lastest decades, synthesis of calixarenes has developed fast. Various
calixarene compounds and their derivatives have been obtained one after another. Currently,
the calixarenes were primarily synthesized by the one-step method and then were modified at
the upper and lower rims.

With the development of liquid crystal chemistry, design and synthesis of the new
structure liquid crystal compounds have become the fundamental task of molecule design.
Liquid crystal compounds have been applied in the information recording, display,
optoelectronic functional areas and the composite material to a wide range due to their unique
to the photoelectric effect. To date people have designed and synthesized a large number of
traditional liquid crystal compounds like bar whose molecular structure is slender and 2,3
rings constitute molecule nuclear. Between ring and ring are connected directly or through a
central group, and the two ends of moleculars. The central group identifies the linear structure
of liquid crystal molecules, and the terminal group plays a major role in the dielectric liquid
crystal materials, optical and other anisotropy nature. In recent years, some liquid crystal
compounds with geometric features distinctly different from bar molecules such as
swallow-tailed-shape, discal-shape, starlike-shape, bananas-shape have emerged.

In the paper, p-tert-butyl calix[6]arene, p-methoxy calix[6]arene, calix[6]arene were
synthesized according to some relative references and were characterized by FT-IR spectra
and 'H-NMR. By modifying the upper rim of calixarenes, a seires of derivatives were
prepared, which included monocholesteryl succinate, monocholesteryl hexanedioic,
monocholesteryl decanedioic, 4-undec-10-enoyloxy-benzoic, 4-dodecyl-11-acyloxy-benzoic
acid, 4-tetradecyl-13-acyloxy-benzoic acid, 4-hexadecane-15-acyloxy-benzoic acid and
4-octadecanoic-17-acyloxy-benzoic acid. Their chemical structures were confirmed by FI-IR
and "HNMR spectra and their mesonmorphic phase behavior was investigated by differential
scanning calorimetry(DSC), polarizing optical microscopy(POM) and thermograrimetric
analyzer(TG). Their stucture-propety relationships were discussed.

Key words: calixarene; derivatives; synthesis; characterization; liquid crystal
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Fig. 1.2 The structure of p-tert-butyl calix[4]arene and Greece Cup
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Fig. 1.3 The preparation of p-methyl calix[4]arene
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SRF EBRREWR, B THRORIE A RIFHESERN AP,

12 HeaEIT
12.1 MRMESRES

W (Liquid Crystals) &+ F& MREHMBANTEEEFHREZ RN —FHNEERF
foik, EEECAMIARREIE, B RIS E S FAERHE. YE BN Pl
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RXFHRTZFEAL F1% 4%

FUES, WA, SEOBREE, EIFEEREZREN, KEHMRER N A
BRI G —HEE. BENYRERZABBREMIETERE, BRAZEGYIRN
RItE, TOREBBAVIRIAEIE, MR MRAEERSUREEFHS, NEDE
R EERE MR HR—ARE SRR R ERE, XFR AR iR
B RTEARENDFHFABRED. BRZETRIERSODR, Hik, MRS
FHIRES LA LUWEREBS), EYRRE B RE — . EATRASNSTH
WA FER—F R, EERAEEAFROHFER @ RARN. BKEL T A6,
B 1.6 4 T AR EE TR AR FZ B R &S TH I EE.

TR R AT,
HNNEN | "= \

HHHEERA NN

HHHIR NS Y
N A hYy) SihieS
BE oy s

Bl 16 M&. MESLBSTHIRER
Fig. 1.6 The arrangement of crystal, liquid crystal and liquid molecules

HRSH S R—EREENYHE, BRIERSYEERERRENER, BRY
HERAYBE RSN S BRRE. AEERRE, XSHERRAD. S REBE
MRS, PEEEEN LA TR, SRESATEMEERAESERL AF2HS 58
BEXRZWE 1.7 Fis:

F 3
1.0
3 —*~““\\\\
0.5 !
H
8 TR 7
1 LY

B 1.7 MEHEFSY S BREMKR
Fig. 1.7 The relationship between order parameter and temperature

LBEIAF] Ti RN RIVEE, ENVERAERD i, S RERREZ, WREFHN
BRAN R TRALFENEFREH. B2, RRAREAEMGESZE—FpEs, &
RN TRAE—RR_ETEEF, BN TEEMEAENGAZE, EERENERERN

-10-




i kFALFEAT 1% 4

127 (AH) FEE (AS).

| BBESTFEERKS T, BREIERR—AREWERLE, HATBRIEREIK
FASE, XRRBERITHY, BEES TRIERAE LN T URGSIEENENT,
S5REEA AL, CRAERSTFRENRETFERIMIETTE: 5 FRELEY
e, CREERATENES FUEYMSMTIEMRE. B FRAEANEEFNE
NEABRT THRES FUSHAK MEREE, BEMAREEST, MUTUFRFN
RtEREMEL, TR S FIR%E. SR, B FYHE%E. R IEUR&ENF
RAREARIRE.

122 HEBIAREE

F.Reinitzer YE 1888 SE B 5EMBEREIS. AN EIIR LR, RISLEHN
YRR B F— M ERRVERESN R, L, ARAERNE REHES. B
%E, OLehmann"FFMZFIFHINS, HRASEHRBAL T RIMAF RSB
B SRR, BEETRTEMEN, FRABEELTE, W GFriede™H L T &
B LA, O.Wienet V&K I8 T G EIRETSTEER, EBose™ Rt TS MBI,
BHRIBGHE X RGBT, WRBEAEER. 2 FRIERNTIR, XEs. A
AR HAMLHER. V.Grandjean” EEHR T WA TR AR K ILEM,

£ 1922 ~ 1933 4/, WKast™, GFriedel, C.W.Oseen™ &85 T BIELHER,
WRTIMZHEREEW, WETRANESE, HIFRE THES YRR T,
A HRH MR SYRE F 25 BRERFEHS, KKRE T BB &R TE.

7E 1933 ~ 1945 S, WKast®VEHRME THRAN B, D.Vorlindel™ BFK T
FIRF RS RHS F R — RO, ERATREETVEATES HAFE
R, #ARANURTFHFEABERMEEYEEX— R RRE, $¥HRELIFHA
HHBRARASRR, BESFSHRARBRSI B A A HOFRTEY %,

FREFFRRESWT 1965 FBF . FEEXENF S BIFNBRARRILZR T
&b, NIRRT ERTRBMNILI, TRERAIAER S %KM . ¥l 2 M.Schadt
A M Helfrich® & B0 T ¥ G A0 B AR 5 2 R FRLBRATICAS, (R TR R E T2
b, FIEIMER T SRR .

BEHERB T UL EENRE, WRSEERDE. L%, BT¥. £WERINF
#EN, 1,

-11-



FlXFRATFEAL F1¥ 4

BRI —TIRRBROE R, R SR, BMEZREE.
W, WAL, . BObE R ERE

AFYBE—ARBRACBEREL. BRI, BEER. WRHR.
MG A EAEEN

WAL SRR T RS RIR R, BRI SR, RENE
Mg HaRThRe, B TREKERA, WRAKE, BEtEE, BRtEE RKEL?,
EFERN, WEMCT, BASNER, MR R ERN LR F R4

S GE— IR TR IR, R, AR, R, FELRTHESEW,
YRR, EYBRE, SRMERTRE, REEREERRGEHITAZERR
%\3

WRATRE—RR AN 8. BREHRE. BT Btk P
B RiEE.

123 RBHIDHE

W KA AR R,
(1) EBRBEMRNSTFERAD, TUSHMFREE TR SR BaT
SANTHRETAHEINSERR. &2 FEXMIKFA: MrF. FEY. B0
ERGYRENF.
(2)  REERRRNEN, TTRERRED RABUES (thermotropic liquid crystal) FIVE
Bl (lyotropic liquid crystal)o B AT A BRSSO RER LS, TET AR
FUR T IR B AR AR A B R
(3)  HEBREENE, BRMTARRDRRE. ABURREF TS AR,
JE SRR AR = FhRAY,
® ™I (nematic) W
SRR TEER, ATOKBHXT 4, 2FROBEKERFE, KM
HABFEAT, BRHFIRE, W 18 () Fim. A FaLET. £A. FiERs, RERT
Kbty LR E ST TFAT, 4 FRERAIE RS, MRS THHs
LR EH, MALER, REIRRDRBNEEMH.
@ EEAR (smectic)
ERARREERBEROS FAR, FTHIIRE, BRASFREEEL T

-12-




ik FHEF AL F1¥F 46

EFFT, HARUEETERE, R5RHR/ARHES, BHEESTHTHKE, W
B 1.8 (b) fim. HFHFIESF, REZ4EF A TROEERRER, fTEEF
%, EEZEMESTUES), 2 FUUEE. LA, ERRLETEZNBES). L8
HEFEAER R, £FHIRERSANRER, BERK. BRELKI/ MR R (Sa
~ S FISHAEHBESRAE (S’ Sp~ Su)» BELERH S1 A, SERHBES THHS
MBZRARBR, MIPREGEAENAXRE, ENAMLTRANRZSE.
@ HEHSH (cholesteric) M

RE SRR R RR I BR, REbE AT SRENATEY PR BX MR R, AR
B, BB TFERTFRAHFIRE BRSTFHEIYT, 4FKEETTEE,
AREH FREHRHER. HESRESF, HKMERFUEHMOHA, 2ELT
BIHES T R S BTEER, FEm— MBEBMIES T S R ek &, Wi 1.8 ()
Fim. UARRRRIAFRAHT SR 25 360 HALE, XEIZAEEE, XM
AT B 2[RI BE R A0 B S55 AR S XU R LSRRV 58 SE s b R 1 B AR & Y — PR AR,
B S B R D TRt R FATEUR, (UXRNZ—EF A — B —FIE
MigE— N EERE, BEEBER RUSEIEEFIMESH, FrL eSS mAKER
FURMAR, BERIESHET AT RZ, EmFABRETMATRED R, SERE
§i48. B35, BHIRRI AR AR R A RF AR .
@ FRAE (discotic) ¥

FERAB 2 Chandrasekhar 2 AT 1977 4 KK ARAERAEB RN FERR
HRFHOR, FHHXRERXRAZRER. SRS TFHRPOEEBEFEFRRHE
HERGH, FEX % “BE”, X “BF” —M—MIEBER TEEATEER
B FIRREM, HAMRT—FMEIERAE, w18 ).
4) HBEREVROLFARRTHE. KPP M FREFEARE: 655, B5F. 5
. &K, BVER. BHERENRESEREMLEY. MRS TR, RR&ES
FREFERARE. THEEAR. KBRSEVRI T RERBRSERETTEE:
HEERBE. FERRE. RPERGRENEY. BITEDE.
(5) HERERITEMFERTAE. EXEERESTERREN, BEFEER ‘R
R “BER” “TRER” SHAMSSFEMEER. X FRESS T, RIR&EET
EE FHEETHAI L ERERKT, BEARERE., NELAZERRERD T.

-13-



F b X FM+F L F1¥ 4

(a) [FIAEBS (b) I AARBE
S N S N
BT N I SN NN
TR NN i,.}f‘\ih AR K Ny
Hﬁ:ﬁﬁz%WRigiMqugf'i?g )
DS A e Sl
| '%ii’a!i’-?-//:t\Qin L Wz S RIRIN
e P T g T S \ZZ 7] Fa SR ] B
:“M-V'Hf\diuiﬁ 721v~¢ywu
s TN Y W e e L e
L NS 2z il
;.ghqﬁfﬁp;anﬁ%;<$§Hmw
GBS 22 e
' AN // N W
7 i - i L

(c) MAESAHBS

(d) HRARRER

K18 FEAMMESEN FHREY
Fig. 1.8 Molecular arrangement of the different liquid crystal phase

124 RBHIDFEH

RSN R SHAEREAR R, BEMEHEAEIS. BRD TR
ERE TR SRR S TR ARG . IR, £-FrRIE. &8, RABZ.
RS TR & BRER /DI A, 4 FORE BRENERERSEER, HHEMR
2N )

FREABERMRAFTLEENSFEH. —BOAAZERERME, SV
SFaEMBRH R FRER,

-14-




REXFAELFEAL F1% 4t

() BEFFHILAEREEEAHRRE, 2FHKER D) BHKT 4.

(2) BERATREEARE M, EH—SWRIE, BITHTES THh R4 315
=8, BRIHGR, UBZRIRMEREHEEES TRERAMWE, PR
REREH,

(3) AFRFmEARERATRAMER. B2 FRBES, BEONER, E2F
REFNAEF.

HULAT L, A F/UTRRRE AR RIDE RN, AERRD T RESEEXAS M,

BHBERYF, SR SRR LA HREEILEN.

RRAFAMTBGASHHR, HiiiRE A DB EWRER 0. ELN

B KPR RIS R ER L, BRISZARENMRRMGEILA, thalE

BHHE BRI BRI

125 S9FHE

B TRERAARUT RS FRRAFEHN—KREY, EIHERRRESER
h 2RI MR & mRE. FEms FREERENERT EntEma
Lthee. ZRAIATEBREYRIEZ BHEYIEHRE TN NSERBAR
R MFRERRA THERER., SR, MaEttmfh#Earnamad, &5l
BMHES FUEDRBSEMHIERE. NERERSVRANESHHELNA
TR KEFERIRBA ST«

RAVMNBRES S FROSHIARE X, ERSYHETIEHAEARAFESR
ELARMREYRRNIRY, EHARRMEESARNR VIR AERY. MAREY
AT F RSN S F YRR G EAAR, NEREY— Bl LB R R AT .

WRES FRBESTEHHPRARMERS, B “WRET”. MHEEE, RIS
BERIEOKAERTARR, ZREEL RS TEREFAT L HNEHER.
ER R FHXSRIER SR UM ERE R, NTHBRARSHERY
BEEST. WRBEETAERSTFERL, BATHNEERLS T ORERETR
T AR S EHADE, NBCAAR B RERS T MREFMNE LR,
WAEEEREEAFo R 1.2 5 T /UMAREESEE TEHHEE,

-15-



A X FRAEFERL F1¥ 4
R 12 BERFIFIEE
Table 1.2 The types of liquid crystalline polymers
A1 )i 7 B Z 2%
/N pic) ‘:I:—,——_’——j REH
(longitudinal ) (inverse comb)
[ } I l #HER PATRY
(orthogonal) —l':’_|':T— (parallel)
ER XCHATR
PP (star) ﬁ (biparallel)
aWaw Ly¢Eiy H REH
O O (soft disc) (mixed)
WR poiyic)
—O_O_ (rigid dise) (= (mixed)
ZHY O U 0 HER
‘ﬂﬁ/& (multiple disc) (mixed)
(one comb) (double)
HERFRY &an
(palisade comb) (double)
L i) D |0 25
(multiple comb) (network)
é é TR g ZIRinsA
(disc comb) (conic)

13 ARXHHFRREX

WREAETAHARF TVPELBR T ZMNA, BER, CEEREHNBR
UAYELHERRERH, RAFREEHNRSLEYEHEER, TGRS
RRAEMHAE R EAB=REBYTRHE, HHFREESROBRSHIMNS TR
FE A RAE SRS RATEYTIBE ZRA, TR ERRNEHREET
B b B AT O B,

AXHARMBRT ER (61548, ERTEM6]17R, MPEEM6]F1E: AR
’ L, AR EAYRMRE—R, BEETRIIRLRENTED.
ET LRBH, THATMRFREEATEVIRR. ARXEERTERESELEAN




RAKFREFLERL F1¥ 4%

EuBIA SRR g, EHRBR R, JRILEH SRR T IR 2T
AR HAFET:

(1) BEXRTER6]FR, ERTER6)TE, MNREER6] TR, Hit—DHE

RT RNKIBERF

(2) BEFRSEOED, BUTRRE R, FHACHRE REFNREERAIH (6155

| RRTEY. KIERBESYR—BEHE, BEHEAR 6] 512 LS RETT, RIEX

y R, SAERFRNELSH T —RRIN=fET, BET _REKELE KB
MRpRE, R MRERARE, N ERGERETTRIES . RRRERRILEYE
MEFE S, ZESEKAREER, IMERTERBRALE, RIEXHE, 2AERS
RS T RIS EFREERAMLEY, AF T AREEAETR, +HE
BEERTR, TIURABEERPR, TAREREERTR, +/\REMAEXTR.
HMTTERER, MEBT T MRAERIL,

RARBERITEATEY, MUBTREHUAHMIRELEY, —eEE LE

B THALAYNEN: ERER, BEE THRTREVIMNR, HETH5ERNA
ReNEp e
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FiXFgEEpL 2% BFBHEK

H2E MERHEM
2.1 IERS

2.1.1 EERAFIRIBHMR

(D XRTEER

HE34: ptert-Butylphnol

aFR: CioHuO

ATFE: 15022

MR

MR AEAPRESR, HA97~100 C. EFSTHUENTRRUE.
7= i EEEARELEATHERAR
(2)  XRERTE

¥4: p-Hydroxyanisole

AFR: CHs0,

AFE: 12414

B A

BUHR: ARNTOSR, BT, B. X BE54 ~57 C. EF5PHHAKTE

S AN

7= i PEEHER L RARAE

(3) HE

¥ 4: Formaldehyde

4+¥x: HCHO

SFE: 3003

A

BUMR: LEHE BFHRSK. FRERPRRYEN 37%.
7= b FERMMERILT

4) ZHE

-18-



R RFMERELEL F2¥ RFROEMR

B 4: Xylene

A F3: CgHy

SFE: 106.17

MK ot

BAER: TEERE, FRO-FENZABREY, NETK, TR, BE=K
SR IR

7= e SRRREGEFT

(5) EELH

P4 Potassium hydroxide

4F: KOH

4FE: 56.11

K RAE

BAER: AEEERHTREE, BAR. SR, FRIGER. BAINE TR TR,
MR L BRTOEAT R, S TR, BATHM, NETZBERE,
KER B EE. tLE 2044, 5553604 C, B 1320~1324 Co

7= Hhe SRR

(6) FKBEEE

Y 4: Magnesium sulfate anhydrous

A7 MgSO,

SFE: 12037

WK A

BLER: BAesh, BETK.

= e RETUERFIAT 2T

(7 #H®

4. Hydrochloric acid

¥R HC

SFE: 3546

Mk e

BAER: AR, HRIEESk, HEikA 1086 C, HXERK 1.09%.

7= e SRBATTAAII

-19-




FAXFALRLL F2¥ BEBRHEA

(8) A

¥ 4: Dimethyl ketone

¥ CHgO

SFE: 5808

&

BAER: BBk, B5-953 C, #8562 C, HWE0.7899, 4 1.3588, [RA-20
C, BMRAS538 C. HK, FEE. ZE. 8. 28 e giRg.

R M PR

(9 =FHH

34: Chloroform

4F3: CHChL

4FE: 11938

A& SR

B TEEYIRIE, R, B65 8. B 612 C, BN 5-63.5 C, LLE 1.485,
FE 14476, 5288, B FRAE, WHETK.

7= EPREEAA

(10) HXE

H304: Toluene

¥ CHs

FE: 9214

¥ AL

BUHER: TEBRRE, 5% B XK. HH-95 C, #H511063 C. HE
0.8669, #HTZE 1496, BEETK, BE5ZBE. &5, 28, Rl —Hiflk
B R K BERR IR o

7= e JRAS—T

1) HE

H X 4: Methanol

4¥3: CH;OH

SFE: 3204

MK et

'220-




Ak FREELAL £2% REBHER

BAGER: TEENRE, 5K, 28, ZBEEMETETRRE, KRI5TRE
RBEHRAY, s EREa K BE —S50R8 WR122 T,
W 64.70 C, %EEH-97.68 C, HE 0.9760.

7= b PCRRETEERA

(12) FTA=FiH

¥ 44: Aluminium chloride anhydrous

AFR: AlCh

SFE: 13334

M K& SMTAL

R TERAGTHNRAANERRNEK, FRERSK, HE8 ERE[T
BRI, WK, 28 SEFH. RN RS EHRR, #E 180 C
T, B, BETIRRD.

7= . RETERLERA

212 MKFGERNE

(1) el (FT-R): %E PE AR Spectrum One ZIAMEHEY, B fAREHKM KBr
FEF, WAREER R NaCl 35 IR

(2) EFREMERIL (DSC): [ Netzsch AT i) DSC 204 ERTIHERN, FHREE
FE 10 C/min, No AR

(3) LS (POM): Leica DMRX Rt 24%%, 7 Linkam Thmse 600 £,
AR,

(4) BANEN: TR R AR X B R EN, FHEEE 10 C/min.

(5) BEESN (TGA): ZE Perkin-Elmer AT TGA-7 AKEMX, FHEEE
20 ‘C/min, WHARRETEE 0~600 C.

(6) BREIRN ('HNMR): %1 BRUKER ARH ARX 300 BREFIRN, LA TMS
A#R, CDCl A%l

(7) Model 341 HEtAX: A PerkinElmer Model 341 HEEYEEERIEAX (Polarimeter).




RARFRERELRI F 2% HFBROLAR

22 BRHE

22.1 WWTEA[6]FHR

OH OH

5@ + BHCHO —21 \@ * B0
6

222 MBRFEEM[6]FIZ

oH OH
. CH
s@ + BHCHO —°H 4 + BHO
OCHs; OCH;3 6

223 EHTEM[6]FIE

OH
o H _ACl
A =
-]

23 LHPTE

23.1 T EF[6]FREHEK

TEREA MK B, ARE. BETHRNERRPEEN 250 mL =08, HIA 200
g (0.13mol) XHTHEEE). 3.0g (0.05mol) HEIHM 30 mL FEE, #HEHEE 15 min.
BARS, FHEE 80~ 90 CREFMEIFRA, Bk 2h. MATHE 90 CHHE, FHl
B, 96 CHtiKE, BEEH EFAE 140 C, TFHEEBITIRER, KRR 3 h.
RENTIE, AZHRERITE, TREAERAHRER SR,

BEEA 4, F 120 mL RUOGHERE, I 40 mL WthMREH, B 30 mine BASR
Fb BLEAE. SR, FKEEER 1SmL ®T4E, AHKGE. FBEEE

.




RALXFME R LR 2% HFBRGEK

Fikdesk, FTKRRETREN.

SR ETRE, BHEEERNEE, REEHERE 100mL, A 100 mL FiA2
50 CHIRFZHIEMEN T, Wi, THREAAERARER172g, 7% 804%,
BREA39 Co

232 ERTEM[6]FRMHAM

10.5g (0.01 mol) X T HAF[6]F54, 62g (0.07mol) %}, 11.7g (0.09mol)
KEEULER 125 mL TAFEMA 250 mL Z0HEF, BB TARSHH 6h, FHEE
60 ‘CRAL5 hy W, FEZFIA 100 mL KK, BREAE=FEKE BEEH
WY, AR, BENR. HMHEHEFAKGEEDE, AIKRRETRIN.
I UEPR KTARER, WATHR, Eﬁréﬂpbn)\a)mL R, HE. Efaad~R. /0
VR IO\ R AR PR TR T, B AR 3.2 g. 7K S0.6%, K 386 C.

233 WEREEMR6]FEHEN

TSRS, WEE. BRI RESFPEER 250 mL =0T, &8
NS UARTIES, ERFRSFEFEEAORET, WA 82 g (0.07 moD) Xt
BREFR, 1.5g (0.03mol) EEMBA 15mL, 37%HMFRER, FEMH 15 min. 7
B 90 CIUFMERIRA, BiH3h. M 100 mL TR, FHEE, #£100 C
AHOKSE, BEFEEF, BRARNEWER, STHAZE 130 C, Fibm#, WERHE
FAREHS T R, BASTHREIR 4h, Wit APRERITE, TREHLA
WA= o

PR TR, F 300 mL &0, A 40 mL FEARRAR, BiHE 30 mine EAD
Wi, BESR. HHEHE, BREEFER JomL 08, SHINE. FEER
FIKYesk, JERTKRMETR.

SRR TR, BERAENER, RLEOEERIKSZE 50 mL, A 50 mL
RSB, Bl FEAIRLERACRER 1.8 g % 169%, N 368
C.
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R RFMEELBL F2% HFRGeA

24 RN

24.1 T ER[6] FREMESKERS R

XU T B (6] 7R RM TR —FEAR IR, TIASE 8 THIRE A/, AT
FRUFBIEAE R, NTHRIUEBMEL. &5, PBESEESFTEAH RINAR,
B BIR S HAR (6] TR EME R AT 247 (61552 th R 21 & L VBT & i,
A LR R B2 T ER 6 FRAFEER N

ZRZERBRREMA, Gutsche FNEX T HAM (6] 552172 T 80%LL L,
BXRHTEAHER, AHER, TERZIME-RPEESE —ERBHR R T EMK(8]
Fe WBTEM 45 EFE M, HUEESRALUE SBRTR T &4 (6] 5 2=
FK. AT Guische™ VS NI HE R, ELRFIREEMRNEY, 2L KN
SREHRR, RETRIFORNEMN, MRS TXRTER 6] 5 RM7=E, BkuT:

R EISOE: BT ZRRLFRMAIIGBREE, SRR ZFRBNE R
PAEWRRER), MIKKIREERKER, WOBFYRIER, RET ™%,

TERAER EMARTBAGER, XRIRERORR, X8 LR E RRRE A
moIRKBES, AR R RN RT AR K EAMKSERPEHNFMAZ
R PRUERR K

B2 RERAIVER 025 mol/L Hifd, MEFERMISEPHALKS, FTLMEN R
TEMA 6] T RBIBFOTE. HRIK 21,

2.1 SRR LIBTEAT (6] 5B R B R
Table 2.1 Relationship between potassium hydroxide's concentration and tert-butyl-calix [6]arene's yield

WRIE (molL) HEE (%) EERFREE (%)
KOH [Elk 67.8 58.2
40 74.7 65.5
125 789 69.4
05 832 722
0.25 875 80.2
0.2 80.2 n2

BRI T B KBr KR ERHTASMGIEE, 4RmE 2.1;
MISEIRTAN: 7E 3200 cm™ ARSI DR AR S, S EH MET XXM T

24-



R RFMEELRL F2¥ HFRHSR

FEBANBEREAEES TASRIAER. 2900 cm™ 4R T HH C-H H45Rs)
i, 1500 cm™ MEBHIRFERTE, 790 ~ 870 em™ RHFIREP A, 5308
RS '

8

3

3
—

% Transmittance
8

5

8

8

4000 3000 2000 1000
Wavenumbers (cm-1)

Bl 2.1 3T EMR 6] 5 R SNER
Fig. 2.1 FT-IR spectra of p-tert-butyl calix[6]arene

Y& B BT HAR (6] SR R T RS E TR LR E, SR LA 2.2

J L

B A 7 6 5 4 3z 1 0
o/ppm

Bl 22 ST EAR (6] FHRAIHGE R
Fig. 2.2 "H-NMR spectra of p-tert-butyl calix[6]arene

ZERHR T BAF [6) R HESLIR B S, 9.65 ppm &b AF¥REE LR HIE, 7.13 ppm
17.12 ppm AL 5K LI H %, T 4.37 ppm F1 3.51 ppm AbHIEER-CH,-HF LA H i
FHIREEAL RS BINFEER, 1.26 ppm ACHINEAXT AT 3 EK H fig, HAZEMBES
r—2,
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R XFALELAL B2¥ HrBhem

HAAS2 DSC IRRA 379 °C, SRE 23, CHkIREN (372 ~374 C). LR
FH, ZAEKHEKARTER 6] FE.

604

554

Heat Flow(\WV g)
w w - = o
o (3, (=) wn o

N
(1}

~
o

v T T T Y

T v 1 M i
100 150 200 250 300 350 400
Tanperahwe C

Bl 2.3 ST EM (6] 7541 DSC #hiLk
Fig. 2.3 DSC thermogram of p-tert-buty! calix[6]arene

242 EHTERFRMESRERSHRI

BERERBRTEER, tWERREAIT RN NH—RTE.

FAT HEAR[6] 55920 & BURYE A IRE D AR (7] Friedel-Crafts RIUME XL R
BREE. FERTBUT ZAR (6] 77 AR F AR, =R EARLH, BRRFT,
FERSH 2h, BELEPHRBIMBERT ZEN™Y.

EHINAFIER RNFEE, AR TR 75E, B R{RA R, RMPHE
EERLEEEWT:

(D) BREGRETE, &N AIC, BFHEILEAE KRR, AICL BERFLAR
A, BERRIBCRES: FEERG TR,
(2) RERBEANEE, B TRRN=4H HCL Ui AR, (RERNH#T

ERRERT ERTTEM KBr EHE#TIMGENE, ERWE 24,

-26-



FAbRFME LA 2% BFROHER

W

8 & 8 8

% Transmittance
3 a

5 8 8

3000 2000 1000
Wavenumbers (cm-1)

24 ERTER[6]FRAIMER
Fig. 2.4 FT-IR spectra of calix[6]arene

SR 3180 cm™! RbITR IS %o 4 & Fo B UM AE M TR, BERAF=Y0 2 ] S e 4
EFBMEENT, MROELXF: SXHTERCIFTRMAIMEEAML, BRTE 29%1
om SO T HEMMHE R KA, HARAEA—B, WS TERSETRAERE
SR T LML, R T H6)F54%.

#5542 DSC MR, ZRWE 2.5, HARiRY 386 C, H3CHRE—H.
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2.5 ZRTEM (61555 DSC Lk
Fig. 2.5 DSC thermogram of calix[6]arene

243 MREER[CIFEMEMLERERE

BT HMZEMBRA, TREEOMENFRTELARAMRE, Fis e
KIS REAS BN, WTLMRARSENE—DRTERRES.
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Kb X FAF 28 X 2% BIBROEA

SRR T ER 6) TR, TUBRMMMF=Y), ErF-fA 8. RH—5&
BEE— AR RNF, J0HREERPEKE, BEEAZ 140 C, S4B
BRIERY, SR RARBRANREYT. EBRYERE, TS, K
NRERHEERERYIEH, UBRRIET KL, IBF-REK.
EREIX FEEAM (6] 75 2H KBr [ER EHHTASMEIENE, SR WA 2.6;

60 4

g

% Transmittance
8 =
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e
Q
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B 2.6 XtFEEH[6] HRAINER
Fig. 2.6 FT-IR spectra of p-methoxy calix[6]arene

R 3168 em™ LRI L 45 & B AR T AR IR BDIE, A=) R 6 B R R 48
ESHBHEENT, TIRESKR. 1250 cm™ 4K Ar-O-HIEHERE . HARL ST
SE YT A R EEM 6] 5542

HAZ 54 DSC Yk, SRWAE 2.7, £ DSC WALE AN 368 C, b oK W ICHRR
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Fig. 2.7 DSC thermogram of p-methoxy calix[6]arene
25 EKEPEG

AEFTERETARMBTENC B, ERTERC R, NFAEM6]TTR
HH—PERT RVHRERT

AERNERTHRTEN6) R, ERTER6) 52, MPEEMR6]1I51R, il
AN SRREEGE ST A LR =My B & R0t 18id DSC MRAAsE ]
A HIH 379 °C, 386 C, 368 C.

ST EA (6] FRMIBRT=E A 80.2%.

BT EA 6] RMBT A R S o TR AL T M= HiRm, TEER
ERMATEYEEEENE L. BEERLRIFARERNEREA 5 b, RERNEER
50 C. BE=EN 50.2%.

SRR (6] R A R, RIET—S&RERRYE, BRIZMFENRIEREF
BT %SRS, AL BRI R REATAE D R AR RO TR ELR )
b. BEr=EH 16.9%.

.29.




AR FREFEEL F3F%F SRAFR6)FRmEHNSRE R

EI3E SHREEWNCFRITEYNNENERIE
3.1 EWHS

3.1.1 FEATIRBEUMR

(D) TIEK

B3C4: Succinic anhydride

AFR: CHiOs

SFE: 10007

;oK A

BUMR: FETABCECHEEAIHEESR, EE5PRE, T5RYE, HEHEs
BRo ML 119 C, B 261 C, FHEH 90 C, MHXEE 1.234. HAETKH
KBET R, ST, BT, Wk, &%,

7= e PEEZ (EED HENEARAF

(2 2=®

BE4: Hexanedioic axid

AFR: CeHiO4

SFE: 146.14

B ¥ e

B BRRMREE, EKPEHE: K144 2100mL; #H7K 160 g/100mL. 5
WTHE. 8 BTN MaTE. Ailks. 55163 C, #3375 C,
FXERE 1360,

7= M PR

(3) R

FX4: Decanedioic acid

- T3 CicHisOs

STE: 20224

A& S

R BEARER. LE1207, 51345 °C, #4261 C, TR, K6, M, o
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FEXFREFHERL %3% 2RAFR ) FRITEHHERE R

FKe

7= . PEREETEEA

4) ST

%30 44: Thionyl cholride

AFR: SOChL

SFE: 1187

MR LEA

MG TeskEaRERA SRRk AT, Jih. NEWK, G5
HuS Ry, 7E. KPGKME, I ZENFMER. M3 140 C
SRKESR EMWER E TR BB 105 C, #5788 C, HWE 1.638.

7= e PERTHEERA

(5) [Ek&iR

B 4: Cholesterol

AFA: CyHaO

SFE: 387

M s

BUAKR: AGESREGHRES, BT, Al 85K Z8N%F. ZRLES,
MYS TR, MIFTK, #51485 C, HXER 1052,

(6) WIE

4 Pyridine

4F: CHN

SFE: 79.10

o S

B R TEBE, BRERK, MAKRSER. WK 20 C, BEMA42 C, B
115 °C, AHXHE 09831, HE 1.5092. BETFZM. ZBA=EPHRFHN
VIR .

7= PRTHTEEAT

(7 AW

¥4 Tetrahydrofuran

7R CHsO
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A XKFRAEFEAL F3% SRIAR6) FBRITEMNERE RIE

SFE: 7210

MK S

BUMR: TEEIBRE, B5LBHEELINSR, NE-144 C, KEAE-1085 C, #
B66 C, HXTEE 09831, IHE1.5092. fe5K, LHEIEFUTEE,

7= REREEALFERAMERAF

(8) FXKZEE

B34 Ethanol absolute

4FR: CHsOH

ATE: 46.07

M S

BUME: TEEASERRE. HRE, 5K, CHAIZEFREEERE. WA 128
C, BB T83 C, AAXTERE 0.7893, #HE 13614,

= T A EWAERANT

(9) IFBE

B4: n-Heptane

AR CHie

F&: 10020

K& e

BT TERE, T 0.6382~0.6852gmL, 76 13872,

7= PEEZ (BH) HEHFERFAF

(10) N,N-Z B PE;

F4: N, N-Dimethyl formamide

4 ¥F3: CGH,ON

SFE: 73.09

A& e

BT TEEVRE. BE-61 C, #51528 C, HE 09487, IhtE 14053, B
MRmi 448 C, W58 Co SKREMENIBHRE.

3.1.2 MXILES

SRS AR 6]FTRRTEMBML S EHIBITLSN, BREATRAE, MIERRMRERT
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FA X FAEFERL # 3% SRAAM6] FRATEH SRS FIE

DSC. TGA. POM Z LTI, FTAARES AR RSHIF 2.1.2

32 RN

321 HEBHEN

1 TZREEMER (m) KA

Chol* + oﬁ[o_xo M o HOOC—(CHy)—COChoI*

2 CEMEERER (m) K&K

HOOC—(CHp)~COOH ~ —2%25  CIOC—(CHy)—COCI

CIOC—(CH;)—COCl + Chol* —IF» HOOC—(CHp);—COChol*

3 ZCRIBHRAR (my) KA

HOOC—(CH,)g—COOH —2%2,.  CIOC—(CH,)s—COCI

CIOC—(CH,)—COCl + Chol* —Ir» HOOC—(CH,)g—COChol*

Chol* =

322 HHEREITEMERK
1A (ToMIESRAE) M TEMR6] 5" (M) e
HOOC—(CH,)s—COChol* SOCk . C10C—(CHy)z~COChol*

t—Bu t—Bu

CIOC—(CH,),—COChol* /[@JV @

0OC—(CH,)~COChol*

2 A (CTRBHERR) XRTER 628 M) KEmK

HOOC— (CH,)—COChol* —2225 CIOC—(CHy)y—COChol*
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Rk FMAEFEAL F3F¥F SREARI6) FriTAHS AL RiE

t—Bu t—Bu

I
CIOC—(CH,),~COChol* + MR,

6
OH ° 00C—(CH,),—COChol*

3N (BTRIBERAR) XETEMGSERE (M) KA

HOOC—(CH,)g—COChol*  —2C%,.  CIOC—(CHy)g—COChol*

t—Bu t—Bu

CIOC—(CH,)s—COChol* + LU

OH® 00C- (CH,)g—COChol*

33 LIS IE

33.1 HRBHNEK
1 T ZBRE R AR & AR

£ 500 mL =P A 5.8 g (0.01 mol) BEKIEZ. 1.5g (0.01 mol) T MR, {3
A 200 mL [EBREE, HRFAEREIN 5 mL HERE, BEREEIRRA 21 he BERARIRYE RN
BSIMANE 20 mL, WREFEHEF=RATH, FBRKIES S K, ETEMNT —REKR
HTZRBERE, ZERCEERER, #EEHTY, BaKenARER 248, F%
50.6%. #&18327C.
2 DRRHEEREER A
(1) BBERIHIE

7E 500 mL =, WA 150g (1.0mol) 288, 180 mL ZALTH, HiEHis 3h,
FHEZE 60 CRM 6h, HEARRELROSLTER, BRECERRE, FHHEEEM.
(2) BB KR AR A AL

£ 500mL =3, %70 g (0.18 mol) AEIELAT 150 mL PUSRRFF22 18 2 F
100 mL USRI C —BE P, MRS 60 CRA 6 h,

e RR LT BIOUERN, AHEEAZETKT#HELR, FEEIKHE.

PoKBR=M S K, CBUERK, KBEYETARER, gt BEXE. KiER
WAHA TR~ BRI M BEAT, MERRTERRE. BRAENARER 533 ¢ &
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X FREFEAL £3% SRR FRITAYNERS RIE

£122%, #51352C,
3 R RAMH S RE AR AR
(1) BFEMHIE
7 500 mL =R, A 200 g (0.99 mol) S5—#%, 180 mL FALIEA, HiEHiH 3h,
FHEZ 60 ‘TR 6h, WMERERETENFLTN, BREAEHRE, ERRTFER.
(2) ZRIB KR AR
7 500 mL ZOUEF, %70 g (0.18 mol) FEIEEVAT 150 mL Uk 3 8w 3]
F 100 mL PUZRcmiFRE A2 B, WnyEi)E 60 CRIL6h.
VR ER R ENIEE, ANEEAZETKPHRELIR, EHAIKE.
HOKERFR S K, ZEHFR, BUTEE TR, SRt RETEE. K
FEUEREA TR — B AR, HE TR, BEKEREEK612g, 7% 149%,
#Hmh 1352 Co

332 MWTEF6IFRITEMNENRFE

1A (TERBHRAR) 3T M (6] 7 EREH & )
(D TR BRI E X
98g (0.02mol) TRAHIMERE, 20 mL FULTEFUMA 100 mL ZFUEF, Hikds
#1h, 60 CRE6h, WERBRETEMFIEN, EHRTFEH.
) A (TZRBKEER) XHT A 6] TR &AL
FrARCEU 30 mL MIERRE, FREX 0.8 g ST EAR(6)5RAT 20 mL ithE, 518
MBS, 80 CRM A0k, REHARRELEME, AHRHAAK, BRI A
T AKGR BT EME, AZBGRETRIOAR, HERT, BERGEK 18 ¢ X
56.3%, % 198 C.
2 A (CTHBIBKEERR) ST A (6] FERE &K
(1) MBS REBRINE K
10.0g (0.02mol) S RRMHKKERE, 20 mL SALTEHIMA 100 mL O, RS
1h, 60 CRR 6h. WMIEAMRETBIFIERN, FHRFEH.
() & (BRMESEER) AT ER 6] FERNE K
FEREUE 30 mL MR, X 14 g AT EM(6]F5RAET 35 mL iEiE, &18
FInEIBEAR, 80 CRIV 40h. HES7AKBELEME, AHEBHAAK, HELK. A
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FhXFAEFEAL 3% SREHM6] SR E WO RE R

AKERR T B, MIMILBRETEN SRR, MiEhT, BARERE 34 ¢ &R
582%, #ER 144 C
3N (RRJRKREEAR) XA T EAF (6] Rm AR
(1) ZRRAR SRR & e

17.1 g €0.03 mol) & _MH MRS, 20 mL FALTEHUMA 100 mL =R, FEHH
} 1h, 60 CRMY 6h. WAERERZEENTWTIN, FHEEEH.
- (2) A (ERIBSEEE) T CIHRRNAR

Fra B A 30 mL MHRERRE, FREX 1.1 g AT EM (6] 53T 30 mL Mt 187
MEMRET, 80 CRM40h. EEHRBRETRMRE, AHERAAK, HEIR. A%
KGR ED BAtE, #RRETBHER, HUERT, BRIFAREE 29 g, % 58.8%,
ek 127 C.

333 HmENESHERERT
(1) TZRBas R ARy

_/

110 1

% Transmittance
3 8 8

~
o
2

4000 3000 2000 1000
Wavenumbers (cm-1)

B 3.1 T RE S R B R AT S
Fig. 3.1 FT-IR spectra of monocholesterylsuccinate

T BB B AR ME B 3.1 Frm, WA, 761710 em™ RAHEHRE
LBRF AR, 1730 om ™ MO EEEE FBREMFERMIE, 1180 em™ A C-O HIR
BRI



Ak K FaHEFER L %3% SRR FRTEDHERE £

N TP T

6 5 4 3 2 [
&/ppm

B 32 T oMM AR E
Fig. 3.2 "H-NMR spectra of monocholesterylsuccinate

A 'H-NMR X AP A TRIE, FrREEmE 32 fim. SHEME
HIFANEFRE (-OCOCH,CH,COOH) LRI HBILE 2.62 ~ 2.70 ppm, HRIBZEAIA
AFRENR 4 M. EREH2CBLRNEESRERNE, KRR, 45

A, BAUSMERS 'H-NMR & E o ARFF=Y10 T —BAE i RERs.

(2) CoREHEE R
SR R A RSN E A I R 3.3, HEBERHEHIHELE 3.1,

100

8

% Transmittance
3

-~
o

3

Wavenumbers (cm-1)

B33 CoMARMRE SRR SMER
Fig. 3.3 FT-IR spectra of monocholesterylhexanedioic

HE 33 AUE S, 71720 cm™ AAREE S C=0 M4EHRERUIE, 7E 1700 cm™ RbH
KMt C=0 [H4EIREE, 2985 ~ 2850 cm™ KL AMAIBRE (C-H) MH4ERF)IE. 4G

PRI, ARSI & T it
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R kFHMEFE8L # 3% SRDBAR6] FRITEMHLRE RIE

%31 O MRABKR ARRAIA SRR
Table 3.1 FT-IR analysis of monocholesterythexanedioic

Blfom™ MR AR

3400 ~ 2500 w RE (COOH) HHgHRZIE

2985 ~ 2850 s RIS (C-H) HifhgEiRzhE
1720 s BEE (C=0) Mifhgadahic
1698 s R (C=0) W4z

1605~1495 s KT AR A IRBIIE

(s: ‘J’ﬂuﬁ%& Ww: 55“&4&)

(3) R-RIBHREHE
RIS RRRALLSMEE L 34, HEERESHABRE 3.2,

100 1

8§ 8388

% Transmittance

&

8 8

-
o
—

5
||
g
B

Wavenumbers (cm-1)

Kl 3.4 Z MR KRR IME R
Fig. 3.4 FT-IR spectra of monocholesteryldecanedioic

P 34 TLABH, 7 1720 cm™ REEEEF C=0 H4EREIRLIE, 7E 1700 cm™ 0K
R C=0 Kh4EiRSNE, 2985 ~ 2850 cm™ b HMFIERE (C-H) HIMZEHRsNIE, &4
FYIMBAER, TTHRErrRFas TRt
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A XFAEFEAL F3% SREBKC] FRITLMEARE RIE

K32 B RR R RREAIAIMR o
Table 3.2 FT-IR analysis of monocholesteryldecanedioic

Fefuom™ MRIBCIRAE R
3400 ~ 2500 w R (COOH) fiidinahice
2985 ~ 2850 s RIS (C-H) Mif4iisheg
1720 s B (C=0) Mfm4itRahid
1698 s M (C=0) HifidEtRzhi4
1605 ~ 1495 s FIE R Rahid

Gs: HRKG w: STb0)
334 WRTEMC)FRITEMRIERERSRIE

(1D A (TR HEARR) X T EAR (6] 7542
AN (TERAEHEAE) ST EAR (6] 5 RREIA s ik E, W3S, FERE

IR K3 3.

100

a0 4

3 8
h .

% Transmittance
3

8

o~
o
2

4000 3000 2000 1000
Wavenumbers (cm-1)

B35 N (TTMABKREERRD) W] BAF (6] HRmemashE
Fig. 3.5 FT-IR spectra of six (monocholesterylsuccinate)-p-tert-butyl-calix[6]arene ester

A (T —EE &) AT AR (6] 354288, IR (KBr JE A ), ofem™: 2980 ~ 2840 (C-HD;
1730~ 1720 (C=0); 1605, 1510 (Ar-H).
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R KFHAEFEAT F3& SRR 6) S BITEMGESRE RIE

F33 A (T MIEKRERR) BT EH(6] FFRAAIL SN
Table 3.3 FT-IR analysis of six (monocholesterylsuccinate)-p-tert-butyl-calix [6 ] arene ester

BHvem™ MR i 191
2980 ~ 2840 s WHBRE (CH) MRz
1730~ 1720 s FelE (C-0) MyfiditRahie
1605 ~ 1510 s BIFFRA MRS

(s: 3RO

(2) N (CTRIEHBEAR) X T 24 6] 528
N (CZRAEHEEAR) MR T HEM 6] RBMAINER L 3.6, HmiEE LA

3.7, HFEERBEHIERE 3.4,

100 4
95-/\\
90 4

]

€85

=1

G0

e

[

2754
701

B85
4000 3000 2000 1000

Wavenumbers (cm-1)

36 AN (C_TRREREER) XHBT B (6] FFRmEHILsMEl
Fig. 3.6 FT-IR spectra of six (monocholesterylhexanedioic)-p-tert-butyl-calix[6]arene ester

7N (S ZEERB S XU T 245 (6] 75/2RE, IR(KBr JER), ofem™: 2982 ~ 2851 (C-H);
1732~ 1728 (C=0); 1605, 1508 (Ar-H).




Ak FMEFaEAL % 3% SRLAR6] FRITEBHE RS RIE

P . ;“j"‘_ﬂ_ _“ﬂl'\.....f\_—-—l‘—m_—-——"’) “ J \*-\‘.JL. N

SO e e e

&/ppm

37 A (BTRIBKEEAR) RHRT R (6] 55 RRE LA
Fig. 3.7 "H-NMR spectra of six (monocholesterylhexanedioic)-p-tert-butyl-calix[6]arene ester

'H-NMR (CDCl;, TMS, 300 MHz, &, ppm): 0.68 ~2.35 (m, 43H, cholesteryl—H);
396 (t, 1H, —COOCH- in cholesteryl); 537 (d, 1H, *J6.5, =CH- in cholesteryl); 7.26
(s, Ar), 3.65ppm (s, CHp), 1.15ppm (s, C(CHy)), 0.8ppm (t, CH3)o SRIHT 2
6] 2 MBREE BRI, B2 ERIEZE 9.65 ppm ALMILERB TAMK, WHXH
THEA[6]FH R LA NMRECB RN,

%34 N (CoMIPKREAR) WHHUTEA (6] FRREMALI MRS
Table 3.4 FT-IR analysis of six (monocholesterylhexanedioic)-p-tert-butyl-calix[6]arene ester

Be¥vem™ IR )R
2982 ~ 2851 s HRRE, (C-H) Wiz
1732~ 1728 s ReiE (C=0) MifRgitREE
1605 ~ 1508 s FIFRA B TREE

(s: RO

(3) A (RMIEHRERR) ST AR (6]55) M
A (BTRARSEER) MR T EMR 6] SRR sMER A 3.8, HEERMIEN

HER 3.5,
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FKFRELFLEAL F3% SRLFAR6) FRITEWOLSRERIE
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% Transmittance

3

8
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Wavenumbers {cm-1)

38 N (BRI EFEEAR) XTHA (6] 5 RRemLsEE
Fig. 3.8 FT-IR spectra of six (monocholesteryldecanedioic)-p-tert-butyl-calix{6]arene ester

7N (B RIE ) W T HAR (6] 751388, IR (KBr JER), o/em™: 2979 ~ 2848 (—CH,
~CHy-); 1735~1731 (C=0); 1607, 1508 (Ar-H),

&35 N (B MIBEREARD XBUT A (6] TR ML SNRIBIE M
Table 3.5 FT-IR analysis of six (monocholesteryldecanedioic)-p-tert-butyl-calix[6]arene ester

B&vem™ MR L fip)ale
2985 ~ 2850 s RABRE (C-H) MihRsE
1730 s BRiE (C=0) Hm4EfRzhE
1605 ~ 1495 s EIE IR GE IR

(s: SRIRHO
ST B (6] 5 BB AT EMILLSMER B0, BEEIRBERBIK, 7 2982 ~ 2840 cm™
RbfY C-H TRltieia g, HxFRESEE C=0 RUli&saME 2ittadh, #1770 ~1720 cm™
REHH R BB R IR SR R—CO-O-Ar BRA PRI, Mn=2, 4, 8, Fask
H C=0 MU KEREERA RN, THIEAMIBEE n (EHG NI FEBEBS), KR T
BRETHE B, Sk Colln MR TRENEHIGR, FRERABRNETZEEAS,
C=0 i [l =i 5B 5.

34 mEtEEEDH

ENAMBNEL (DSC) RIIABAMEHZN —FE AT E. MRFERMN DSC MR



Rk FMEFERL % 3% SRGI 6] FritAMe & Rh AL

et BRI (T A (Tn). BESAEERMEA (T) HEREE
AR AR AT Z AR, T EEAA AR 4R, ok, B aY
AT IR HVR E X (TGA) KA. TS RHE RS H AT
B, HHEEERRARLEME (POM) K. FRMEEHSITUNARER RIS
MR AR A, WEASRIETE R, ARBEBARIEAE, DR ARSI 5k
F A,

341 REERRMESH
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Fig. 3.9 DSC thermograms of monocholesterylsuccinate

T o RABS R R DSC Jikahsk LA 3.9, mEAAES —RFHERE K HEL
B ELEEABK 1834 TR 1816 C, MHEEPE 152 CRET—KEZ, H#A
—HHREE, XNMERTRAESRERROHRE. MERCEHENERE,
FERTGLE 182.5 CHsi, TIAMERESFE 151 CHIMELLITER, TAZER.
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Fig. 3.10 DSC thermograms of monocholesterylhexanedioic

D MORE KR A EER DSC ik thk W 3.10, tifEIaT4nc —EB (R sAmEZE T IR
AR RO Y BRI . ZEFHRAT A TR AR A Xt T 804 o A (0 T A A
25, FMEMEEFE AR, B To=1352 °C; TORT I R SR R S )
FRFTESSE, HBERENAANERS, BT = 1483 C; EREMLTHRX
FITBCAAME U0 7 2% [ IR A R AR £, SO M A L BRAIR T, B T = 145.2
C; TR X A AE N Y TR A e 45 A R, FUM(EIR A 2 i, BN T, =
96.7 C.
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Fig. 3.11 DSC thermograms of monocholesteryldecanedioic

R TR R R ERH DSC AR WA 3.11, ch BT 0% KRR S RE SRR FHE i
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A KFMEFELI % 3% SRLAR6) FRITEMGSRE R

% FEFAEARRE, MI1EESRN 1158 Cy 1233 C, BEdRPHLIA
A&, EiEES A 118.7 C. 982 C.

342 WRTER6] FRITE MMM

FE RN (DSC) SHEMTE (TG) XE&RMMRT AR (6] ALY
BT AT, IREARFIAK 3.6, B 3.12, 3.14, 3.16 RN (T ZBHRHEE
R METEN6)SRE, A (S-RBHEAER XRTER6]17EM, N (R
RORESREARR) WAUT AR (6] 35420 DSC k. B 3.13, 3.15, 3.17 4HAN (T
“RIESEEARR) T EAR 6] E R, A (DoMBHBRE) T A (6] 5550,
A (B TRIBKSRARS) XHEUT EH (6] 75 2HEH TG MR

-
10 ‘_’,/—_—/&
-
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Tenperatwe C

B 3.02 A (ToRIBESRER) T EA[6]75 2R DSC Lk
Fig. 3.12 DSC thermograms of six (monocholesterylsuccinate)-p-tert-butyl-calix{6]arene ester
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FaXFHREFE#L F3%F SREAR6) FRITENOLSRS R
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Tenperatwe C

B 3.03 N (TZRRABESBEEAR) ST 247 (6] 77RRaM TG #iZk
Fig. 3.13 TG thermogram of six (monocholesterylsuccinate)-p-tert-butyl-calix[6Jarene ester

W 312 iR, /S (TZRRAEHEERER) X T EAR (6] RN RAE 198 CHILT —
A, FEAERRS R IFRE MR, KR T T R KRR SRR R
thae, HRMEKEAE, NITETR, SBOUIHT B/ 6] FRifT AR aEE f LA
BBREHRER, FBRAERAKEIN, SRE-RG0E; B RETTRER T
VITEVATEER, HTFEFLERES, BAEERERAREN, WAREER,

Wl 3.3 Biw, N (T ZRRABHSRERER) XHRT BAf (6] 55 1RRE R EIL 5%t iR
H219 C,
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Fig. 3.14 DSC thermograms of six (monocholesterylhexanedioic)-p-tert-butyl-calix[6]arene ester
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Fig. 3.15 TG thermogram of six (monocholesterylhexanedioic)-p-tert-butyl-calix[6]arene ester

W 3.14 iz, A (B-MIBKEERES) X T EAR (6] 712N DSC MZES i
SR BB MR e, BT EEABAEY. sERXYRE
. BENHRAESARRAE. XRATEATEYNS FREX, HEFE-I5E
(e, 78 DSC 4k hiBid Bk ik o] LA HFHE R PRI E S AN 144 °C,
192 C, MHBidiEpamMEESHA 142 C, 112 C.

W 3.15 FiR, 7 (B RBEERER) MHUT HAM 6] 35 REMRER 5% IR
#2719 C.
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Fig. 3.16 DSC thermograms of six (monocholesteryldecanedioic)-p-tert-butyl-calix[6]arene ester
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Fig. 3.17 TG thermogram of six (monocholesteryldecanedioic)-p-tert-butyl-calix[6]arene ester

I 3.16 FR, 7N (BRABKBERR) XM T EA 6175158 DSC Lk TR
TR H HIANRBIEAFAN R E, BFARASMALEY. hETmiRs
N (BB SRR X T ZAR (6] 5B, T BB TR AE AN 2 1REAE
£ DSC Ak i@t UK thek o] LU SRS B P g 2 %1% 127 °C, 174 C,
RSP RR MM SR 138 °C, 110 C,

W 3.15 Bip, 7 (BRRIBEEERED) Wil T BAR 6] FRRe iR EIL %t (B E
#1291 C.

R 3.6 R THR 6] FRATEIRMNEGR
Table 3.6 Results of the calix[6]arene’s ester derivatives’ thermal analysis

e FHRC B/ 'C
M Tm T AT, Ti Te AT, Tsw
1 198 - - - 169 - 219
2 144 192 51 142 112 30 279
3 127 174 47 138 110 28 291

(tw HEE WS L MR 6 ARESHBSLEANERERE: « ARSSHBELRNE
ARt ARSI Z BN, ACABRSRERE: ty AMKEL S%I IR

N (TZRESEER) MUTEMR (6] 7ER, 7 (CREKEAR) RTER
(6]F5keHE, N (R_MABHBEEAR) ST EM6) FRMIAR (). HRR (). &
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Rk FMEFEHL % 3% £RDBBR6) FRITEDHEAS RIE

ERESHLIEE (0. EREE (© MEERERERNEITRHL. XEHTE
I EEARP O RKRE AN, FRZERAREREIHKERR, REREH
K, HTFRFREEHIE, RIBRE 8 e te P ERBERIIREIRL,

HTRRTER 6 HRESATFRBK, AL% ERERRT TR, /A2
£ E#E BT RMEE 578 DSC MERMIMEI TR R THEVRAREIR
i&, TFERUTEITREVHBFRIE.

343 WHT R 6] FRITEMMREL ST

W EEE—MEE FARRRRER— MBS ERE A . YEtR
AR GEWE) ZHHHRL, RAEEIHEE, FHBEZMES kR Rk
FMREIT MR ERET e, AR ARG TIAE.,

HIEEIBRIORE, BRI, MUSHRNEEEX, TASMERKT
Bk, BACISRRFGE IR S FRTERE. B TaE, Kk
SehEsAERR. Bilt, BRCIGIBMIEE SHEMRERERE R, U
REBFERMET (FOLE) MKEETARX. 8%, RECENKEN 1 dn, FlY)
JRARIVREE R 1 g, ZERLAAE TR LR IZIRII IR, Mla®om. H
FOLEURETORMSH, B, WISEERYIE YRR, TREDROHEA,
b EATST R SRR, R AV B E R, R T & — M
A EYRE A EMARRRERN.

ToRR AR, CRIRKRARE, BRI SN (T R ER)
SR THA6) 558, A (CTMBHRER) WRTER617ER, 7~ (RREHE
REBAR) SHEUT 2R (6] 35 RREINELRE AT IR R TR3.7, WA A,
725 CRRFTE. IRAMERERN: AT BERNRN KRG, T RIEH
Rl CORIEMEIRE, ROMBKRIREE A (T MEHBEER) X EH (6]
R, A (CTRIBSEEAR) MR T EM 6] 5558, A (BRIEHEER) HRT
EAR[6) BRI 2 EFHaS, T —RIBKEE SRR SN (TR RE) Xt
BT EM (6] 528, Do RIBHRARSN (CTRIBHRRR) MTEA 6] 75E0E.
LMIBS R SRR SN (BTRIB RN MR T M (6] FRRREt, BB —E
BEMRSS, XRBTRTER (65 LM PRMSS T BB KT,
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FAKFAEFESX F3% SRR FRITEMG SRS RIE

R 3.7 R TEM 6] AT ML R
Table 3.7 Results of the p-tert-butyl-calix[6]arene’s ester derivatives optical rotation

m m; m; M, M, M,

BetrE -15.82 -22.08 4325 +20.83 -1125 -16.5

344 ReRBHRAELHID R

2 (texture), —BIGRAEHAAE EHBIFIR FARAEMBE TR T LR
GRS, BEELRREME SN FE N ESENERSS, —/ 8
BRSNS (R REESE—8), REESHE—aETESMTE, i
M, SRR ATRIERSHFY. XMW, TREVFRASH, BTEEREARE
HEK. EBRRT, FERWHED FERSETHTIFATBEME () MBRAL
FRBEREG (F%8), LLR A SR ST WSS e T E R R Akt
S, MLEME (POM) NMUEMARH AR SL IR M S A2 R E, WAt
FRAXMEBBDFEIE R FERAURBEAZ B TRES, RIRSHIEHE,
HETHMRAERESEI, Ful DR S AR,

1 T MBI AR RIS 4 ;

DSC R 27 T — M8 (R B BerE R R P SRR 4 1834 °C, RREIRPE
152 CRAET—RER, FE-ERFZER, XMEEITRIERRERRIREE.
M EHENEERE, HERBLE 183 CLARL, MAMESE 151 CHIMTL
UTEE, TARBESR.

2 CRAE R EE R RS 0T

D RRAE A B RE/E POM TULEERT ZIUAE MR HES M. DI 129 CITFEAAL,
WiE 3.19 (a) fr, BEERERIFE, LML LW, WE 319 (b) B AE 138
Cht, WATHa), BERET R, WEREGARRE B, SFHEF) 1496 Crt,
HetZ R RENSTERSOEEEIFHAME, SMRE 141 CREULBUE S0 EE
2, WE3.19 (o), PEERBEMMIE, %976 CHIALR.

-50-



FikFHEFEAL % 3% SRGFR 6] FRITANG S AERIE

)

& 3.19 CoMABK R SR RESHR A
Fig. 3.19 Polarized optical micrographs of monocholesterylhexanedioic
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Fig. 3.20 Polarized optical micrographs of monocholesteryldecanedioic
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345 IHATERI61ERETEMRIRI LM
175 (ToMERAER) AT 2 (6] 35 R BRI RS 34T

A (TRIBSRSRR) SR T EA (6] 5 AR T B RSER, SUHNGEUER
S, FENATE 198 CREER AL, EMET 169 CHETLA.
2N (BTRIBKIREAR) X TEA (6] SRR RIS ST

75 (BRI R RHAU T HEAF (6] 542 H67E POM FLEEHT 2 IUBHARA LU,
A 144 CTFEAL, W 321 (2) iR, BEERENAR, HaFRs), 2R3
1926 CH, MFF2ATE, RENETHEEANERETHARR, MME 141 CHE
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321 N (BMABEREERD MBI A (6] FrR et
Fig. 3.21 Polarized optical micrographs of six (monocholesterylhexanedioic)-p-tert-butyl-calix[6]arene ester

38 (RIEBSERRR) ST B (6] MR W

7N (B RIB B AER) AT 24 (6] 7542 BeTE POM TEZet 2B AR EHE
AR 127 CHERAMN, FEERENAR, HaITEN), SR 174 CH, NF e
AR RENETHRANERRITGIHR, Z0EE 138 CH BB HIEHRIW,
w322 Fiw, BEEBRBNMEE, % 1S CijRé’éiaao )

B322 /N (BRIBEEEERR) ST EM (6] FRAERmLE
Fig. 3.22 Polarized optical micrographs of six (monocholesteryldecanedioic)-p-tert-butyl-calix[6]arene ester
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REKFREFHEAT £3% SRBFT6) FRITENO SRS A

3.5 KB/

AETEAMRRTERA BRI T B 6] 5 RIATEY, WHREHHTE
1, WERSHAEHAT AT

AZFERRSETS AN TER (652, BE T MK AR, CREKE
s, RTRIBSRERE. AR RIEE AR RS oo, @i
W AB AR T BAR (6] FRATEDI PR TR LS HTAT 4, T ZRRAB KRR ARy
BERBTERO) S ROMTENR AR AR, CRIBKRTARE, ML KR AR R
CAMATE S A RS, RARXIEE 28 ~ 51 CZME]. A (TR Xt
BT EM6) 558, 7N (STRIRSEERE) Wl T EM 6] FRE, N (BRI
BES) ST R 6] SRR MK EIL S% BN FIA 215 C, 279 C, 291 C.

R I RAEMEAMEERNS, B TAYME GRS EREE. R,
Rt R —MIEE EEMORAET™, B, BSFRRATEYRIRERR B
AR ST &F EEAMAISE, b T8 B R AR AR R T ARk
Rk, EMESEEEYRREFMECZ3IRTRFIA RN 2T, BitAR
SRR RATEDR & AR S E R E RS S R EE NN ANME.




R RFREELAL F 4% SAMH B 6] FRITEMeY SRS RAE

F4E DHEESERIM 6] FELTEYMNE K
SRIE

4.1 LWE S

411 FERFRBUMR

(1) FBERAR

H4: p-Hydroxybenzoic acid

4 FR: HOCEH,COOH

4F&: 13801

A& A

BAER: TEREPRER. HE 146, #55213.0~2140 C, HETZE, 88T LB,
WE, BORT/KRED, RETHE.

7= dbsi T

(2) +4%%

H45: 10-Undecylenoic acid

4FR: CuHyOy

7FE: 188.02

Bk Lt

BUAR: TEERFECHMREGSTEEAACERER. 5 245 C, #HE275C
(58D, HXTEE 0907, iR 1448, WA 148 C. JLERBTK, BEE
M. BRI,

P AREMARL T

(3) AHER (2B

W 4: Lauric acid

AF3: CHuOr

SFE: 20032

o A

BUMNRK: BRPRESR, BAEMES. BN4 C, $H225 C, HXFE 0869,

X



AR FHERLRL § 4% SAPSHBA AR (6] T RATAME SRS RIE

S1% 1418, RETK, BTREL B, B, EMAMHEE.

P B EAERNERAERAT

(4) REER (TR

4 Myristic acid

A¥3: CiaHu0;

NTE: 2283

kg A

AR R R REE. 14 539 °C, B 250 C, #IMEE 0.862, 41 1.427.
AETK, BTH. B, B FNAMHE.

Pt _HREHERNERFIERAFR

(5) iR (CRRER)

WY 4: Palmatic acid

¥R CiHnOz

SFE: 25642

Wk et

BT EEBBOLSE. 1BE63~64 C, WA 2715 C, HAXERE 0849, NET
K, SATRME WTAZE, MANRSER HETE. KITAKE
®.

Feith: POPRFGRAT

(6) TFEREMR (+/\KD

4 Stearic acid

AFR: Cisti0:

SFE: 28448

M K& oA

BT AR EEENEARK/NT. BE T2 C, #R360 C (0H8); HXEE
0940, P45 1429, [N/ 196 C, EHRRRE 743 C, £ N ~100 CTEEHE
%, METAK, BTFZE. T8, HETE &5, 8. NRIBK. ZHil
BAFES, TUREIERARRIRY, ERAGIHRE, REARRANK
EMINBESYIHSHE BN, BHFMERTR.

Feth: PRRA IR
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412 i

SIFR[6]5 RIIRT EVIRLZ G HIATLALANRAE, NI RIEREHST DSC. POM. §J5

VEHTHIS. FTRIINRI ST RS M 2,12
42 SR

421 BERABRETTRIGH
I +— BRI &

CHy=CH—(CHy)g—COOH 225 CH,=CH—(CH,)s—COCI

1

1+ HO—@—COOH —_ CH2=CH—(CH2)8-—COO—©>—COOH

2 +=0 . N /U B AR TR E K

CHy—(CHg)=COOH %25 CHy—(CH,)y—COCI
2

14

2 + HO—@COOH —_— CH3—(CH2),,—COO—©—COOH

(n=10,12,14,16)
422 RIEFERETTHIMT £ 6] FEITEYRE MK
1A (F—RBEERFR) MRTEM[6] 518 (ND K&K

CH2=CH—(CH2),;—COO—©—COOH SO, CHFCH—(CHz)rcoo—@com

3
t—Bu

t—Bu

6
3+ L@;L/ ME CH2=CH—-(CH2)3—COO-—©—COOH
OH
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KX FHAERE LR F4F SHEHBMGRI6) FRITEY NS AL RIE

2 8 (= 0 A T URBEBEERTR) XHRT (6] 528 (N,—Ns) K
1

CH3-—(CH2),,—COO—©~COOH S0C; CHz—(CHz)n—COO—@‘COC|

4
t—Bu

t—Bu

6
4+ L@{ MR CH3—(CH2),,-coo—©—coo
OH

(n=10,12, 14,16

43 FIHHIER

43.1 BERERE TSI A E
1 +—RABE RIS

(D) +—EBE A E
7£ 250 mL ZOHAF A 170 mL +—4%8, 100 mL LI, HigEHEH2h, 60 C
R 5 h, BEHERETER SOCL, %K SOCL @AALERHEAZE 110V, EHT
FHEER 160 C, HIELERHR 140 C, WEINBIES, FHREEER.
(2) +— B EER TR AR
7£250 mL = QLA 15 g (0.11mol) WEHKFR, T S0 mL THF 55 mL
e, HHBBERET SOmL THF, ZERMMEXHREXT R THF ¥R, WinsE
JRIEF 8 h, HEHAKRETEN THF, AHZEREENAKS, BAGBEGEH, A
AKYER 5 ~6 KB Z THF Sittse, FRZBUEREZIEAOMRERTR, MIERT, &
BaadRER 2088 # 562%, #5127 Co
2 TREBEE R PR AT

(D +heEBE AR

£ 250 mL =48 IA 200 g (0.1 mol) AH:RE, 30mL SOCL, #iEHiH:2h, 60
‘CRM 6h, WEFHERRZITER SOCL, HHRFEH.
Q) +REBEER PRSI
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Rk K F AR EEL F 4 SARHRBNR (6] T L dhes oMb RAx

£ 250 mL = FEMHMA 15 g (0.11 mol) M¥EHKHM, BT 50mL THF 5 5mL
MERE, RhIERBEREET S0 mL THF, ZISMMEIMFEEA TR THF P, B
HERIR 8 h, WEEERBRETEY THF, ANTHBREEAAKTS, FEBEES,
FIrKUEH 5 ~ 6 kB THF Siitie, FAZBURECENMBEETR, HhEMT,
BIAEKRAREEK20.1g, 7% 53.8%. 133 C.

3 TIUEBERE R FRE S

(D DUk HEBEA &R
£ 250 mL =M+ MA 228 g (0.1 mol) HAERES, 30 mL SOCh, ikt 2h,
60 CRIY 6h, WERRRZERN SOCL, FHREEM.
(2) HUEHEB R ER R AR
FE250 mL ZOKEFMA 15 g (0.11 mol) FEREFEFR, BT S0mLTHF 55mL
MHEE, RHIRHIBEE R T S0 mL THF, SSMMBIRREKFRRY THF B+, Bt
YRR 8 h, IEHARRELEN THF, AHEERBEANKY, FABEGNTE,
RV /KR 5 ~ 6 IKBR 2 THF Sitthe, FAAZERRETENMBEETR, HMithtT,
BIBEMRREK 2.1 g, 7% 552%, #HH97C,
4 TAFEBREERFRNE R
(1) TASEBE AR .
7£250 mL =OHMF A 250 g (0.12mol) FAHERE, 30 mL SOCL, #iE#iiH2h,
60 ‘CRIY 6h, WUEZHIEIRZITRE SOCh, FH{RAE.
() TASEB AR
£ 250 mL =K MA 15 g (0.11 mol) XIHRHEEFR, BT S0mL THF 55 mL
M, KEERBRRET SomL THF, Z@MMBIXERERFRE THF B8+, Bk
HEN 8 h, WEHAKBRELEN THF, AHZEREREAAKT, HAGEHTY,
FAYR7KYERR 5 ~ 6 1K Z: THF S5tie, FIAZEVER £ BINBERTRE, HMISHLT,
BRAEMAREK25.1g, % 57.8%, HBH84 C.

5 +/\StABEERRRI SR

(D) +)\e BB E
£ 250 mL = OHEMRF A 360 g (0.18 mol) HHEME, 35mL SOCL, #HiESiH2h,
60 TR 6h, BWEXERETER SOC,, FHEFEM,
50-



FAXFALE LRI § 4% A MR 6] FRITENNERE RIE

(2) )\ EBEEE TR
£ 250 mL =M FIA 15 g (0.11 mol) XTBEEHE, T S0mL THF 5 5 mL
MENE, 5 EE B SRR T 50 mL THF, S8R 2ERFRA THF KT, BN
WEE 8 h, HHERBRETEN THE, ANZEREENASKS, FaGEA,
FIAKHEE 5 ~ 6 KB 3 THF Satne, FIAMZBUREZEMXFERTR, Mkt
BRI EERFRERK26.1g 7F 562%, BERT2 C.

432 MERITEYRERAE

1 A (F—EBEREETR) XHRT EM 6] 5 RR & BT
(1) +—IABEEE R BRI E
£ 100 mL SOLEMEHMA 3.5 g (0.11 mol) +—EBEERFM, 15mL SOCh,, #
ERHE 2L, 60 CRM6h, WERERZITERN SOCL, FHFRFEA.
(2) A (T—BBEREETR) RTEMR (6] FREHE K
£ 100 mL SOgES, MA+—EBE 15g, 5 20 mL MAeiRE, FREICTHT &

- 6172 1.0g, BT 25mL sE, ZHEMABRY, 80 'CRAL 40 h. WMERERZLE

e, AHETREHAAKT. FAURREME, FZEERETRIR, HEk
F, BEKEEE1L1g %332%, #R1301 C.
2 A (FTREBEEETRD MR TEM 65 ERM & BT
() + R EBE R BRI S

£ 100 mL = O4MEPMA 2.6 g (0.01 mol) + it EBIEARXFR, 20 mL SOCL,
EEBHE2h, 60 CRN 6h, HIEHRRZIEEN SOCh, FEH{RIFE.
(2) A (TTREBEEETR) ST EMR 6] FRBEA S

7£ 100 mL SOHMES, AR BN+ AR R R PRI 20 mL e
8, HIGHRTER6155208g, BT 25 mL e, ZEBMABET, 80 TR 40h.
REZER LT RIOMRE, AHESRERNASKP. FKERREME, LB
SRR, HMERT, B2KEAEK0T6g F X 308%, 1389 T,
3 7 (HIUGERERETR) T EA (6] 5 RRM &M
(1) HIEREBEER RS

75 100 mL S0O4£EHMA 2.8 g (0.01 mol) +IUEBEEXFR, 20 mL SOCh,
EEBHD, 60 CRM6h, WEAEREITER SOCL, FHRFEA.
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R FMEE LA FA¥ SHBHBMGR 6] TRITAMG SR £

(2) A (T EBEEETR) T EM (6] 5B A A
# 100 mL =ZA%SES, MABIREIN T B R A PR 20 mL MAEH
B, FEIRTER6]F5E08g, BT 25 mL ithe, ZBMABLEP, 80 CRAL 40 h,
WUEZEER 2 BAne, BEEREEEAAKT. FAEBREMRE, HZBRE
SRR, HIERT, BIKARK0Ig FE343%, HH882 T,
4 N (FAREBEEEFR) ST ER 6] FEREME R %
(D) +AFEEBEER PR AR
£ 100 mL ZOBEFMA 3.0 g €0.01 mol) +AkHBERERR, 20 mL SOCL,
WGP 2h, 60 CRAL6h, WIEZATERELER SOCL, HHEFEM.
(2) N (FASEBEERTE) MR T ER 6] 5570 E R
7100 mL =ZOFEH, MABIE B EREBE LA P B 20 mL ieH
B, IO TEMA6]F5/2 08 g, T 25 mL the, ZIEHABEF, 80 TR 40h,
WUEZETER T B, AHZEZEERAAKT. FKIRREIR, ALBRRE
UENK. BT, BRKERE11g E374%, #5682 C,
5 7 (/e BEERFRD ST (6155 REMA BT
(D H/\SEBEEE R E &
7E 100 mL =EMEFMA 40 g (0.01 mol) +/\SEBEEXFES, 20mL SOCh,
FEBH 20, 60 CTRM 6h, WUEHIERZTEN SOCL, FEHEFEH. ‘
) A (H\UREBEEEFR) T ER 6] FRRRME R
£ 100 mL =A%, MAHIEBRIHT) S EB R R R 20 mL ek
B, MO TEM6]FE 1.0, BT 25mL ke, FEMABEF, 80 ‘CRM 40h,
BB AR LRI, AHZEREBNAKE . FKGRREIE, HOBERE
AENRR. HESRT, BRKEREEL1g PE298%, 5536 C.
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R XFMEREERL ¥ 4% SHMBMESGIR 6] FRITENGERE R

(1) +—BEREETR
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Wavenumbers (cm-1)

B 4.1 +—RBEERFRNIIMNER
Fig. 4.1 FT-IR spectra of 4-undec-10-enoyloxy-benzoic

+—EBEEE TR SNEE LA 4.1, 7 3400 ~2500 cm™ AL AR B R REIE,
7E 1740 em™ OHFEEE S C=0 MRERZIRUIE, 7 1700 om™ RHRRRT C=0 M4ERZ)
i, 2985 ~ 2850 cm ALHHIRIBRE (C-H) IIRGRSIE, 1700~ 1620 cm™ AEH XUERHH
R, HAFYNBLNR, THREFIHEI TR,
Q) +TEEBEEETR

80 4

2 3

5 8

% Transmittance

g

3 8
=

3000 2000 1000
Wavenumbers (cm-1)

B 42 + e EBEE R TROAINER
Fig. 4.2 FT-IR spectra of 4-dodecyl-11-acyloxy-benzoic acid

8

+ AR R TR IMEE L 42, 7E 3400 ~2500 cm™ AN ERIEMRLERE
%, 7 1759 cm™ b RSEET C=0 MEREITIE, 7E 1700 cm™ AbF M C=0 (%
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RibKFMEEEAL F 4% SHABHBBRGRKI6) FRITEMG SRS FIE

&, 2985 ~ 2850 cm™ AL KMBAIERE (C-H) KRG, SEAFMMBER, &
BEFYHE A TR '

Q) +TIEEBREERTR
' CU

80 4

% Transmittance
8 8 8 8 3

8

g
)
g
g
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Fig. 4.3 FT-IR spectra of 4-tetradecyl-13-acyloxy-benzoic acid
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Fig. 4.4 FT-IR spectra of 4-hexadecane-15-acyloxy-benzoic acid
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Fig. 4.5 FT-IR spectra of 4-octadecanoic-17-acyloxy-benzoic acid

+ )RR S R AL S L 4.5, 7E 3400 ~2500 om ™ &b ARER RGERE)
i, 7E 1720 o™ AL EEEED C=0 MEIREITRLE, 7E 1700 cm™ AHERMY C=0 HIfH4E
)i, 2985 ~2850 cm™ AL AAIBRE (C-H) Hy4ERzIE,

+—BBEEETR, TOREREEETR, TUREREERTR, T AR
SEEFR, +/\REREEEPRNNAINERLE 41 ~45, RUEFIRERLE 4.1,

R 4.1 K L6) FRATEDILINER
Table 4.1 FT-IR analysis of calix[6]arene’s derivatives

Bi¥Uem™ LG VR

3400 ~ 2500 w HE (COOH) HipgETRz)E

2985 ~ 2850 s HRIBRE (C-H) KfhaiRai
1720 s BeEE (C=0) Mifgikahid
1698 s Mk (C=0) HfidiiRshi

1605 ~ 1495 s FERM RS
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Fig. 4.6 FT-IR spectra of six (4-undec-10-enoyloxy-benzoic)-tert-butyl-calix[6]arene ester
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Fig. 4.7 FT-IR spectra of six (4-dodecyl-11-acyloxy-benzoic acid)-tert-butyl-calix[6]arene ester
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Fig. 4.8 FT-IR spectra of six (4-tetradecyl-13-acyloxy-benzoic acid)-tert-butyl-calix[6]arene ester

A (HIURERL AR TR X T H4 (6] 52BN SME R 4.8 TR, IR (KBr
FEF), afem™: 2979~2848 (—CH;, -CHy-); 1735~ 1731 (C=0); 1607, 1508 (Ar-H).
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Fig. 4.9 FT-IR spectra of six (4-hexadecane-15-acyloxy-benzoic acid)-tert-butyl-calix[6]arene ester

A (PASEREER TR 3T HAF (6] 5B E A 4.9 Fir, R (KBr
FEF), olem™: 2979 ~2848 (—CHs» —CHy-); 1738 ~1733 (C=0); 1607, 1508 (Ar-H).
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Fig. 4.10 FT-IR spectra of six (4-octadecanoic- 1 1-acyloxy-benzoic acid)-tert-butyl-calix[6]arene ester

N (H)UREBAAERTE) WRTEMR (6155808, X 31%, FEHE B8
127 °C, IR (KBr £}, ofem™: 2979 ~ 2848 (—CH3, ~CHp-); 1739~ 1730 (C=0); 1607,
1508 (Ar-HD.

F 42 JBUTEAR (6177 KRATEIRIL SR i 4
Table 4.2 FT-IR analysis of derivertives of calix[6]arenes

F¥fvem™ WRIbCER 3R]
2085 ~ 2850 s WABRKE (C-H) MfhiRzsnE
1730 s fgk (C=0) Hyiiralig
1605 ~ 1495 s KA R PR
(s: TRHO

N (H—HEEEETR) SR TEAR6) 0, A (+TREREEETR) M
THEMIG)BER A (HIUSEREEETER) ST R 508 A (TARES
FHEFR) HUTEA6)50E, A (+/GRBESETR) T 5 6] 508
BT AMEE A BILE 4.6~4.10, HEBRIEHIARAE 42, |

ST B4R [6] S5 BT LI AN R, BB RS K, 76 2982 ~ 2840 om™
REHT C-H MRIIETRRE, AER FRESE C=0 Rl R Riitas, 7 1770 ~ 1720 cm’
R A ARG S R-CO-O-Ar BSibrh B ETIIE, BEETEEINK, RS
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Fig. 4.11 DSC thermograms of six (4-undec-10-enoyloxy-benzoic)-tert-butyl-calix[6]arene ester
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Fig. 4.12 DSC thermograms of six (4-dodecy!-11-acyloxy-benzoic acid)-tert-butyl-calix[6]arene ester

AN (TTHEBEERE TR XT 6] 5EREM DSC M E LE 4.12, g
RAF S FRP I TR NRAE, BEHFIE 139 C, 189 C. ERETEFRAEHN
(3) N (HPUSEEBEIEETR) TR T A (6] 55 Es

4.5 4 130

3.54

- [ ]
" n
-l L

Heat Flow (w/g)
o
[4,]
o

.
o
(]

=
n
1.l

1T ]

T M T v LI L) M hd Ll M

T L}
20 40 60 80 100 120 140
Temperature/C

4.13 N (HIUGEBEREETR) XHT 2 (6] 1AM DSC ki
Fig. 4.13 DSC thermograms of six (4-tetradecyl-13-acyloxy-benzoic acid)-tert-butyl-calix[6]arene ester
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R XFHEELAL F 4% SHBHBAGIR(6) FRITANH RS RIE

RZERFHERE (DSC) X ERAIR AT B (6] FRATHM AL RERAT 04T,
HAREIRIINE 43,

K43 XV ER 6] FTRATEIHIMT R
Table 4.3 Results of the calix[6]arene’s ester derivatives’ thermal analysis

- EY FHiR/C R/ C
N Ta T; AT, Tie T AT,
1 130 - - 704 - -
2 139 189 50 - - -
3 88 112 24 - 48 -
4 68 104 36 69 44 25
5 53 81 28 - - -

(tn AREERESLERHZRAE: 0 ARSSHREZ FNERRAY:  WRRSLBEZ ERE
ARt ARS SR FREARRE: At ARSSIREXE)

MWEAEA TN, REA (FAREREERFR) XM T M (6] 551287E DSC
BIAFTAE B P I T BB AR NS, N (H— AR EER TR MT %
W6 FRRERE —MNRRER—ANEE, N (5B R M T 247 (6]
1M, A (FIUSeEEREE R TR M AUT 2R (6] e I BRI R — ANk
i, 7 (H)\UREBEERTRR) M T 24 (6] 7R KA PR,

BFERE BT TUE LR AR, EFHRIREPHR LRSS NES R RS
BEAMEE, EREIET AT URRIINEAFIRESHRERNAEE, FUYLE
e A T RII 6] 5 ki L2 TRAKR, SEARRIEPY IS FEXRTRE
H, SBANAIAEEE DSC HL LB RITHEH, .

N (TTREBAERPR) SRTEAN6] FEE, s (HIUREREEETR) 3t
HTERO)FEM, /N (TAREMEEEFR) MRTER 6] FER, A (/5
BEERFR) MR TER6) FREMEA (). B (6). REERHRAMHIEE

() REKE () FEERBFEENEINTER. XEdTEMHEREFHRMS.0
BERRRESEN, FRZGRAREENKEARR, BERERE EREN 12 314 3
16, BE 18, FFHIRMEEHTIE, NI, £t t te =ERHREHRAZRLL.

HTHRTER 6] FRAGHTFRIEKA, ALRIERE—mT T, £

B E#E LT R, 518 DSC tiEEM MM RO M FUEMRERAENR
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i, TEERUTESFREVLB TR,
2 SHKRMRENRS BATEDRM RS ST

A (HF—HBEEETR) X TEM6]F5/3H67E POM TRE, M#E 130 CHE
Htr, segcin, PEGITRAREN, WM 4.16 (b) Fiw, SEHHAE 170 C, NFTLR
B RENETESANE—BETFHRE, SRET 140 CH, HRITHERNS, R
AmE 4.16 (o) Fir. BEZE 70 CH, HRAEHE).

A (GRS TR W T A [6]) F/EH7E POM THE, M#AZ 139 CIF
HarAL, SRR, BER AR, W 416 (b) PR, SEEMRE 189 C, M¥FxEe
TR, RENETESANE-BETHERE, YFEE 130 CH, HHERLFEHE
BHF, RAWE 416 (¢), 4.16 (d) P,

A (FIUEEREEETR) MHTHAR 6] 755 8:7E POM THE, I#AE 88 CH
ek, R 4.6 (a) B, BEERENTE, HRFFHERE, EFHEZE 92 CHEPRE
WA 4.16 (b) B LFHEF) 112 CH, MFE2TERE. RENETHERAME—EE
FrEaReE, LME 96 CHMFFFRRITHEERIF ERLEE, LE 416 (), A
BEEIIREE, HMILT RUT RS DRLLERRRE, Wl 416 () i, BG4S Ch
I EHAERE

A (FAREREREETR) MR T AR 6] /AR POM TRE, MHZE 68 CH
thrtk, w416 (a) P, BEERENAR, HAFHERZ, £FHEE 92 CHEPRE
W 416 (b) Pim: LFHEZ] 108 CH, MHFELER. AEMNRTHERANE—EE
FrEaReE, LME 81 CHMBFTHRIHESE RN ERLGE, LE 416 (o), BE
EEMME, HITRUTREDOLERENRE, W 4.16 (d) Fir, RGE40 CH
I SIS

AN (F/EEBEEETR) T HA (6] 75/28¢E POM THE, M#HE 53 CH
parsik, WE 416 (a) Fin, BEERENAE, HAFHLRE, EFHEE 69 CHEPRE
W 4.16 (b) i LFHERI81 CH, MIFELEE. AEANRTHEHRAKE—BET
PRMER, MMEZE 65 CRMBFFRMIGLEIERHFEILHE, RE 4.16 (o), &R
FEMIREE, WL T RUTRAVMLERIRE, w416 (D) i, R3S Tl
R RHAF.
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