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Study of Hydrogen Bonding Effects on Bent-core and Rod-like
Liquid Crystalline Mixture Containing Amide Functional Group
Student: Shiu-fan Wang Advisor: Dr. Hong-Cheu Lin
Department of Materials Science and Engineering

National Chiao Tung University
Abstract

In this experiment, we synthesize several mesogens containing amide
bonding including bent-core, rod-like molecule and two dimmer. Except
for studying the liquid crystal behavior of those compounds, we also mix
them together. It can be divided into three parts: 1. bent-core mix with
rod-like molecules, 2. bent-core mix with dimmer, and finally rod-like
molecule mix with dimmer. In .ordet. to investigate the liquid crystal
behavior, POM, DSC,+ TGA, powder XRD and electric-optical
measurements are used. And-in all the series; only bent-core mix with
rod-like molecule show polar switching behavior. What’s more, in this
mixing system, liquid, crystal temperature range are enlarged. Other

systems show SmA phase‘and.don’t presentany polar switching property.
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Ju

w p
B2 3 4p e ¥ ¥ 29 #73) homogeneous chiral structure (homochiral

state ) ; 4B ¥ > — AL racemic state TARIT K B HE BT H o w3

S 5 i R -
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mi
LA N\

SmC.P, SmC,P,
AFE racemic FE racemic

AN\ /AT

chirality

WA AN AN o

smiC.P, SmC.P.
AFE chiral FE chiral

Fig. 1-4-2.1 SmCP phase e f@#p 4] » £ ¢ C 9T & S X & synclinic
A & £ anticlinic;P e T & F i & ferroelectric’ A * % antiferroelectric

1-4-3 &4+ 3 (Polar switching ) #84#]

BT EFBTEEE Y 5 A0 A 408 P FR e > 2 i
#2.¢ 4% > w» (polar ditection ) ¥7 v A = (tilt direction) F FF3 4
Figior PEABREFSBRTERT 2 & SmCAPA—SmCsPr
SmCsPy,—SmCAPE » B~ id2t 4 3 A F T AL T A F HAE S »
(anticlinic or synclinic) ; = AR A > B 4pF FABT AL > & 440
Jo A PSR AR AL F SR R D 6

fo— HALT R LI - SR ALRE S o ]

11



R EV@

Fig. 1-4-3.1 &2 # et 4] a) 74 F £ $0o2dd b)ir (AL 42
vd xR d AFNAApR ESRPE

|§
o d

d BT e R BRERY 2 A BEDRLEH (cone) p o (4
Fig.1-4-3.1 ) a2 e g & 3 WA > pizsg » ¥ U ;T%Ei e T H

AL B AP il kB s ™ £ 7R A, % £ (circular domains ) » ¥ L%

|2 ¢ %+ F kA (extinction cross brushes) 7 T % o i -t
Rl T 7 8 A S R dhod B A R AL 20 L F R A
B3 e MEA (synclinic) » 2 R B SR X - 2 B % & > 4o

Fig.1-4-3.2(a) ~ (¢) » & # i TH o L@ L F w4 (anticlinic)
AF TRk T Gk e R P A LGRS B R

do Fig. 1-4-32(b) o 4 F A 5 SmCsP, » #H R { 42 7 5%

12



/O
<N A

5SmC,Ps SmC,Pr

Fig. 1-4-32 4~ % u;?,ylwpi _gIPoM’—r'fgpgg.;.J gL F 3R (a) f

THTHTHRE (SmCsPr); (b) & i‘%i#ff 7 AL (SmCuP,) and

(c) & THTHBTM i (SmCsPr) WEA + A0 1% 5 Fe % 5Ecnk
= > E

51])%; ’)T‘tl'!if'k'g]ﬂfh:#k | =

L w B 1 HEIG "y
3 s e

o

1-4-4 .é ,E:?t']/& aEBA'\‘:”"'T';i:‘%J'_
— kR & A F 2 Had 4 Fig. 1-4-4.1 #7571 > R G Rl4afk - X 3
AR AB2F ATk e phS £3etk o Z R R A o

A~B e Z =% & hf i (core structure )
R~ yz‘ X
Fig. 1-4-4.1 #ki% & A~ F 7 2 B

Profd @ F A 5 03 L5 R b AN A 0 o Hhid

ERVRPRENAAEEFIRAM FALNFTARIRETR T

e

B FFRERF -FARLE CEPEBERLR 4 T AR

13



L3R AR RIS (An) "€ ¥F & RH e i
B ol VRBRACFEL G L mh A AR o RIGEAE T A% H
weh- e det - Bz (alkyl group) ~=F A& (alkoxy) ~ &%
# (alkenyl group) - * Ripz4lik ftp@HE & o - B b it & 4 30
Ak -BE3EESRBA Gac F A (—CN) ~ & & (—F)

£ REAS O F B AL S S A ¢ ehiE

@ p 1996 & Niori #PVF LA EAlR 2 18 < £ chipam 7+ 12

Fie7 o - A B AF e 1442 4

1o

Fig. 1-4-4.2 — 44 B & A 5 2% 220

SeRa Ak R 13EE AR FRA SRR WA VSR
& % L3 COO~CH=N->CH=CH - COS&*N=N> &+ eh%*d &

R120°% 54080 130 R B enF IR H IR 0 a4 § 2RI

14



W EREd H- BE Ado-O---S-~ -CH,-~ -CO-#77 4 U0, 20 2 g

(ﬂn

- ‘eehd il b (spacer) dea ek A+ i 3 Az
B3 7enT T % %k 0 19964 Niori ~ Skeinel™ BASFFEGER

% ester group% azomethine unit? % 4 £ & > * # JEFB; ~ Byjp ©

1998 & Weissflogl' ¥ 2 & @ 40 7w 40 F BN 3L "5 R SR B

RN AT SR LM GARE - TRE B RE 0 1.3

B FRL POl A (CHy ~NOy) UG i dfedp 0 F 2 5

B

i?@%?ﬁi(%auﬂycmmg,%gﬂ@ﬁ§wi$o%

AR A2 T RS SR S i A ,"l”ﬁg’*fxfﬁ’l’f’_%”;f

2ET R o RHZAMA ) o AR g B R T g4

Rod-like wings » 17 % B= % A 37 fEwings B~ it ¢ Acore¥t 3 B4l

%o L % B4 0 20034 Sadashival PliE ok SLM AR E o 1 B LAy A

BT RBERF B E R SRR E RH L iR

7] % SMC—>Col—>SmCpy > fe— 3~ Z L& — ~Z BB R4 A 7 &

L

o)
T

A= Jf:l'ful"'a v T B'r/} ’F?J]'}gﬁ'ﬁt}f’r’ﬁ; ; ’ iFI—L",?; DI A
BBERE R B R 12416 B SIET A

(SmCsPrr) » % AHE A 3718~20 > 7 =& MR A F 49 (columnar phase )
FHTEFBT IR % (ColpPre) 5 8- Hrtf- ~ v B

o FS - HLi B P g dril F AR S 0 FlacABs B /i 20 9~2058 2 )
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I}L/%] ST AR o [14b]
2008 # José Luis Serrano™!'™ 4+ $1 4 o 4% f 2o 5 i 42304 (7 & 5
MAFE o SRR E R - R A O R R v
Zdimer> £ ERIE RSN BT 42 b dEs T 4 S
e F i fdp o gARED S HAAESERZ RAEAPFTLT < 2
WHat To0R Rt 31 kY vz fRYPA K o

(core) - §E43%ik ffpchd & o

1-4-5 2 2B 4+ FEAR D
2002 # Dantlgraber” /% 4R 84 % Bs S gL H ¢ — LRI IPN 4
AR AR FRESH A S AL F FHTESBT T

daAp o X KSEMERSAEA T A Z BB M T AE S

& (Sublayer) & A =8 ¥ Tk fic~ 1§ (Micro-segregation) > ¥ Fr#] 4
R & A # (Fluctuation) > F]m fET4B T 5 o> 2 5 A F BT
fL5 AR A EAlR & 02004 & Keith! % 4 4% disg ooy 3 2 tmd

# (carbosilane) #74 > it T Pk §p § AB I B X D7 oo
LA RS EAR S ARE L FRBIF HE AR
# > Dantlgraber!™ s k ¥ Ap § AF > @4a- B AL F
A R E 4 (dimer) 5 I AIARER o T REET LS BT K

R A ABDIE R AR AR ERESETL RS
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(Decoupling) €% » & ¢b > 4 4] = R & H B ZH7m L PP W
8 F AB Y A spacer > 5142k & 5 Anticlinic £ 7] - & H

AL SART 2R BT T o

1-5 443 (Supramolecular) # 4£3]7% %
1-5-1 § 43R H a3+ fER

SRS FEE S

d ozt f%: GEAR I T H 3TN iR o i

=

—_

ﬁ_\\
M

GBI APT IR R BRI~ ERRERAp T BT 2

Eﬂ

£

34 E A3 F4p s i (Intramolecular. Intefaction ) ¥ 14 T#"#L F fadAg

-2 19 A 227 = -
A e g4 v R I BRAE LG P e ity 4 0L T A

N2
4
3
—i
i

il
~zh
I
/\‘
-ﬂ-_\\
P,
i
AN
7 ]
= ,Q\
|
Ai*'
;
-
i
9
W
‘1

e ITEL R & i}éﬂf#_ﬁ:‘ g A 2E ﬁ.‘_ » 3rDNA % 3 % S4da47
>3 AR T kb foeier [ enig Ak § ANk B Ao T4

B HFZ ALY 0 KA R A SnB sl he d 2 4

wh

#3

I EE 4 B BT s AR A T R BT Y

ETINS

B

$H TR B (el B RS G R A

=i

NEFRARTHF A IRNLEE AT B B g g g

=

AR BERBEFII T FAF RS RN s eI B S EEH
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A e Bt fote 1 Alig i@ o J1* & 4= (hydrogen bonding) 4p 3 %
PRERELE S ARSI R LM o K RTOE K Y
Blumstein®! % -~ #1 * Poly(acryloyloxybenzoic acid) and
Poly(methacryloyloxybenzoic acid) 2 2L F &t 4 > 7 = & 4& = F 48
(Dimer) @ # 373 B (Ordered) % fH 48 & > e § PFASIA S + B
i1 o3 7| 1989 Frechet frKato!® > 4p % 7 wieg v 50 R iT4F 4 o F
fe AR BEL 4T AN E R S A (Extended mesogen )
BT e iR R B e B AR A i A & Wk 2 RIABAZ S 3R B
B &4 o 19904 Lehn 215 ¢ mndb Uracil ftrt e gk 102,67 svt e b
ABIAT AL RBEE AR NG 4B T R ot
fefl* A 4Ep KL DAL FTIREAERE T 7 R B o A A

GFERER AR AR GA TR b e b Ak

1-5-2 7 fpiedd2 & 4237 &
P ARG A T PR E AT v T4 B8
eleg gk 17 5 & 4E % (H-bond acceptor) » # k1% & & 4k i

(H-bond donor) P 4r Fig. 1-5-2.1 #57 » 4ot = ;87 254 - B 48 >
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o

I =
Coom ool O

H-Bond Donor H-Bond
Acceptor

Fig. 1-5-2.1 i ﬁ—f—l‘] /l’z EIHB 7T Tg. FE]

B R ARARA) S A e & A JLE g A adp ) 2 R4 R
F 43Pl Fig. 1-5-22 #57 o Rl & gEamp o A 5 RIS E 2 o
F1 5 R E 4 g UF LA F gredd (spinning) R HAPRT F 5 A
2 > %4 2004 & Kajitani & 4 22008 2 & » mpvegr v 5 s B A R b
A A ulE R A S AR SRR TR LD AR
o A+ 3R E G SmA AP BApE FRIEE § SmC 4 A g
Bl W RIS § B ERG r gEIBRLS T AMER
g 4T 4 BESE FTIR » R SmC 40 ¢ F 42crd S i b
SmA 4p ¢ 5 F]p T ALPIE MR L F B MOR R O SmCe AR 7RO

i HEIEH 4 Ft IR 7] 0 @ 0 414 T B SmC ApBe AR
F ORI A TR 4 fu g3 F A A IR A e ) e Fig 1-5-2.3

P
’:"—r—/-l-‘ o
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R ¥

Fig. 1-5-2.2 A2~ 5 % & S HT L B (A F 35 -

BAE £ 3 e oda R RSl (b) 5 BA G SRR (kA S
DEY TR EE ELr

==,

W

(a) Partially linear arrangement (b) SmC, (linear arrangement
in SmC phase of 1c in SmC) phase of 2b

Fig. 1-5-2.3 (a)%* & 2| A 3 & SmC 4p PF 38 A 4134 £ 7|
(b)E M5k 2 F A SmCx 4p PF 30 7] £ 7|

b il
gl e
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1-6 P;L W

AR LSRR AT
(@] O
o) O)kOO\o)K@ o)
o ).

OCyoHs5

C1oH250 OCyoHas

oM
R Oty
@*O
C12H25O

Q O}—@—o C.. STt P
~Ca1H3Si2 078i-Cy H /O—O—/( 0
@—o Jr—— o )y~ D
H3CO—< >—NH HN_@_OCH3
Q ) S 0
Q o Cnszs|—o-s|—o-s.—cllH22—0—©—< 0 DII
HsCO NH HN/O_OCH3

WL FHEZTF R GHFAEF G 32 L AR &
ToEFRTEAEIATEERERATRE GRS T HE s
o F R R LS A F B L R A s FRBIFY
FRE R 4] A 3 engEid 0 2003 £ Keiki Kishikawa % 4 P0ie-¢ 0
A BgR e FRBFESRK S FEFEI] TS F D] SmCaAp

2008 & Geetha G. Nair % 4 P'lig-t8 4 o 5pcnsd 414 3 2 2 4 % 7|



g R ) CApenth e & 3 A b BleiR 4% g 200 6] T F 1B 3

SmCx A7 & 2 o Flt AR RN DA I E YRS SR FRE S A

;T

@

TR k- A F ARk A3 RE S 43 B
EITRE o WY BES T DL PRI 7 R AR 0
Er TP A2 BT A F BT O PR T VR & 2D
B ¥ R G RMREEE A A F S (H1C & P B erfiphest iy
Aok ) Py smonit e e A3 R BFRB S A 5 - B 5 Rp

#
#-3 & = B A4 DI-DII & §54 A4 + B-S 27248 "

Bois - Bk SR Lt A 5 Regas Rag 4 5 DISDILie (770 4%

22



23



2-1 FES

BTG R

BR LR FE R
p-Anisidine,99% 250g ACROS
Benzyl 4-hydroxybenoate 100g Aldrich
1-Bromododecane 100g ACROS
12-Bromododecan-1-ol 100g Alfa Aesar
Celite 545 500g SHOWA
N,N'-dicyclohexylcarbodiimide 100g Fluka
4-Dimethyl aminopyridine, 99% 100g Lancaster
N-(3-Dimethylaminopropyl)-N'-ethylcarbo | 5g SIGMA
diimide hydrochloride
Diisopropyl azodicarboxylate 100g ACROS
Hydrochloric acid 2.5L Fisher Scientific
Magnesium sulfate anhydrous 1000¢g SHOWA
Methyl-4-hydroxybenzote 500g TCI
4-Nitrobenzoic acid, 99% 250g Alfa Aesar
Potassium carbonate 500¢g SHOWA
Potassium hydroxide 500g SHOWA
Potassium iodide 500g SHOWA
Platinum(0)-1,3-divinyl-1,1,3,3-tetramethyl | 5g Aldrich
disiloxane complex,Solution in
xylenes,(~2% Pt)
109 Pd-C 10g J&J Materials
Incorporated
Resorcinol 250g Lancaster
1,1,3,3-tetramethyldisiloxane, 99% 100g Alfa Aesar
Triphenyl phosphine, 99% 1000g ACROS
w-undecylenyl alcohol, 98% 100g Aldrich
BT * R A AT
7% ) B E e
Acetone 4L GRAND

24




Dichloromethane 4L TEDIA
Ethyl Acetate 4L GRAND
Ethyl Alcohol 4L TEDIA
n-Hexane 4L GRAND
Tetrahydrofuran 4L Mallinckrodt
Chemicals
Toluene 4L TEDIA

3x ! @ -k 2 tetrahydrofuran 1 £ 4 i2°% 5 & -k 2. dichloromethane P

™ CachJﬁf ’ l%q* Hl’# R /ﬂvﬁfg’m E;’ o

22 FHRE
1. E % %%t (Vacuum Line & Schlenk Line )
2. PR ¥R KR (NuclearMagnetic Resonance)
A %% : Varian 3000 2]
BE 2 ¢ ¥ Sample 3% d-solvent ¢ i % SR 2 qH g
PC kAT L P2 B ip R B E =5 ppme b & ¥
¥4 Hz > ¥ rid-solvent & 5 p & ( Ld-solvent?|% )o s 4

singlet > d # % doublet >t ¥ % triplet > m % multiplet -

d-solvent 'H Be
d-CHCl; 7.24 77.36
d-DMSO 2.49,3.32 39.52
d-THF 1.72,3.57 25.26,67.2

2 At 3| 2. d-solvent 7]
3. =% &7k (Elemental Analyzer)

A1 55 : Heraeus CHN-OS RAPID elemental analyzer.
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dRESFEEREY < A

% #7 % (Thermogravimetry Analysis » TGA )

A %% ¢ Du Pont TGA 2920 3|

BIEFZ P25 mg & g £ T 10C/min £ 40C4e# 3

900°C » JE¥ SA et = A AR LR A FER Td -

5. T A#FHwF £ (Differential Scanning Calorimerty » DSC)

#4) 85 : Perkin Elmer Pyris 7 |

Bl 2 :DSC ER i widid 2 #4 FHFF % lE o @
FREDALFRERE CRBRFREEPIIESHAL L 2~5mg 2 7
BH o & AR Y N E D P AATEEEE BB TR A R O
AR FHEGRE AN AR R o Krigbaum 1945 77%
& B E # 2 B (enthalpy) @ B 0™ RRL - e F1ALR & %
B 10.35~ 085 kcal/mole » m & 7| 3]7% du 2 & = 1.5 ~ 5.0 kcal/mole
Bl feEs Rt kivs 54 X 2erd chit Aol 2 B
AfF cDSCA1T R P EZAR L 2 3 T RZET IR Hip2Z E&H

é i - ’éBBB#B*?g#ﬁ'> v TP R e AR 2 ﬁ?\/‘ﬁﬂlﬁ;,"!}ifé ‘iq

7\
il
iz‘,r
[

B blde kR s (POM) -~ X-raysE8+ 5 o

6. k% & pék (Polarized Optical Microscope)
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A %% @ LEICA DMLP

U e BE A 1 = 5 iRk B Fe & Mettler FP900 ¥ FP82HT ‘e &
Z B EE O BRRRE RN L IrEARY EF RILFN o F 4 K
UTHREET LRI ER AL ERFR - FiRES
(T #£ % Polarizer » ' % Analyzer) mH*k & R ZW ¥R 5 90 & -
R B AALZ A B AT RIZ AR BRI FRE R anER B
FEwda, La2diF B TIIR F 2 FHRELT BT
it KRV AR T A RRIE -
7. X k¥ & 53 EHIR( Powder X=ray Diffractometer» Powder XRD )

X-St RS RTAR G AT R T I G 2> F 2
— o TR b o LT 2 ABECEE SRR BEISF Sk F % 0 F
F o X-St% AR P 0 W Apaiai i F b m (8§ 58 R 2 MER o X-
B ST EA5F % Braggs Law (nA= 2dsin0) kit - 2 F %3
# 45 5+ ¢ < 9 Bean line 17A1 247 » #7% 2. kikh A=1.333621A -

BIEFE B35 mEg R EE N e LA B Rl U E
B 0.01mm 2 gh3§ £ fw g Bodzs gk 3y F iR S 1R & B 2T Xeray R Rk
A BRI T R AL  PEREEIRLAPERIIFR
R RS Xoray 9 180 £ B S S B 5 5 v 4 2D 6

FHoOBRR L AFERG - xR T AR R 2N AR AT

27



(scattering) » P P8 B T 55 & 74P 0 d Bragg’s Law (nA=2d

sinf ) 3+ & ¥ 5| d-spacing > £ & TPl As F a2 ITa bk R L &
L5 7 (85| 4L & (Tiltangle) 6=cos'(d/L) -
8. iz ¢tk X (Infrared Spectrometer > IR)
4] %% : Perkin-Elmer Spectrum 100 3]
EU R L ETT AL, FEHEZER T B bRk
5 4000 ~400cm™ > d G A T PR E IRR T b0 & fEIRD
PESFY D W ERET A R R 8§ R
A G TS FH NS N A SR R T 8 BB 2 b R
IR 0 R TEHE S 2 Aowh SRR T 0 BN CEE VR 4 T o
BIE 22 P 2~3mg HREET00mg i % KBr >t #Rek Bk ko
FRAFEPE P F A o8 R o U 3E 8 4o £ T isotropic B A
10C/min "8 2 R fip& FRELR -
9. 4e# iR % % (Therm-control system )
A5 © Models FP 800, FP 900 ( Mettler Instruments )
10. B#H R X T
3]5. : METTLER TOLEDO AG245
11, 25 LiEE

2] %% * BRANSON 521Q
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12. 4c#t 5 (Hot plate)
4] 8% : Corning PC-420D
13. ITO % &z £ (cell)
A8 1 £ 4p7% & o anti-parallel rubbing cell > 4 pm > 1 cm’
14. B 7 %4
15. =g A4 24 B  (Arbitrary Waveform Generator » AWG )
A 8, © Tektronix AFG 3021
16. # i~ & B (Digital Oscilloscope,)
A 8% : Tektronix TDS-3012B
17. % i 7 k%~ B (High Speed Power Amplifier )

= 7\ = =
i A =

-

i

(L RCE
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2-3 & AR

Scheme I
(6] ) o
~ a b
0 _— = 1-1')—> /@J\OH
HO + CioHasBr + KOH C1oHps0
1-1
(0]
0) d o) OH
1-1 - 1 — o
+ HOOCOOBH CHAO
12H25
1-2
R 3
) L e O3
HO OH +1-2 Cy2H250 OC;,oHps
1-3

f) 0 N
1-2 > H
(@]
C1oH250

Reagent : a) K,CO; > acetone - reflux ; b) ethanol > reflux ; ¢) DCC -
DMAP > DCM - r.t; d) H, > 10% Pd-C > THF ; e) DCC » DMAP » DCM >
r.t. ; ) EDC - HCI » DMAP » THF > reflux

30



Scheme 11

Qﬁ@*

C1oHy50

Reagent : a) DCC » DMAP > DCM > r.t. ; b) H, » 10% Pd-C » THF ;
c) EDC - HCl » DMAP > THF > reflux
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Scheme 111

OH

a) l
O,
vl |
\
Q ) L o
o Cnsz—Si—O—Si—Cnsz—O‘@—< 3-2
o | | O—:
:< ©)
\i

0 i 2 by P
O~C11H22-8i—0~Si—Ci4H,,-0 33
HO | !

OH
dy |+ HO@COOBH
oy AR ¢
o 0-C1iHpt §i—0-Si— ~O‘®—/< o
S 11H22 ?I (6] ?I Ci1H2 04©_< 3-4
g 0]

s j O
Q ) L P
e} O CllHZZ—SI—O—SI_CllHZZ/O o
ud OH
H |+ NZNQOCHS»

Q | O
o @O'Cllezsi—O-Si—Cllez/O‘©_< o 3-6
o P 00—4
H3CO—< >—NH HNOOCHS

I I
b)| + HSI—O-SH

Reagent : a) DIAD » PPh; » THF ; b) Pt cat.» O, > r.t.; ¢) Hy » 10% Pd-C -
THF ; d) DCC » DMAP > DCM > r.t. ; e) H, » 10% Pd-C » THF ;
f) EDC - HC1 » DMAP > THF - reflux
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Scheme IV

O,
Io! H
d L]

a) | + HSi—O—?i—O—?iH

9 ) L 2
O~CuiH22-Si—0-Si—0-Si—Cy;Hp,—O 4-1
o | | | O- ;
i f b)|

O,
oot kLl ° 4
11M22-Sj—0—-Si—0-Si—Cy;Hy, @) )
HO | | | OH

C) ¥ HO—QCOOBn

Q | g 0
o) ?—@O-Cnszsi—o—Si—o—Si—c H —o—@—/( O
>\—< }o C R o )« *3
o} o}
Cf 0 b

y

/
0 C%—@O-CHéoéoé'CH o@—/{o 0
12H22:S{=0-Si=0=Si= 2
S : | PGz O‘©—< 4-4
HO OH
e)| + HZNQOCH3

o} i L0 O
o} 5 o Cnsz?l-O'?I-O'?l‘cquz_O@_/( O
() Lo

4-5

Reagent : a) Pt cat.» O, > r.t. ; b) H, » 10% Pd-C > THF ; ¢) DCC » DMAP >
DCM s rt. ; d) Hy > 10% Pd-C » THF ; e) EDC - HCl » DMAP » THF -
reflux
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24 £ 4%

Methyl 4-(dodecyloxy)benzoate » 1-1’

(0] (0]

KoCO3 /Kl
O/ + C12H25Br % O/
acetone, reflux
HO C12H250

#-iv & ¥ methyl 4-hydroxybenzoate (5 g, 32.9 mmol) % >t 500
mL F] A ESL R 0 4e » i B3 %] acetone R 2 HEALA 2 0 L 4 »
K,CO; (13.6g,98.6 mmol) fr>3F Kl #4470 RisBmBiF »
1-bromododeane (12.2 g, 49.3 mmol, . 4c$ii¥ ;x> @ * TLC % » 8
T TR ERST PREESE SN IE USSR
F1* HO fv DCM 58> B5 8 K¢ » MgSO, ok k SACE
B {8 %’ﬁ d silica gel FALA 1541 T 1* T h-hexane/ethyl acetate 4 i* 4%

R BIBHY 4 HE o AR 90%.°

'H NMR (300 MHz, CDCl;) & (ppm) : 7.95 (d, J = 8.4 Hz, 2H, Ar-H),
6.87 (d, J = 8.4 Hz, 2H, Ar-H), 3.98 (t, J = 6.3 Hz, 2H, -OCH,-), 3.86(s,
3H, -OCHj,), 1.77 (m, 2H, -OCH,CH,-), 1.24 (m, 18H, -CH,-), 0.86 (t, J
= 6.3 Hz, 3H, -CH;)

4-(dodecyloxy)benzoic acid » 1-1 (Al12)

0] (0]

EtOH / H,O
o+ KOH et OH
reflux
C12H250 C12H250

#iv & 117 (5¢g,15.6 mmol) % 3t 500 mL [F] A CESLPN o
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4v ~ 180 mL &1z fg (EtOH) #g4%7% %> £ 4c » 20 mL # KOH -k
%% o Ao#i® SRk R overnight 0 i@ * TLC 5 > 2L 5 i BFE T F B

R AT EE B TRk ﬂﬁﬁ'“‘f/w A m o~ HO BfE T

Mde ~ WAL > pLpFE 5 6 ¢ FMAT S 0 EF3k PH £33 35 #

Lol Ep P FM G R e s B ik acE o Ris e iR

'H NMR (300 MHz, DMSO-d¢): & (ppm) 12.59 (s, 1H, COOH), 7.85
(d, J = 8.7 Hz, 2H, Ar-H), 6.98 (d, J = 8.7 Hz, 2H, Ar-H), 4.01 (t, J=6.3
Hz, 2H, OCH,), 1.74-1.66 (m, 2H, OCH,CH,), 1.34-1.16 (m, 18H, CH,),
0.84 (t, J = 6.3 Hz, 3H, CH,);

1-2

o}

/©)J\OH + HOOCOOB DMAP Lei /@)J\ /©)J\ /\©

CH2C‘2 r.t.
C12H250
C12H250

it £% 1-1 (3 g, 9.8 mmol)- benzyl 4-hydroxybenoate (2.4 g,
10.3 mmol ) ™ % i i+ & 4-(N,N-dimethylamino)pyridine (DMAP)
(0.12g, 0.98 mmol) F % ** 250 mL LM » FLME 2 G- /|
PP g F AT o BERERITLI S L A 2B dry
CH,Cl, R & # 4% % > 5 f¢ v » N,N’-dicyclohexylcarbodiimide
(DCC) (3.0g, 14.7mmol) ##53 > B TERY 16 | pF;

#w* TLC 5 gL Higr 3 F B2 2> A2 dicyclohexylurea (DCU)
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B¢ Uk o BRI 2 CHCl s > JgiR4v R 3B Bog 8 K 4o »
MgSOy “,’TT ko R ERRCE ﬁ’x%é%%‘d silica gel ¥ 4Lk 4751 > *

n-hexane/dichloromethane % *3&/% > {F3|% v ¢ HH » 2 F 80% o

'H NMR (300 MHz, CDCls): & (ppm) 8.20-8.15 (m, 4H, Ar-H), 7.51
(d, J = 8.7Hz, 2H, Ar-H), 7.46-7.37 (m, 5H, Ar-H), 7.04 (d, J = 9.0 Hz,
2H, Ar-H), 6.95-6.82 (m, 3H, Ar-H), 5.07 (s, 2H, -OCH,-), 4.10 (t, J=6.3
Hz, 2H, OCH,), 1.80 (m, 2H, OCH,CH), 1.28 (m, 18H, CH,), 0.88 (s,
3H, -CH,).

4-(4-(dodecycloxy)benzoyloxy)benzoic.acid » 1-2

O

/@)\ /\@ 10% o8 o /@)J\OH
C12H250

F
C12H250

v2if 5 & THE 3 #1237 1=27(3 g5 5.8 mmol ) 73 *+ 500 mL
AN 0 e 10% Pd-Cr(0.3-g) Wit &) 0 R & HEIEg 5 A
T § 45T F % overnight ; i * TLC % > B-P EHiFr 2 F B R
P FFRE D UF ELERAPUC otk EB > B 8k
o MgSO, *f-k v RiFic% S ME18E* n-hexane/ THF 3 fi2 &t

ﬂ-ﬂ‘%aaa ’ @//E&B"U ¢ pﬂ%ﬁ ’ é)r_:tz 90% -

'H NMR (300 MHz, CDCl;): 8 (ppm) 13.05 (s, 1H, COOH), 8.17 (d, J =
8.4 Hz, 2H, Ar-H), 8.12 (d, J = 8.7 Hz, 2H, Ar-H), 7.31 (d, J = 8.4 Hz, 2H,
Ar-H), 6.96 (d, J = 8.7 Hz, 2H, Ar-H), 4.07 (t, J = 6.6 Hz, 2H, OCH.,),
1.78-1.68 (m, 2H, OCH,CH,), 1.38-1.26 (m, 18H, CH,), 0.85 (t, J = 6.6
Hz, 3H, CH5)
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1-3> %5 S

: 2,08
Q + % Q)L OH beepmap o Q)L o OJ\@ 0
HO 0 0 — =AY APl
C12H250

C12H250 bCM OCoHas

Beit £ 4 1-2 (895¢g, 21 mmol) ~ resorcinol (1.1 g, 10 mmol )
" g iv & 4-(N,N-dimethylamino)pyridine (DMAP) (0.12g, 0.98
mmol) F %3t 250mL EEFEHFPN > FEARE T H9- L F F
T B {FHERITI 02 £ 4~ i £ F dry CH,CL, R & 3%
LA 2 0 5L {8 4 » N,N’-dicyclehexylcarbodiimide (DCC) (4.53 g, 21
mmol ) #4353 > 3t FeR T £ B overnight i * TLC % » gL %3¢
BiFr T F = > o A4 dicyclohexyliréa (DCUY v & jiCilik » iR g I Y
CH,Cly i > igife seaR 5 BBl . X MgSO, 4 -k » ik #5ic
i ﬁ%é%%‘d silica gel ¢ #k 4545 % n-hexane/dichloromethane

Tl @D B0 ¢ FHM o AF 80% o

'H NMR (300 MHz, CDCl3): & (ppm) 7.04 (s, 1H, Ar-H), 7.44 (t, J =
8.1 Hz, 1H, Ar-H), 7.05 (d, J = 8.1 Hz, 2H, Ar-H), 8.21 (d, J = 8.7 Hz, 4H,
Ar-H), 7.30 (d, J = 8.7 Hz, 4H, Ar-H), 8.03 (d, J = 8.4 Hz, 4H, Ar-H),
6.92 (J = 8.4 Hz, 4H, Ar-H), 3.97 (t, J = 6.6 Hz, 4H, OCH,), 1.24 (m,
18H, -CH,-), 1.38-1.26 (m, 36H, CH,), 0.85 (t, J = 6.6 Hz, 6H, CH3)

4-((4-methoxyphenyl)carbamoyl)phenyl 4-(dodecyloxy)benzoate » 1-4

FELR
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0]

S 2,
o /©/ [EDCHCIDMAP
* H,N
C12H250

T HF
C12H250

it £% 1-2 (2.13 g,5mmol) ~ p-anisidine (0.68 g, 5.5 mmol )
© & g it & 4-(N,N-dimethylamino)pyridine (DMAP) (0.67g, 5.5
mmol) b %t 250 mL EESEFLP C FEAME T - ] FF o AF F Ok
T AR IFL 0 20 L4 r i £3 A dry THF R & 483

7% & > Mg 18 4r » N-(3-dimethylaminopropyl)-N'-ethylcarbodiimide

hydrochloride (EDC - HCI) (1.2ig6smmol) #3353 > 4cfuiw jn &
& overnight ; & * TLC 5 > g sy Tk B = > o B HH
/ﬁ&/’i 4 J\-fE‘ B"}a ’]ﬁﬁ)% SIS MgSO4 f K s BE{S:E* DCM /EtOH

AiERALBE L G I SEEAR AT 67% -

'H NMR (300 MHz, ‘d-DMSO): 8 (ppm)*10.17 (s, 1H, CONH), 8.09
(m, 4H, Ar-H), 7.65 (d, J = 9 Hz, 2H, Ar-H), 7.42 (d, J = 8.4 Hz, 2H,
Ar-H), 7.13 (d, J =9 Hz, 2H, Ar-H), 6.94 (d, J =9 Hz, 2H, Ar-H), 3.74 (s,
3H, OCHs;), 4.08 (t, J = 6 Hz, 2H, OCH,), 1.23 (m, 18H, CH,), 2.07 (m,
2H, OCH,CH,), 0.85 (t, J= 6.6 Hz, 3H, CHs)

EA for C3;3H4NO5(531.68) Caled : C, 71.09 ; N, 10.36 ; H, 6.71 ;
Found : C, 71.20 ; N, 10.30 ; H, 6.64

FBMS : m/e 533 ; C33H4 NOs requires m/e 531

2-1

(0] (@)
DCC/DMAP
O 0]
O,N NO

2 2

B-it & $ 4-nitrobenzoic acid (9.88 g, 59 mmol ) ~ resorcinol (2.96
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g,26.89 mmol ) 12 % igtit # 4-(N,N-dimethylamino)pyridine (DMAP)
(0.29g,2.37mmol ) F % ** 250 mL BFSEHIp » JELPE T - /]
P g F AT o BERIERITLI S A LA 2 FEIBA dry
CH,Cl, 2 & ¥42% f# » %18 4v » N,N’-dicyclohexylcarbodiimide
(DCC) (12.76 g,61.85 mmol ) #3235 > *+ 7 E T F J& overnight ;
#Fr TLC ¥ B P iEHFEeF B2 2> A2 dicyclohexylurea (DCU)
6 4 UK 0 WA 1L CHLCly ks > i de K 5B s Bog 5 K 4o 2
MgSO, “f ko i@ % DCM/EOH i3 f3 R £ R L &5 > B idHv

¢ FH o A5 80% -

'H NMR (300 MHz, d-DMSO): & (ppm) 7.32(m, 8H, Ar-H), 7.64 (t,
J=7.8 Hz, 1H, Ar-H),7.47 (s, 1H, At-H), 7.37 (d,;J = 7.8 Hz, 2H)

2-2

0, =
O,N NO THF H,N NH

2 2

"ig £3#] THF #-1 & F 2-1 (2.04 g, 5 mmol );3 >+ 250 mL
FSEFLM 0 4o r 10% PA-C (0.2 g) LIVH - R EEEISF > &
& F AT F & overnight s % TLC % » B % B F B =%
Do FFRERD MF RS EIRH PA-Co 2 CHCL & e i i

R F BT ¢ HHALY 0 A 87% -
'H NMR (300 MHz, CDCl5): & (ppm) 4.15 (s, 4H, NH,), 8.01 (d, J =



6.6 Hz, 4H, Ar-H), 6.7 (d, J = 6.6 Hz, 4H, Ar-H), 7.16 (s, 1H, Ar-H), 8.21
(d, J=8.7 Hz, 4H, Ar-H), 7.10 (m, 3H, Ar-H)

2-3° 5. B

Hz  hooc

OHNQ*OOQ\Oi@NHi@

Bt &4 2-2 (1474 2,499 mmol)» i+ &4 1-1 (3.22¢,10.5

C1oHzs0 OC12Hzs

mmol ) % it & 4=(N,N-dimethylamino)pyridine (DMAP) (1.28g,

10.5mmol) F % >* 250 mL BEFEFP > FEAHRE T 9- ] FF > &%

FoART BEARIENTEL V=X £ Aur i 3 A dry THF R &

PEIEA [ 0 S {8 4e » N-(3-dimethylaminopropyl)-N'-ethylcarbodiimide
hydrochloride (EDC - HCI) (2.59 g, 13.5mmol) #4353 » 4cfiiw 0
Flsa % 0 38% TLC 7> BR B Er k=2 HRA ANk
b K EB o Beg A 4~ MSO, 'k > 5E14 38 » DCM /EtOH 73

ﬁ’*}i ﬂ# PFJB > 3@//%11’*:1] e d r‘].gé‘r ’ l*‘%'{, 23%°

'H NMR (300 MHz, CDCl;): & (ppm) 8.21 (d, J =8.7 Hz, 4H, Ar-H),
8.01 (d, J=8.1 Hz, 2H, Ar-H), 7.83 (m, 4H, Ar-H), 7.48 (t, J =8.1 Hz, 1H,
Ar-H), 6.99 (d, J =8.7 Hz, 4H, Ar-H), 4.03 (t, J =6.3 Hz, 4H, OCH,), 1.82
(m, 4H, OCH,CH,), 1.58-1.27 (m, 40H, CH,), 0.88 (m, 6H, CH3)

EA for CssH7,N,05(925.2) Caled : C, 75.29 ; N, 3.03 ; H, 7.84; O,
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13.83 ; Found : C, 75.23 ; N, 2.93 ; H, 7.78
FBMS : m/e 926; CsgH7,N,Og requires m/e 925

DIAD , PPh; o

©/\ )b\ + = CoHyOH ——————> 0-CoHig— =
THF g
S
B~i- & ¥ benzyl 4-hydroxybenzoate (6.7g, 29.4 mmole )

w-undecylenyl alcohol (5g, 29.4 mmole )% triphenyl phosphine ( 8.18g,
31.2mmole) F ¥ ** 500mL BFSEFgp »FEARE T - B ¥
FAmT R EREs A % Pdes i R34 dry THF = &
FEH% f3 0 5L {8 4 ~ Diisopropyl azodicarboxylate (DIAD) (4.25 g, 21
mmol ) #1593 > AEF R T ERE- X [ FF  TLC % > 2L Y if Bigx
TF R 2 o M CHCl ks ik 4v R 3B > Boj 48 & 4 » MgSO,
“,’TT ko i}é?{ﬁi’i{# i A %ﬁ"ﬁ silica'gel ¥ 4Lk +7% i » * n-hexane/

dichloromethane & * 3% » 3] kA » 2 F 92% o

'H NMR (300 MHz, CDCl3) & (ppm) : 8.02 (d, J = 9Hz, 2H, Ar-H),
7.45-7.29 (m, 5H, Ar-H), 6.92 (d, J = 9Hz, 2H, Ar-H), 5.88-5.74 (m, 1H),
5.33(s, 2H, CH=CH), 5.03-4.91(m, 2H, CH,), 3.98 (t, J = 6Hz, 2H,
OCH,), 2.08-2.01 (m, 2H, CH,), 1.83-1.71 (m, 2H, CH,), 1.47-1.27 (m,
12H, CH,).

41



O

}—@—o—chlg_// | | Pt cat, O,

e} + HSI—O-SiH — " »
S | | toluene

R ] 0

O—C11H22—Si_O—Si—C11H22___04©_<

;—O o .
it &4 3-1 (5g, 13.14 mmol) §r 1,1,3,3-tetramethyl disiloxane

(1.14 ml, 6.26 mmol ) F % *t,250mL H SEFLR > 4o > if &3 F

toluene & & 43 13 S8 1S A BT AL T e
platinum(0)-1,3-divinyl-1,1,3,3-tetramethyldisiloxane complex solution

in xylenes,(2%Pt) (0.36ml, 0.036mmole ) > >N FHE T F - X ; FH
TLC % > gL i Bigr TE B = > 11 CHiCL x5 > Jaif 4o K 3 B>
B3 k& 4r » MgSO, “%TT ko ii%%fﬁﬁ'i{# ; ﬁx%é%‘ﬁfé silica gel ¢ +4
$7 % v » * n-hexane/dichloromethane % *#%% @3] kA & -

'H NMR (300 MHz, CDCl3) & (ppm) : 8.01 (d, 9Hz, 4H, Ar-H),
7.43-731 (m, 10H, Ar-H), 6.89 (d, 9Hz, 4H, Ar-H), 532 (s, 4H,

COOCH,), 3.97 (t, 6.3Hz, 4H, OCH,), 1.83-1.71 (m, 4H, CH,), 1.47-1.26
(m, 36H, CH.), 0.009 (s, 12H, Si-CH).
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)
I | 0
@O_CllHZZ—?i—O—?i—Cllez 04©_< 10% Pd -C, H,

P .

(0]
0] | | O
O_CllHZZ_Si_O_Si_C11H22/04©_<

#-1v & 3-2 (7.87g, 8.79mmole ) ¥2 10% Pd-C  (0.78g, 10wt% )
A THF ? » & § T F - U@ &2 @iait Pd-C> £ 12 CHCl,
22 Methanol fa % d > H 5 EpFo § HMASF > 25 70% o

"H NMR (300 MHz, d-THF) § (ppm):7:93 (d, J = 8.8Hz, 4H, Ar-H),

6.91 (d, J = 8.8Hz, 4H, Ar-H), 4.00(t, J =:6.5Hz, 4H, OCH,), 1.80-1.73
(m, 4H, CH,), 1.49-1.32 (m, 36H, CH,); 0.54 (m, 4H, Si-CH,), 0.05 (s,
12H, Si-CH;).

3-4
(6]
A | 0
>_©-o_011H22—Si-O—Si—C11H22—04®—< 4 O/\O
HO | | oH N

o) | \ o)
Q >_©‘O"'C11sz\Si—O—Si—Cnsz_O/O_{ o]
e Wa | o~
ol ke

it &% 3-3 (3 g,4.19 mmol) ~ benzyl 4-hydroxybenoate (2.1

DCC,DMA
—_—
THF

g, 9.22 mmol ) 2 % it # 4-(N,N-dimethylamino)pyridine (DMAP)

(0.12g, 0.98 mmol) F % ** 250 mL EEFHLP » FLH L 59— ]
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PP g f AT ENIERITL S 2R S 2§73 H dry THF

-

BB IIIA R 18 40 » N,N’-dicyclohexylcarbodiimide (DCC) (1.9
g, 922 mmol) #4253 > FRETF - 2 ;&E* TLC 7 > 8¢
EHEFETF R > 0 CHCl, i > Jai s K E B Bog 48k 4o ~
MgSO, -k - kg% B fe dgd silica gel F AL i o

n-hexane/dichloromethane % *3&% F 3| kA A F 62%-

'H NMR (300 MHz, d-THF) & (ppm) : 8.16 (m, 8H, Ar-H),
7.47-7.31 (m, 10H, Ar-H), 7.29 (d, J = 9Hz, 4H, Ar-H), 6.95 (d, J = 9Hz,
4H, Ar-H), 5.37 (s, 4H), 4.03 (t, J = 6.6Hz, 4H, OCH,), 1.83-1.71 (m, 4H,
CH,), 1.49-1.32 (m, 36H, CHy);'0.048 (s; 12H, Si-CH5).

3-5

Pd-C, H,

Q | . B 0
ZS C O@O—Cllefsi~O~Tl—Cllez O’Q_/% 4@_«2 —
Q | 0
o} >—< >—o—cllH2 Si—o—Si—C11H22_O_< >—< O
RV e o~
#-iv £ 3-4 (4.76g,4.19mmole) £2 10% Pd-C (0.47g, 10wt% )
A THF ® > 43 § TF la— 2> # 3 @pA Pd-C> £ 12 CHCly

22 Methanol faf S ds > Hb 5 EpFo § HMAF > A5 72% °

'H NMR (300 MHz, d-THF) & (ppm) : 8.11 (d, J = 8.9Hz, 4H,
Ar-H), 8.07 (d, J = 8.7Hz, 4H, Ar-H), 7.31 (d, J = 8.7Hz, 4H, Ar-H), 7.03
(d, J = 8.9Hz, 4H, Ar-H), 4.07 (t, J = 6.5Hz, 4H, OCH,), 1.87-1.83 (m,
4H, CH,), 1.49-1.32 (m, 36H, CH,), 0.04 (s, 12H, Si-CHj3).
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3-6

O, | | O
0 o_C11H22—Si—O—Si—C11H22/04©—< o)
HO OH

+
H2N~©>OCH3

THF l EDC. HC1/ DMAP

Q I o]

Hscoﬁsz@O-CHHZZ%I_O-?I_CHHZZ/O@O@ZOOCHg

Bit £ 4 3-5 (2.0 g, 2.1 mmol )~ p-anisidine (0.57 g, 4.62 mmol )
© R g it & 4-(N,N-dimethylamino)pyridine (DMAP) (0.54g, 4.41
mmol) F ¥ 3% 250 mL BEgEFN o FEAPE T H- P AF F
AT R RGBS TA S 2 S i e N A dry THF R & #4
% fE 0 518 4r »  N-(3-dimethylaminopropyl)-N'-ethylcarbodiimide
hydrochloride (EDC - HCI). (1.0 g, 5.25 mmeol ) #3535 > e friw
F s x5 TLC ¥ » BV PR TF R 2 o ERpi-FAl Ik
e dek E B0 B 84 4~ MgSO, %0k "E1218 ¥ DCM/EtOH i3
fRRAZE SN BRiFe d FMAY DI &5 23% -

"H NMR (300 MHz, d-THF) & (ppm) : 9.25 (s, 2H, CONH), 8.12 (d, J

= 8.8Hz, 4H, Ar-H), 7.98 (d, J = 8.6Hz, 4H, Ar-H), 7.68 (d, J = 9Hz, 4H,
Ar-H), 7.32 (d, J = 8.6Hz, 4H, Ar-H), 7.04 (d, J =8.8Hz, 4H, Ar-H), 6.86
(d, J = 9Hz, 4H, Ar-H), 4.08 (t, J = 6.34, 4H, OCH,), 3.75 (s, 6H, OCH}),
1.33 (m, 36H, CH,), 0.54 (m, 4H, Si-CH,), 0.06 (s, 12H, Si-CH)

EA for CesHggN2011Siz (1165) Caled : C, 70.07 3 N, 2.40 ; H, 7.61; O,
15.10 ; Found : C, 69.63 ; N, 2.35 ; H, 7.40

MS ‘ m/e 1167.8 ([M+H] ); C68H88N20118i2 requires m/e 1165
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Q | | | . Pt cat, O,
O—Cngs—ﬁ=CHz + H-Si—0O-Si-O-Si—H

d © | | | toluene

FOrocmsposgot-ame -
0-Cq1H5,=Si—0-Si—0-Si—C;H,,-0
>ro . 0_2

it &4 3-1(5g,13.14 mmol) - 1,1,3,3,5,5-

hexamethyltrisiloxane (1.56 ml, 5.97 mmol ) F % *% 250 mL ¥ 3f 53,

Moo 4o~ i B3 & toluene RS PEFAfE 0 MTTS B AT A AT 4o x
platinum(0)-1,3-divinyl-1,1,353-tetramethyldisiloxane complex solution

in xylenes, (2%Pt) (0.34ml, 0.034mmole) > X3 8 F F - % ; @ *
TLC & » 8% i gige@k B2 = o 4 CHyCly 92015 » Jmife 4o K 5B~ »
B3 8k 4 » MgSOy bRk AT B e F5 o silicagel 4L
}744 iv > * n-hexane / dichloromethane’ % % 3#&/% > F3v ¢ HHE A

;}’;7 ’é‘_.‘:%“' 70%0

'H NMR (300 MHz, CDCl;) & (ppm) : 8.03 (d, J = 8.7Hz, 4H, Ar-H),
7.46-7.33 (m, 10H, Ar-H), 6.90 (d, J = 8.7Hz, 4H COOCHy,), 5.34 (s, 4H,
OCH,), 3.99 (t, J = 7.5Hz, 4H, OCH,), 1.83-1.75 (m, 4H, CH,), 1.67-1.28
(m, 36H, CH,), 0.06 (s, 12H, Si-CH3), -0.04 (s, 6H, Si-CHs).
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O>_Q ] @_é? Pd-C, H,
O'CllHZZ—SI—O—SI—O—SI—CHHZZ'O
gy

SOt bem o
0—C11H2=Si=0-Sj—0-Si—C11H2,—0
HO | OH

#-iv &% 4-1 (5.79g,5.93mmol ) ¥2 10% Pd-C  (0.58g, 10wt% ) &
S THF ¢ » 4 § TF fa— % > M F %2 &Eia# Pd-C > £ 12 hexane

L #’;F WpFo ¢ FAMWMAL  AF 72% -

'H NMR (300 MHz, CDCl;) & (ppm) : 7.87 (d, J = 9Hz, 4H, Ar-H),
6.98 (d, J = 9Hz, 4H, Ar-H);8.99 (t, 6.3Hz, 4H, OCH,), 1.73-1.64 (m,
4H), 1.37-1.22 (m, 36H# CH,), 0.02 (s, 12H, Si-CH3), -0.02 (s, 6H,
Si-CH3).

4-3
(@]
O-C;H | |
» 11 22—?I—O—?I—O—SI—C11H22 COOGBnN

DCC/DMAP

@ @O C11H2£|-O'S|-O'SI-C11H22 @—«
o o

Bit £ % 4-2 (3 g, 3.8 mmol) - benzyl 4-hydroxybenoate (1.9 g,
8.3 mmol )1 % i it F| 4-(N,N-dimethylamino)pyridine (DMAP) (0.09g,
0.74 mmol ) F % >t 250 mL EFEHsEp » FAR L F G- > F
FoAMRT AR ENITLT P E 4~ €38 dry THF = &

P fF 0 518 4 ~ N,N’-dicyclohexylcarbodiimide (DCC) (1.96 g,

47



9.5mmol) #4535 > W F R TE - % ;F* TLC % » B:5 i Bi_
FEEF R 2 o CHClL i > i 4 KB Boj 8k 4 »
MgSO, -k - ik HFic % B fe dfd silica gel F ALt o

n-hexane / dichloromethane § * 3% > A% > 2F 62% o

'H NMR (300 MHz, CDCl3) & (ppm) : 8.16-8.11 (m, 8H, Ar-H),
7.47-7.33 (m, 10H, Ar-H), 7.32-7.29 (m, 4H, Ar-H), 6.96 (d, J =9Hz, 4H,
Ar-H), 5.37 (s, 4H, OCH,), 4.03 (t, J = 6.6Hz, 4H, OCH,), 1.86-1.76 (m,
4H, CH,), 1.49-1.28 (m, 32H, CH,), 0.52-0.49 (m, 4H, Si-CH,), 0.05 (s,
12H, Si-CH;), 0.01 (s, 6H, Si-CH,).

Q i =ik o
(e) (@) C11H22‘SI—O‘SI—O‘SI—Clngz_04©_< O
Cf O O
THE | Pd-C, H;

Q ) B o
Q 0-C11H25'Si=0-Si=0=Si—C;;H,,—O 0
o bl 13 ] o—@—/{
HO OH

#-it & 4 4-3 (5.0g,4.13mmol) £ 10% Pd-C (0.50g, 10wt% ) i%
S THF ¥ > 6d f 7 F o= % 0 08 el R4 PA-Co £ 102

Fad P ERES S AMAS 0 AT 80% -

'H NMR (300 MHz, d-THF) & (ppm) : 8.10-8.04 (m, 8H, Ar-H),
7.29 (d, J = 8.6 Hz, 4H, Ar-H), 7.02 (d, J = 8.9Hz, 4H, Ar-H), 4.06 (t, J =
6.4 Hz, 4H, OCH,), 1.49-1.33 (m, 36H, CH,), 0.59-0.57 (m, 4H, Si-CH,),
0.05 (s, 12H, Si-CH3), 0.02 (s, 6H, Si-CH3).
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R ] L o
0 0-Cy1H22-Si—0-Si-0-Si—CyyHpp—O0 o}
o | | | o—@—/{ + H2N—©—OCH3
HO OH

THF | EDC.HCI/ DMAP
Q L 0
O>—©—0 O'C11H22?i—O-?i—O-?i—Cquz—O—Q—/( 0
H3CO_©\NH © < > HEN/Q—OCHQ,

Beit £ 4 4-4 (2.0g,1.94 mmol) - p-anisidine (0.52 g, 4.27
mmol ) 14 % igit FH 4-(N,N-dimethylamino)pyridine (DMAP) (0.52g,
427mmol) F %3 250 mL EEFFP > FANE T - [ AF
FoART O BAREFER S E A2 F A A dry THF 2 &
B fF 0 518 4 » eN-(3-dimethylaminopropyl)-N'-ethylcarbodiimide
hydrochloride (EDC -‘HCI) (0.92 g, 4.85 mmol) #4353 » 4c$iw
FRA X 5 @% TLC % BER G e TF = 2 - @pi-FAH g
AR E B Bog K 4 » MgSOy “,/TT Ko Bgfs i@ * DCM/ EtOH 73

FARABRL SR EpEv ¢ FAMALY DI A F 40% -

'H NMR (300 MHz, d-THF) & (ppm) : 9.35 (s, 2H, CONH), 8.09 (d, J
= 8.9 Hz, 4H, Ar-H), 7.98 (d, J=8.7 Hz, 4H, Ar-H), 7.68 (d, J =9 Hz, 4H,
Ar-H), 7.31 (d, J = 8.7 Hz, 4H, Ar-H), 7.03 (d, J =8.9 Hz, 4H, Ar-H), 6.85
(d, J = 9Hz, 4H, Ar-H), 4.07 (t, J = 6.44 Hz, 4H, OCH,), 3.74 (s, 6H,
OCH3;), 1.49-1.32 (m, 36H, CH,), 0.59-0.54 (m, 4H, Si-CH,), 0.07 (s,
12H, Si-CH3), 0.02 (s, 6H, Si-CHj3)

EA for C;0H¢4sN,01,S13 (1239) Calcd : C, 67.82 ; N, 2.26 ; H, 7.64;
Found : C, 67.59 ; N, 2.09 ; H, 7.50

MS : m/e 1239 ; C;0Ho4N,01,Si1; requires m/e 1239
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2-5 R 3%
AEEHRY P RBEFRBOS T EH N LT

#4445 (B~S):

2 S
0] O O (0]
B
HN NH
OCqoH
C12H25O 12125

0 /@\ 0
o) /O)% OJ\©\ o)
lon T
C12H250

OCyoHys

P+ (R):

OMe
i Tes
(0] /@)J\H R
ﬁ°
ClZHZSO

Z2# - %% (dimer) 5+ (DI~DII):

Q %—<:}oc Hassi-0-4 P
-C11H228i-0-Si-CyqH /o—©—/< o)
> )-c PO Cutze o)< DI
HsCO—{_ )—NH HN—<::>—OCH3
Q L0 0
Q O'C11szs|—o-s|—o-s|—C11H22—o—©—/< 0 DII

0 [ [ [ O<:>4

H3CO NH HN/%C:>—OCH3

. B/R 45| : %4 Alo3 B ksr+ REE xly (Wt%) =
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100/0 » 70/30 » 50/50 > 47/53 (molratio=1:2) > 30/70 > 0/100 -

Il SIR &7 8w 34+ SEHKRAF RES  xy(wt%) =100/0 »
70/30 > 50/50 > 47/53 (molratio=1:2) > 30/70 > 0/100 -

I1l. B/DI k7] : % 4]~ 3+ B dimer DI :& 72 4% > x/y (wt%) =
100/0 » 70/30 » 50/50 » 44/56 (molratio=1: 1) 30/70 > 0/100 -

(R 7 e s ARERR ST OPEE  + & B/DI=1/1 mol
ratio R % 0 F RIEF L)

IV. SIDI &3] ¢ %% 4] % 5 S &dimer DI i (7843 > x/y (wt%) =
100/0 » 70/30 » 50/50 - .44/56 (molratio=1 :"1) > 30/70 > 0/100 o

V. DI/R 4 5] : ¥ 5 R & dimerDI i& 7233 > x/y (wt%) =

100/0 » 70/30 > 50/50 %:30/70 > -07/10075

(R 97 PP 5 2B EER GRS - + 27 DIVR=1/2 mol

ratio ﬁj/g‘% s jiéf,? l’Lﬁ:L)

R IBI AT
L 1% BHAEXT (34 0.1mg) %3 54 443 B2 S 214k

A3 R-DIZ DIL A %73 it blanRiE > # 2 F .9 4 50mg o

B RS RRRAY  RBHERFED .

3. KR EAF 2 RBH AR E B L o BE RITHIG 80°C B R
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I~2 2 $3HEHE LT FLRTRBTT LRS-

1. B~4~5mg tk &34 {58 > £ B 3¢ 4o 3 % % isotropic J§ B 2

28t & (cell) E 2@ 3 2208480 L ME

hi

FiR2z By LoRg #phEer 7  FHREIBEL S

=2
23
\\‘m\_
Y
mh
P
S
i
ot
Hy
=
i
By
Eis
a:
tg
=
Nt
EL
i
=
=H
i
H
ETR

. fofh 2 isotropic 2. 4eH @ lHATTER

¥ —th > T«

L || (W |

Fig. 2-6.1 #-% % HkL @ e85 A2 1. e £ T isotropic 2. #4 & 7 3.

= > PRV
BE TV ER

2R T AL cell B 3 AR AL FARU B R A FH TS o

TE Lk R

2-7 & 7§ £ R
FHorRplp R Een 24 0 = &2 (triangular wave

method ) ~ 3k #& ;% (field reversal method ) 17 % 7 )l% % (Sawyer-Tower
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diamond bridge method ) » *3#% < p # & it
4 ﬂ’}lj B

EEP- R = & o
PR AR SR IRRAE R ARG D B
Sz AR R T ERR S

B4 Tin s

+
M
“

pe

i AP BT LB BRI (40Fig.2-7.1) » #r 8 R4
BEG ML JI* p gt BE T R (342-71) F
PRt > T s R EMsE (POM) LR

1jvdt
pPs =~ R
2 A

21 F 4
Bt -
B 2,

po

/:_Eg] °

#2701 ]Vt AR RHEFT AL ARG T AL TE
s E Y AR TN Psa d

% nClem? -

o

A B

ol pal
20

camera

Arbiteay Wavafonn
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=7
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Fig. 2-7.1 p|

Yigitnl Dheeillnscape
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P
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31 &+ 1

3-1-1 Williamson @it &

Williamson 2 & E_#-33 Lt & f % = B 4ARGT R o f £ >
o A g B 0 4 K drde (alcoxide) > £ & dpR i £ (&

AL - %) 7 SN, F & o F %42 Fig3-1-1.1 :

- +
R—OH M . R 0 nNa (@)
N N
Na R—o0O R X e

ROR 4 Nax (b)

Fig.3-1-1.1 SN, £ BE o i3] ()% d 252 & ede (b) bk
SR A A AR

3-1-2 Bk F

PR R Peik g ek %ﬁifrﬁzéﬁfﬁ@ gk T A S - Ad 40

SNyES
% 14+ o N,N’-dicyclohexylcarbodiinide (DCC) =g * & & frkiz ™
BEMde > o F 18 A 4 e dicyclohexylurea (DCU) # %%“ d i ;‘1,@",% 3 <
FRip o FléEME e DCU F1* 7 Al 5 &, "%—i ok H M g PziE
AR REFE R AR F TR

¥ * dimethylformamide

(DMF) & tetrahydrofuran (THF) 5 ot F i@ & 2 = BH 3 > #
Fr- kg DCC Afigit A4 - Bfpdradpd A 3= (g F
ME RS T 3 TP fpit 4 2 DCU - FE5 AL s
BANF Y kT RIFEERT A 0 &k B REL

55



B ARTONMPEZIoEF F E2 SRR IT miFE KL B A
FAFHE DCC £27 85 > btifrdle 15 § 8473 ¢ s

AYpE o g = FE o F B0 4 Fig3-1-2.1 #7571

H N(CHz)2
Y One \
c <‘5+ (o N |
N

TSN Ty

=z

/N ‘ NH - = + NH
) @
_N

Fig.3-1-2.1 %-ké fuid4] > Lt e DCC £ 71 A4 - B
2452 BRI NF RS FauAEE F TR escF > 4 & DCU

3-1-3 Mitsunobu Coupling
Mitsunobu®” ¥ 17 DEAD #2'PPhy £ (7 F o £ &2 2 s F &7

FEFF R @AY B4 (alkoxyphosphonium intermediate ) » %
FoP M T AR E R =8 (electrophilic site ) {7 ALY B 4E K
i € AR (inversion ) A +%3# &+ 5 RCO, ~RCOS ~ RCN -~
ArO ~TsO ~R3SiO ~I' ~Br ~CI'~F~CN » * F BE 5 8 A F ~ %

B R A IR
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X
R
H HX R>\¢x
OPPh —_—
R k @ ° inversion R H

alkoxy phosphonium salt

X=RCO,’, RCOS’, RCN’, ArO’, TsO’, RsSIiO’, I', Br, CI', F ,CN’

Fig. 3-1-3.1 Mitsunobu Coupling » & 1% 1 ]

3-1-4 Hydrosilylation

Hydrosilylation® % Karstedt’s platinum catalyst 22 O, (co-catalyst)

x5 0 1 2 445288 (Pt Colloid) " 8w (8@ 2 4 & =2, 0 1§ 2
¢ R gt g2 A (vinyl'group i faak i) 2 F s (Hydrosilylation )

ALEFRATSRR DG L PR TEF T L kAP

=1

EEHTRF R M FREG FREREEH S 2 REL b Pt

A R S H
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Me Me

e\sI o8

,, I~ | \ M

Me\SI ,/////// \\\ I e
t““'" IIIIIPt \

Induction | pe— Iﬂs‘ %,

Period I{/Ie\

” SI\Me
/d

Karstedt’s platinum catalyst

O, (cocatalyst)

H, + R'OSiR, Ptx(0-0) on
. IR3
\ colloidal platinum(0) species /‘ R N
H H., HSIR R i
| — | Pt 2(0-0) "Rs | — | Pt°(0-0)
RO pgi aSi”
R= alkyl ,chloro,
effect of water alkoxy reductive elimination
and alcohols . .
Hydrosilylation
> L
b bt 0
R"OH - _-Ptx’(0-0O) R
R3SI
R"=H, alkyl
HSIR3
reductive elimination
P,%00) + H, £ R3Si-SiR,
large colloid ¥ X
Fig. 3-1-4.1 Hydrosilylation » J& % - #
3-1-5 Amidation
% * EDCHCI it {7 fipieit F g v € LB F By PR AF &

# 2 O-acylisourea » P48 > 3 ¥ ot ¢ B 495 14 %) HOBt (» ¥ )1 18
# HOAt ~ HOOBt ~ NHS » DMAP % ) 2} = HOBt ester £2 /t % » HOBt

ester £ 2 F Rie g AL iTH (B3

AP I w3 HOBt> & ¥4 A
Fig.3-1-5.1 o [#]
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.S '
PR

I k |
.+ 1
R OH PLI - OJJ\ NH
3 A,
EDCI O-acylisourea

NMe,

MNie,
J) N f
T« N#MD : ﬂ@ + HN

/L " }70 J\

o NH M

DR

HOBL HOBt ester k urea

N
D)
RN ' K, j\ N
2"_0 *ORNH, —— o SNur ¢+ N
© N
HO  HOBt
Fig. 3-1-5.1 fiavait £ ks d]

3-2 ##é AL+ B-~SoHHKkLFRZ2-FEHELSS DD
EAFHRY AFH LS N E G AR S A G 0 S ETR AR

RTHFR* B EEg R KR (FTIR) ~ 6 A s

(POM) ~ 77 £ £ £ 3+ (DSC) ~» X-ray # % 83 ¥68+ % (Powder

XRD) %2 &7 &P -

3-2-1 & AEH T

oamkdk (IR) AFTBHEFTADNERL L > 57 B4
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B P g oy oo @ ¥ B A+ DL S b » 2 N—H #jk
PRt 3331 om’ e @i EACESEE R R At B 0E Bk
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DI

250C
220
2000C
150°C
R.T.
g
s [
£ |
= +
£ | N
2 |
g T "
=] Al 2
[
|
1
kEx]
T T T
3200 2400 1600

wavenumber{cm')
Fig3-2.1.1 (@) £4 B~ (b){* £4 R~ (c)i* &4 DI &3 B A& T
9 IR B3 4 ]

3-2-2 POM @&z
— A R FEE R S AT P—r‘j*{zzﬁﬁzi POM i T2 [§] >
Pl ip €F & B FACHRER 0w it &4 B % iE POM “rpLR]

E'J ‘:’fjlk\r/:_l "i/i. l“‘i""]‘:}_ | = ‘LE_,EJFT‘JKT‘J"L ‘T#E)"J ’ 3&3@ XRD * ﬁﬁ/?

-~

FIET I & e B L ARG 0 T Rk 5 pE A 10 A
E.E?—ﬁﬂ,ﬁﬂ; domain*dﬁ%% H%E%,ajé.fﬁ,%%‘,r‘zﬁp?ﬁl%@g
10 & p¥> & i domain € % 5 > & < domain € % % >4 Fig.3-2-2.1(a)(b)
Arim o i A A B domain £ A e E o REEERT ERT
RIBTAF BT AR 0 @0 DSC £RIT LE A B SE
F4 2R BT TR W0 Bydp s o

f“ &4 R ¢ isotropic state /4 ¢r |k o8 R PFi5:E POM ¥ 7 1] %
AR ed & (L Fig3-2-22) %4 — F 4 F ond 5 TR

e P s ¥ ELPI T homeotropic e85 ft » F]pt iz — B Ak 5] A 4p
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(SmA) hirig o

it£% DI 2 DII » iﬁ.fs;%ﬁ_j P £ o ospacer s ¥ A B hdcp 7
o 4c Fig3-2-23 #7177 DI &4 & B# - B% &? FF > @& DI A&
Z P A BE RS EE POM v 1 {4 £ 4 DI d isotropic
BRMWEET RREE L (R Fig3-2-24()) F 7 i & 5]4p
- PR T FRMPE G nd s L EEe DSC 2 XRD B iplE
Sl e A7l A AR (SmA) > @ it &4 DII k3 > b 7 BRZ T
SmA #p eh5 bk %32 (4e Fig3;2-2:4(b)*77 ) > > it &4 DI 2 DII
koo B F ABED G0 B X g ag A Rdp e oo d 3 DI A3

L T g A R RA S g AR ped g T RS B
AT RRE R d SRR AT EFTETTSmA 4R T 7 G cfiRiReE f i@
S Rl gt Bl DIRGUH B ¢ T 5§ 4

RPN K fk B > @ d XRD » 5 Fl4rptens % > 2 P ge S

’Iﬂ\ “

AL T E o

NS F PP SR i Sy R F SE S N o
+ S Kfrk 3 fpiRiEa B Rut o R ERIET IR L E5 S
fe iy £ T ¥ L% 3| circular domains F]t 38R 5 & 74P £ i XRD
2T ERRE L SmCP 4p > FIB ¥ UFR o it 5 B G R

éﬁl}]LL/w\+F'3i{Egme?+¥|§mln\—+ia‘ﬁ’T" ’”Lr}?r“‘m?fflip B
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B 4= (highly ordered) > @ ¥ 4 d fig i f it £ 4 S dpfz

T hAn (R 7la0) A RO LB ki o

-::T_}T' F P ;-i=
(c) r, T
Fig. 3-2-2.1 * & 4 B2, POM % 12 fl(a)#-i% 3 & d & 2 g p&

g 10 B 0 (D) k P g AR 10 R > Ok PR

-

(@)
Fig.3-2-2.2 it £ # R c7POM %32 [§](a)* & gt & 2 & » 200°C » (b)
I g ancell ¢ 0 210°C
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o) O}—Qo CatHapi-0-¢ P

~C11H22Si-0-Si-CyyH /o©—/< o)
> Mo S o~ )< DI
H300@NH HNOOCHs

Q L 0
Q >\—®O'CnszSi—o-Si—o-Si—anzz—OO—/( o) DIl
@o T o7 o@—/(
HaCO NH HN/©—

OCH,

Fig. 3-2-2.3 it £ 4 DI 2 DII ﬁ?f‘%f#;‘

(a) T (b)-

Fig3-2-2.4 (a) 1 & 4= DA% da Ap PSS IR = (b) 1 £ 3 DI ** % &
}p P T2 ) - e " BN

3-2-3 DSC &3]

13 Y & i A TR I Table 3-2-3 - F L &HA B A 4
+ B X S 7 RSB AT S § g £ Bx 4o R R

&%@{102.9'\/201.8@ v "R E_195.6~987C BRE R A Y
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H 989 R % 969 B » @ gt e S H SmCP 4p e o i B =8 &
104.4~114.9C » "4 8 £_109.5~79.6C » £ & T A » w4105 B %
299 B BBV F A7 fRiReEOAS S BA S fpiE R 0 2R
BAY XM EAREHAs T Sy FRFd SR ES VR AR A
B oo Bx Apeh#ia e 5 57.8 Jg'l o A v &4 S ch SmCP 4pch# i &
4 215 Jg'» & EBxAP AR AL 4 5 SmCP #p keh o ptgk
4 7 &2 XRD #7473l enR & o

MY Bk A F R-DE&DIL k3 > Reg Ll B 2 B
£_185.4~224.0C - "5 B/ A 3 AIEE0223.3-166.3°C > DI it £ 8
B AR R A W E170.6~247.5C %2282~144.9°C > @ DII 7% §
AR R A W E_174.3~52738°CF263.8~166.1C » d s 5 Kk F
B AsF RUFF AREGR- BMDLOEz 2 eks (2R
7 iFEhd 224.0C % % 247.5C > iR R4 2233°C %% 22827 )
R (To) F @ L7 % (4 1854CE+ 170.6C) > @ e B -
RV REFRT T - BF I AGESEFTRHROLF (2475C
FBI2738C)> WEATAR KRG ReOEE -~ HRIETA Y G 386
% 57 B > @ DL g ~ "5iRI % 769 B 2 83.8 B ke | pEa
FARES B+ AR AR R SR e Bk enk o @ DII ens

FRE R A WA 9952 977 w42 DI kenk o T AL RAE L 3
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HRE - PRk S (TR ERE TR I W - BFF AT
RRHERFRIES -

LR PR A 3 T g R §5 e 38 3 BE KR AT Rip
BT OBHERATARSHEI0AEZ L RAOERT AR TH6 3 &
FS0RZe o RRETEA T LR AR (RDT, = 2240C - B
1 Tieo Bl H_201.8C ) mAF £ R { EhDI 2 DIl £ B 4pit » B e
BEEG 1029CE = 4 ¥ & M 5(DI 2 DI g4 %] £.170.6 2 174.3
‘C) B g8 201.8°C 7 3.2 i< (DI 2 DI &7 B4 5 3
247.5 % 273.8°C )~ fe & F R DISEEF > + & =+ > B 2 DII 4%

F BT F R GNE B
Table 3-2-3 #p#& # A % # 5w 5] L

Compound Phase sequénee (C, [Jg'])°

B Cr 102.9[5.9] Cr 201.8[57.8] Is0
Iso 195.6[-50.2] Cr 98.7[-4.3] Cr
S Cr 104.4[40.5] SMCP 114.9[21.5] 150
Iso 109.5[-21.2] SMCP 79.6[-38.3] Cr
R Cr 185.4[75.8]° SmAP 224.0[10.7] Iso
Iso 223.2[-10.0] SMAP 166.3[-45.2]" Cr
DI Cr 170.6[59.4] SmA 247.5[9.1] Iso
Is0 228.2[-10.7] SMA 144.9[-16.8] Cr
DIl Cr 174.3[39.5] SMA 273.8° 150

Is0 263.8° SmA 166.1[-34.1] Cr
ClESERE (C) 2 &%E (Jg' F[]¢ ) 4 DSC 12 5°C/min
ei# 3P| £ » Bx = undefinded B phase ; Cr = crystal state ; SmCP = polar
smectic C phase ; Iso= isotropic phase ; SmAP= polar smectic A phase
® overlapping peaks
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° phase transition observed by POM only

3-2-4 Powder XRD & Bl

R S Apen1 L5 1 518 POM BB R ILE > DSC Rl E £ 4% &
ZipgitER2Z ¢t XRD » § £ &% R o FRAm1 B o B
o 49 19 e XRD S5+ 0] € 7 37 % @ dnendEsdiE > @ K slap Rl E_h)

- RARNMESE R AR ERTORAE R e - AT E D
SRS S A KR B AT BN R o

it & 4 e d-spacing %72 %t Table,3-2-4.1 > i* £4 B 2 R 7 XRD
B4 Fig.3-2-4.1 #7577 si% & ¥ Biduisotropic. liquid *% /§ (S #:E » B
BB BAp ot ME R & SR P SESPE 0 YR R R DR
A Bl e v IR e - A SRR FE P 0 2otheta B XL G Y S
1.56 & » F|pt ¥ 3+ 5 7 7} d-spacing 57 49.0A > @ * £ 4 B s F £
BEEEHFERELS T LET6 L 605A Flte @it &4 B g
+akFE AT, s Ha L L 359 R -RA G- & 3k 7i4p
Bl kR - WARMERPE 0 R SRy - WA R > B IR R DR
AET IR R SAREARN > A 190 A F AT 220 B
BF > 2-theta & -7 % % > #-| & Y844 o0 2-theta B 525 7 {8 3
R thd-spacing % 34.9A > @ #-4 3 U E T G 05 N R AT E Bl s

+ & B 5 338A d 3 d-spacing #2 4 F £ B BT - &R FPV avig
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PEF ReE KA K7IAID - dd it 4 SHXRD B+ 7
HL- Kldp o 53057 @5 H d-spacing 5 35.7A wmH 43 LR
576 A kenvg > Flpt v a8 4 - ALK S48 (SmC)

AT B DI koo BT LE DR FI4R 0 ] & g0 2-theta
@ 1.91 & g3+ ¥ 7 7 d-spacing % 40.0A > 8225 2 3 £ & (69.24)
oo e XA E B E - 2 2 od 3K _POM ArELE| Tl eh IR 2
PRI A AP RAA LT EGEE R TG o AT iR
GEe A2 o+ BRI ond &, @@ eE R BTG 4R I ApRiT o
Flot ARl H K B e S5 4o Figl3=2-4.2 %55 o @ it & 4 DII ",f 7R
1.89 A 3 (100)rsesd 2 ek o B ¥ 025 F(200) 58 J R & 3.75
B o 3B 4718 ¢ d-Spacing (EETITIO0NS et At it A - E R
B (lamellar) e 0 P iF DI s-3.d=spacing 5 40.8A -] >4 3 £ &
72.2A 5 7 _POM BLB| 3| ch/ 78 70 5 SmA e e 18 5 F] b 7 14 4P

343 )8 DLAF i g8 B2 T 4t~ 5 71 A dp -
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(a)

(b)

Intensity(a.u.)

Intensity(a.u.)
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(c)

2000 - oI
1500 A
El
@
&
2 1000 -
(2]
c
8 ]
£
500 Kx‘\
O_
T T TrTrT T T T T T T T T T T T T
2 4 6 8 10 12 14 16 18 20 22 24 26 28 30
2-theta
100004
~ 1000 4
S ]
©
&
P
G
c
2
£
100 4
10 4
T T TrrTrT T T T T T T T T T T T T T

2 4 6 8 10 12 14 16 18 20 22 24 26 28 30
2-Theta

Fig.3-2-4.1 XRD Fl(a)"* £ 4% B> % FiE R W E (DR 7 k§ & i
Bl > (c)i+ &4 DI (d)i* &£ 4 DII

Table 3-2-4.1 d-spacing 7| %

Tilt

Miller . Molecular angle
Compound Phase index d-spacing/A length/A p
B By 100 49.0 60.5 35.9
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200 24.6

300 16.4
R SmAP 100 34.9 33.8
S SmCP 100 35.7 57.6 51.7
DI SmA 100 40.1 69.2
DIl SmA 100 40.8 72.2
200 20.3

3-2-5 kg &R

AF %A - B RBTRL TR P AR B RZRE R F
& i & ( spontaneous polarization value » Ps & ) » kFgil & F % ik &
23 2 3 &7 4% (polarswitching) i  diztt v L4 ¢ 4 R

2 S¥UERDIp BB E - BMDIA DIz p#tEitE@y 2 %o

&
-
b
&
4y
wn
|

EFAFICAR o 4= AL SF B DA RL T i

v A F BT R S Ao Rig3-2-51 Ao o #H R R R G E AR

EEME A FELEL R 500nC/em?® o

fofEk s+ REXIEK AP LEFEERTHERT LG p ik
LiE s Bk AAA R EEPs B9 5 220nC/em’ (L Fig. 3-2-5.2)
P g 2 SmAP 08 3 hh THEEE KL

g
B2k A Apens FRAELE R TG 0 FP AR E B

W

N

.
4
>

! BB G R % o 4 Fig.3-2-53 %757 » &% T3

&3

b
3
NS
el
Qe
E1TRS
i

=t

&

9

14

¥
i
3

PG FERRE P F AR B AR RIS T
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17,

ERR S EEERE EEY L Rt &

FERAFO2BRBAAFEGFERG Ps BARRR > F 0

ok
£
[
e

AR RS Rnirig & o FI RSO Ps 1T B4 Fig 3-2-5.4 47
FRFRRECESTFIEFAPE LB Ps EHIER TR
Fig3-2-55 v # M3 Hh 2 B8 SR H AR R 0 £~ Ren> w2 eh
e d B R RIRCE R R hE o Bk P ks + R 2 Ps B3 EF]

Y o3 7 Th ok 22 N
- R ?_,‘/HL’:Lrﬁ:'\' °

T T T T T 200
4 k150
- 100
5 27
s -1
= =2
2 2
S 04 -0
3 s
(o)) =3
£ Ls0 &
S )
3] L 2
fg -2 =
3 - -100
4 L -150
" : " : " : " : " -200
-0.02 -0.01 0.00 0.01 0.02
Time(s)

Fig.3-2-5.1 it &4 S = & 2 T /v w KB > Vpp =300 f=60Hz
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T
e v o u o w
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o
o
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Time (s)
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&L eh i B 0 Vpp
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A
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Fig. 3-2-5.3 #5443 R
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Fig.3-2-5.4 - £ # R 2 Ps

Fig.

A

250 —

200 . - m = -

Ps (nClcm?)

150

WF——F——7—T T T T T T T 1

—
90 100 110

m  heating
® cooling

240
220 —
200 —
180 —
160 — ] [ |

140

Ps (nClcm™)

120
100

80+

60 -7t 1T - r - 1Trr-r° 7T+ T 1T 1T " 1T 1T "1
165 170 175 180 185 190 195 200 205 210 215 220 225
Temp

3-2-5.5 i £ R 2 Ps B 4HE & B T2 R

POUSTEHRA T RB L
Foa o H R A A s 3R 0 A& T

B2 Serihkit s+ REFT B b

3-3-1 & &%
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(B/R ;s7]) ¢ 14 B/R= (1/2 mol ratio) & ] » #7% FE R T IR
Wit (7 Wi 7 o0 o vk 0 Bt R e N—H e ¢ R R
Adm G B C=0 FE s d 3BT 01730 cm” TR &R R B
91742 em™ (L Fig.3-3-1.1(a) ) » @ #7375 faiebEenssd 4|5 3
SiEFBHMAF Ren i (SR A7) # > 4 S/R= (30/70 wt% )
EFikeedp > BHEZRIE RS IR BlFEFHR T g R Fig
3-3-1.1(b)*75F » % 3323cm™ Auf N—H crdpicd » "g ¥ B+ A p

RS R R R N R R A e R AR o

B/R = 1/2 (mol)
1807C
170C
1657
160°C

: AN 150°C

R 140°C

’ ! AR 130C
' —R.T.

Transmittance

\J I |
1 3327 1721

3800 3600 3400 3200 3000 2800 2600 2400 2200 2000 1800 1600 1400 1200 1000

wavenumber(cm™)
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S/R=30/70 wt%
180°C
150C
120C
R.T.

Transmittance

'
3323

T i T y T
3600 2700 1800

wavenumber(cm™)

Fig. 3-3-1.1 (a) B/R= (1/2 mol ratio) #. % kg & /IR & [§]
(b) S/R= (30/70 wi%) [ £ k= 38 & & IR i )

3-3-2 i H B THEH

FEd om A G BB (DSCYFRAR foeip 1R B2 H
Fib (L A) o UDSCIER SRR B RLE &
B EET R o AP PE LU R RO (POM) BLBR R #0 T = A& £ 1%
DSC i&— H xRk do B R ©
B(S)/R i 7|2 # % f#;8 & #32 Table 3-3-2.1+ ¢ ¥ 5 & B/R
SR 2 EBNEFERER TSR k5% > ¥ L B/R AR BI A
Ralhpd  TREFHR AT RAEBWHIR 4 BAFRER 5
2T EinE 2o BBl (2 F Rt b & 3 50 wt% s £ 5 12

B R T IR R R 1 48] B/R = (50/50 wi%)# B/R = (30/70 wi%)
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B A AR R F L 2.5C 0 2 B/R =(70/30 wt%)£* B/R = (50/50 wt%)
AR R AP L T 21°C % S/R 5 7 R E_30wt%3H 4 3] 50wt%
PR RE R T E T 9.7C 0 2 S50wWt%3H 4r 3] T0Wt%4r £ £ 7 0.3

o RIRABH BB FRE R M AREA T 8 R AZER kB

:]17\ 5 ’ %‘,Eﬂ‘]/ /Pb;}%”ﬁ E'lé%’\a%._l éﬁ‘ {prio

Table 3-3-2.1 B(S)R 4 s|# A j2:8 & (Td) 7|

Compound Td/C
B 359.1
R 306.4
B/R = (70/30 wt%) 350.1
B/R = (50/50 wt%) 329.1
B/R = (30/70 wt%) 326.6
S/R = (70/30 wt%) 323.8
S/R = (50/50 wt%) 314.1
S/R = (30/70 wt%) 3138

B/R=(30/70 wt%)

B/R=(50/50 wt%)
100 - : B/R=(70/30 wt%)
B
R
80
33 60
-
el
2
40
20
0 T T T T T T T T T T 1
0 200 400 800 800 1000
Temp(C)

Fig.3-3-2.1 B/R /s 5| TGA 4 ]

B/R 7] ¥ > ¥ B/R= (30/70 wt% ) * 3 » j&_isotropic liquid & $&
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2 Fr¥ gL T 7140 ¢ Schlieren textures # = (M ARHEF 5 N;) o 4
Fig. 3-3-2.2(a)(b)#771 » £ % "5 F € & » — 5 F RN IL e f4p
N> %64 ¥ d €5 BATHIEE IRde b Bif % 3 R AT ¢ 5
7| domain & IR § ¢ o @ FE R ¢ ¥ F 4 4o Fig 3-3-2.2
()d)> d *tptApeiE RFRIEG T R =+ B2 295 PRSP
£ "#E R ¥ P &5 I chiral domain # = - 1% 3 POM g% - #- polarizer
2 S| E S pEERRE 1070 T 0 A5 48 domain § % I <
kR > @ S XRD 4 FE % 3k A FlAp & 1 SmX, & 7 0 R A B/R=
(30/70 wt% ) "% g pF MR = fhvggadp BB T LRI T 1R B
FieibE o w4 Y fram iE £ R3] o 4 DSC B (& Fig.3-3-2.3)
Vg Bl R AR Yl NGB AN ETNG (8 SmX, e {3 4p A5

GRS A e B AR Bl U B AR B R A f T

m

fe A Ny 4P > w2 BEA2? 22 £ P Ny 2 SmXy4pc0p 3 & i
@ ¥ B/R = (70/30 wt% ) % > d isotropic liquid "% i§ € i& » -
e 42 chiral #1267% & 49 SmX,> & chiral st A ¥ 7 ¢

[P I PP T R RR AR &i2d XRD & FHT

s BB RLAAE td KT ERTFUEFRCES B

M R MFEER € 4 X5 P A chiral FHEaR A 4

Fig.3-3-2.4 #t5% - m ;&4 ¥ B/R= (50/50 wt% ) o isotropic J§ & "8
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gRBED - B3 Pt SmXy BEAFRN G - Rz v 0
BHWETERFR VIR pFRCE L BYFERNELFET
chiral 25 e fo4p > -l 6 B A W r0WE pE -2 3 pE AR 107
7l L3 f8 domain FlE F A RO ER T £ S - - Bp
%1 > iz &_chiral domain £ 3| endd e a2 > ¥ B/R k7 k>
2Pl AR UE St (B &A% SmX 4p) & F chiral it

Mom FRHBRAF I GIED TOW% FFE 2 iR RRK DS 7|

8 o B/R i S m A |2 BB I2 25 Table 3-3-2.2 -

(c) (d)
Fig. 3-3-2.2 B/R = (30/70 wt% ) ¢ isotropic liquid "% ;§ gLip| ¥] 57 POM

KE(@N;4p (195C) > O)Ni4p (195C) > () NoAp (165C ) i
kg +10° 0 (d) Nodp > % 8 g —107
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Heat Flow Endo Up (mW)

8+ ¥FF77— ,
60 80 100 120 140 160 180 200 220 240
Temp (C)

Fig.3-3-2.3 B/R= (30/70 wt% ) 2. DSC ®l

© )

80



©
Fig.3—3—2.4 B/R = (70/30 wt% ) POM * 12 [§] » (a)(b)** SmX; 18 > &
LA IR D LR (O)(d)(e) B G AR 0 kB A B LR

LN Y

Table 3-3-2.2 B/R (i Z|ipEH E B 2 £2 &

Compound Phase sequence (°C [Jg'l)

B Cr 102*9[5 9o Cr 201 8[57.8] Iso

iso 195.6[=50:2].Cr 98*’7[ 43]Cr
B/R = (70/30 wi%) - ﬁ: 161. df 9} Cr*. 185 2[40 71° SmX; 188.6"°
“ 150 183.! 8 SmX1 179 3[ 3,9 71° Cr* 151.5[-2.3]
Cr* '. —4=1c
cr* 166 2[54 7] Sm)gz 175.2° Iso
150 170:4[-26.01'SmX, 159.6[-13.4]
Cr*121.3[-4.6] Cr* 72.6[-2.9] Cr*
Cr* 117.6[8.8] Cr* 173.1[67.1]> SmX5 179.5°
Iso
Iso 161.7[-36.5]° SmX3 150.2° Cr* 120.3[-0.9]
Cr*
Cr* 90.8[3.5] Cr* 118.2[1.9] Cr* 165.7[66.1]°
SmX, 171.9° N, 176.0 N; 200.3™ 1so
150 200.0° N; 168.7[-14.3] N, 161.9[-33.1]
SmX, 126.6[-9.5] Cr* 74.1[-7.8] Cr*
R Cr 185.4[75.8]" SmAP 224.0[10.7] Iso

Is0 223.2[-10.0] SMAP 166.3[-45.2]° Cr
“hpEEASERE (C) 2 #%E (Jg's 7)Y ) ¢ DSC 12 5°C/min
eiE 5Bl £ » SmX = undefined smectic phase ; Cr = crystal state ;
SmAP = polar smectic A phase ; [so = isotropic phase ; N = nematic

-.'

B/R = (50/50 wt% )

B/R = (47/53 wt% )

(1/2 mol ratio)

B/R = (30/70 wt% )
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® overlapping peaks
¢ phase transition observed by POM only
* = chiral domain

S/R i 7|2 3l |2 BT FE T8 4t Table 3-3-2.3 < #t i 7|m 2 » it &4 S
A2 24 SmCP4p > 222 4 SmAP 4ph R i& 724815 > 56 POM d
isotropic " FiE TR > FRBI P HK L F R aut 5t 70 wt%
R 6 E R Bl 2 B o g BT R S

A > @ ¥ S/R= (30/70 wt% ) K ZEHREET 1Y 125 F| focal conic %

SN ARt {fﬁﬁﬁﬁ’“éﬁ%* PIBEIRT 53 f 3t

=

fbﬁoaiz%ﬁwﬁﬁgjé FJE _ﬁﬁﬁ¢FJ£J79&vw91C£

195.1~162.9C - "/k’/»‘lz}%ﬁ‘ ' _efiﬁ S(1044~'1149C5 109.5~79.6

i

y 1 B2 ol

t)ﬁwﬁsﬂsoaé%s;%wﬁﬁﬁgad@xnnoaaﬁ

20 Rz (HE) = *ﬁ"é. ﬁﬁi"’“ ’J& 530 B X x4 h
g AR A F R AW B HIE AR AT R A WA 1854
~224.0C (GE % 38.6 &) * 2232~166.3C (E% 569 & ) Rzt

i SR RAPRCT R - DR R RS B NG Re- X

82



Fig.3-3-2.5 S/R 5 5] POM X ZZ [§](a) S/R = (70/30 wt%) 2. 2 & 48 » (b)
S/R = (50/50 wi% ) & & 4n > (c) SR = (30/70 wt%) % 7| 4p 5k %32

Table 3-3-2.3 S/R 4 7|ip@E M8 R 2 #%&

Compound Phase sequence (C, [Jg''])*

Cr 104.4[40.5] SmCP*114.9[21.5] Iso

1s0 109.5[-21.2] SmCP 79.6[-38.3] Cr
Cry:89.6[8.6] Cr; 102.9[23.3]1 Cr3 114.4[13.2]
Cr,165.8[23.3] Iso

Iso 152:9[-21.1] Cr; 112:7[-13.0] Cr,
85.1[-33.11 Cry

Cr. 89.7[16.6]" Cr» 102.9[14.] Cr; 114.9[8.9]
Cr, 179.1152:4] 1s0

Iso 163.0[-44.1] Cr;3 112.5[-8.8] Cr»
83.9[-34.2] Cry

Cry 87.0[13.9]° Cr, 100.0[14.5] Cr; 110.9[7.5]
Cr, 174.4[42.4] Iso

1s0 159.6[-44.0] Cr3 107.7[-7.6] Cr,76.2[-28.2]
Cry

Cry 88.4[15.3] Cr; 99.6[4.1] Cr3109.4[2.2] Cry
179.3[45.3] SmCP 199.1[0.8] Iso

1s0 195.1[-2.2] SMCP 162.9[-49.0] Cr3
110.7[-2.7] Cr; 80.5[-19.3] Cry

Cr 185.4[75.8]" SmAP 224.0[10.7] Iso

S

S/R= (70/30 wt% )

S/R = (50/50 wt% )

S/R= (47/53 wt% )

( 1/2 mol ratio )

S/R= (30/70 wt% )

R Iso 223.2[-10.0] SMAP 166.3[-45.2]" Cr

CrEAER (C) 2 £%E (Jg' F3[]® ) ¢ DSC 2 5°C/min
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ek 5Pl # 0 X = undefinded LC phase ; Cr = crystal state ; SmCP =
polar smectic phase ; SmAP = polar smectic A phase ; Iso= isotropic
phase

overlapping peaks
° phase transition observed by POM only

SR 7 [I(heating A 188 [ = = IR T
250.0
B Sm
OCr
2000
DG 1500 —
P
g
& 1000 T
50.0
0.0
S/R=(70/30 S/R=(50/50 S/R=(47/53 S/R=(30/70
wt%) wt%) wt%) wt%)
Fig. 3-3-2.6 S/R & 7| <L ;8 #a & {t £ 4% ]
SR+ ll(cooling HF 1A [ = X[
250.0
B Sm
OCr
2000
~ 1500
&
g
1000 |
500
0.0
S/R=(70/30 S/R=(50/50 S/R=(47/53 S/R=(30/70
wt%) wt%) wt%) wt%)

Fig.3-3-2.7 S/R 4 7|"§ ;B Ap % 1 £ £ ]

3-3-3 Powder XRD +# ip|
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B/R s 7]¢ chB/R=(70/30 wt% ) d »*% S 4p B B~ F & E4 7] >
@ B/R = (50/50 wt% ) % X #p 5 XRD B4 Fig. 3-3-3.1 #777 » &/ %
- 3 & st 2 B 2 PIQ00) PR e B AR & R -
TR M > @ ] & Buhd B ST 2 d-spacing R E N kv E 31
0.5t i > *&zd - &k K (lamellar) NS o

MY R B B/R= (30/70 wt% ) ki > kB B B e 7)4p 7

B R RAIE ] FIECXRD P ] R R gt AL

ppiu}

Renkestid > m 2 NyApd SR RS gk T b FIEE > @ MR
9 SmXy 49 e Fig.3-3-3.2 #71 Bkl § =, 49 2 4n i stid - B &
P BB evE R & v K F14p 0 d B 2-theta & 1.99 R EV FH
d-spacing % 38.1A ‘@R BavEmd A Egp vk v g R E  d-spacing
B4 B s F E R 60.5A 2 REAE 33.8A 2 FF o

@ ¥ S/R &7k > S/R = (30/70 wt% ) HiE k7 UERT %
Fer1® s d XRD Ai%g BT 41?5 enBlde Fig.3-3-3.3 #77% » 4 - &
Al ek 748> d 2-theta B+ & ) d-spacing /| *t % A~ F S ehk &
L BT ERPSRFRE LG p RN E - F 24T £ SmCP
Ap o @ ¥ S/R Lk A end s b ] K E 0 X _POM & 2 LT % & 4P o

FXRD 2 F i 4rAEa e A fadp o
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12000 —— B/R=(50/50 Wt%)|

10000

)
[0}
(=
[«
o
1

Intensity(a.u.
3
8
|

4000 —

2000 —

vttt
2 4 6 8 10 12 14 16 18 20 22 24 26 28 30
2-theta

Fig.3-3-3.1 B/R = (:50/50 wt%.) % SmX, 48./% 57 XRD [§]

4000 —

] —— B/R= (30/70 wt%)
3500
3000 +
2500 +

2000 —

1500 —

Intensitu (a.u.)

1000 —

500

0+ TrT""T"""T"""""""T""T
2 4 B 8 10 12 14 16 18 20 22 24 26 28 30
2 -theta

Fig.3-3-3.2 B/R = (30/70 wt% ) XRD ]
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2500

—— S/R=30/70 wt%|

2000 —

1500 —

1000 —

Intensity(a.u.)

500 +

vttt
2 4 6 8 10 12 14 16 18 20 22 24 26 28 30
2-theta

Fig.3-3-3.3 S/R = (:30/70 wt% ) 2- XRD Hl

Table 3-3-3.1 B/R%& 7| 2. d-spacing 51 %

Comoound Phase Miller d-spacing/  Molecular Tilt
P index A length/A.  angle /°
B Cr
R SmAP 100 34.9 33.8
S SmCP 100 35.7 57.6 51.7

B/R=(50/50 wt%) SmX, 100  38.7

200 19.4
B/R=(47/53 Wt%) SmX; 100  38.6
200 19.8

B/R=(30/70 Wt%) SmX, 100  38.1
SIR=(30/70 Wt%) SmCP 100  36.6

3-3-4 7 &R
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AP R E 03250 kY 2 A2 FERHE P BR
= (50/50 wt% ) & B3| Ps & & F » #=12T £44 B/R = (70/30 wt% )
%2 B/R= (30/70 wt% ) & {73t# °

B A% BR= (7030 wt%) k3t o &3 i f4p SmX, 4p iE B
FRIP S = 7 EN - RE Y RE (R Fig3-3-4.1) #
Hag AT HEIPs B 5 80nC/em® @ #-H F B % Ps & (FH( 2
Fig3-3-42) ¥ MR » B4oE » % B & (6 Ps mikbrt 2 3] 183°C
PFAE T H3T isotropic § B * AT L 0 A F L HLIRB R AR R
S B G T R BRI 02 - BB T AR S
PR TAF T ek i

@ %13 B/R = (30/70 wt% ) Ko s B /2® = B &Hp Fa

R T Ps B0 e AR AR ERIE 3 SmX, 2 NyjpehPs 0 7 i

A B 4p 3% 2 H » (monotropic) %% f4p o d Fig3-3-43 ¥ 11§ 3%
be—- Z AW EFI-RTar RBE > ed KRG %K SR R

BTN LTI - RE A w R A LR EAST AL A
TR AT R YRR E A RS R R E A T - i3 A=
bl B ARSI AR TH AT - BRER > T B A
T RE AN ROE R R AT RORSER L A BT R

b 0 de Fig3-3-4.4 #7770 > AR HFHF T R S RT I T BE > ¥ K
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TR T R G A A BT T H T T B R AR
FILATARE Eis 2 T REEY BRI T AR DT I s
SRR F BTN P HEASOHZ i T > A SRR R
WAt - BARZ AR TG gIlER T o E o FIR G AT R
H# & BR=(30/70 Wt%) 5 F 4T e > p 11 E5 5 132nClem’ -
Aot FARE R PFIR 5 4o = & LB T E R 4o Fig.3-3-4.6 #1or 0 A7
ER e R RL TR AR ELY B 5L 96 nClem® » #
"R ALY 0 Ps IR R T BlAnFig3-3-4.7 “1 > TFRY B HAR
O~ SmX, AR B A P A R it B R o 4 0 (e A SmX,4p & iE
» NpAp P R drps o i8N NG AR 8 A3 o

@ % S/R i vk LB 4 R R PIATED S/R=(30/70 wt%) » %5 4c = &
Rty T UED - T o R L Fig3-3-48 @5 H Ps @5 103
nClem’ > fe FERELEHE i T % 14 ch R 78 4o Fig.3-3-4.9 #75F » fde T H¥eh
TR FRAETET RAE TS T TSR Gh kT ek

Pl o w2 ErH 5 SmCePy o
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Fig.3-3-4.1 B/R = (70/30 wt% ) ** SmX; 4p /8 B PF>5 4e = & e o
v & B > 300Vpp » 60Hz
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Fig.3-3-4.2 B/R = (70/30 wt% ) 1 Ps &8 & B % B
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Fig. 3-3-4.4 B/R = (30/70 wt%

50 Hz

300V >
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Fig.3-3-4.6 B/R = (30/70 wt% ) *>* Ny fppF>54c = & B2 7w B >
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Ps (nC/cm?)

40
20—- ..I u
04

2o
110 120 130 140 150 160 170 180 190 200

Temp

Fig.3-3-4.7 B/R = (30/70 wt% ) 2. Ps & %48 & K % B

3.0 , : , : , . , . ,
25 | 100
2.0
15
. L 50
1.0
05
0.0
-0.5

-1.0
- -50

(n)abeyon payddy

-1.5 4

Switching current(a.u.)

-2.0

25 - -100

-3.0

T T T T T T T T T
0.015 0.020 0.025 0.030 0.035 0.040
Time(s)

Fig.3-3-4.8 S/R= (30/70 wt%) 2 7 j=w iz B > 185°C » 200Vpp > 100Hz

(b)
Fig.3-3-4.9 S/R= (30/70 wt% ) ** 190°C 2. POM I [F](a)0V + (b)200V
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34 FEALIEIHF - BEMASIRP2IFH
dNRHEEEGEFLE ST A R R S
R Adnggsq BEAr3  ZAF L5800y v
AP APBEHRRIIBT A F BT T L Tt S R
FALERAZ SRR BHMA T EIRHFL T HRT 4
cr P R Ay ABITL AR (spacer) - B R A

-

FoRRZERR RIS s FREABREZE LTS o

3-4-1 § 43 %
LR K LR e f B R EN Bl b S ERE
FT-IR sn& B ¥ 2 5 B 3% s B/DI : 7 ¢ 12 B/DI=(50/50 wt% )

5 0] > e Fig. 3-4-1.1(a)%F 57+ & 3329 oo e N-H e o Ji

(R

Rg
W

A B PR b BRI L F P A }; | & ¥ Lb,f'irﬂ;cié,)gxﬁi y e

&
El

Ao K A= 27, Vi L -+ 2
DARRERFFL T 4 ARG A

‘m\“\

@ % S/DI & 1@ 3 > 12 S/DI= (50/50 wt%) 5 ©]>4cFig. 3-4-1.1(b)
S0 0 FIEPF G 3334 om e N-H engi o fod 0§ IR R R 3

IR BB RPN AR RSB ARG A BRI TG A
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(a)

Transmittance

Ll
3329

B/DI=50/50 wt%
190°¢C
170°C
150°C
120C
R.T.

T T
3000 2000

wavenumber({em )

(b)

Transmittance

3334

T
1000

SIDI=50/50 wt¥
180°C
150°C
120C
R.T.

. . .
3600 2700 1800
wavenumber(cm)

Fig. 3-4-1.1 (a) B/DI = (50/50.wt% ) *+ 238 = 7 IR & (b) S/DI=

(50/50 Wt% ) ** % 8 IR 20§l

342 i fe BALT T

#-DISDII & i &5 BT b b5 - ¥ 5 DI &) 50%

YT R AR g kR AR 02 e F o 1 B/DI = (70/30 wt%) & i) > H

gt B A Iso-X—Cr> d isotropic & B "5 € 2L 4 = chiral

domain » £t 2 k¥ TF U5 I A B domain > @ -k 5 R

+10° {4 @ % domain € — R - = > @ 2% —10"pF S B domain % &
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¢ %5 > 7 LA B domain & F 40 F chr E 4 > A
(Fig.3-4-2.1(b)(c)(d) ) » @ #4k ST (e 2 (67 5 L+ F Rehlk
4 4 (Fig3-4-2.1(c)) £ ¥ BRI i S hdp o @ 4 DI A3
Sl G iR B 4e B 56% )4 F pF > Ap Y B A% 5 Iso - SmA - Cr iR
# 4 * £ F chiral domain 72 = > @ IR G R DR IE R
(Fig.3-4-2.1(f)) » 4% DSC % XRD & Bl 2% H 5 & 5] A 4p
(SmA)> ¥ A RBH P L 25 Bl bl S pEE 3 @ R4F5 25
A 24 ¥ ¥ 4 v domain> ¥ B/DII=(il4k mol ratio )™ = » j%_isotropic state

4

FEIRLERPE > 4 POM EFRE MR 5k ki@ ad

1<

’
#rH 5 K 5] A AR doRIg3-42.1(g) 0 F LA b § A endicp 7

F2 8125 e B AR fELAE o

&

% S/DI & 7] k3 0 R4 S/DL="1(70/30 wt%) 1} e fip >
BRBF AT E DLawt b X2 50%2 R F KrlAp iR BB E
§2 B/DI i 7| B S5 02 7 0 5 iU & 4 DI et 54% 5 0% S AR AREE F
IR GlEC R 0 Bldoy DL Bld 50 wit%d 4e I 70 wt%PF o %
Sa BRI F kA gt Ed 175.9~2485C % 5 174.6~248.3C >

FAFRB O IIRG > RBHC EFREEFHA S

7|« B/DI ;i 712 S/DI i 71| 2. # 4 B £F32 ¢ Table. 3-4-2.1 2 3-4-22 -
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Fig. 3-4-2.1(a) i* & 4 DI % ;% %32 (240°C ) (b)(c)(d) B/DI =( 70/30
wt% ) ** X Ap FF e chiral domain > % % &4 %W 5 5 & 2 ~3EiE 4107 -
S —10° (190°C ) » (e) B/DI = (70/30 wt% ) *t X 4p pF e 32 B (191
C) (HB/DI= (30/70 wt% ) hs ik =@ @ (175°C ) (g)it & 4 DII
> 250°C
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(c)

Fig.3-4-2.2 S/DI % lws}ﬁq‘ﬂ POM R T2 ) (a)S/DI = (50/50 wt%) » 220
C » (b)S/DI=(1/1 mol ratlo) 26)0. C (c) S/DI = (30/70 wt%) > 220°C

Table 3-4-2.1 B/DI ’< ) #m‘@ﬁ% )iii ”é’ﬂp [

Compound

L-'_ Phase’ sequence ‘cileg")"

B/DI = (70/30 wt% )

B/DI = (50/50 wt% )

B/DI = (44/56 wt% )

( 1/1 mol ratio )

B/DI = (30/70 wt% )

Cr1 1103:5[5.5] 'Cr, 162.9[4.9] Cr; 182.5 X
193.2[34.91° Iso

Iso 186.0[-34.8]° X 179.9 Cr;151.3[-6.8] Cr
102.0[-5.4] Cry

Cry 103.7[4.2] Cr, 162.1[9.4] X 184.3[23.9]
Iso

1s0177.9[-27.2] X 153.8[-9.5] Cr, 102.3[-3.4]
Cry

Cr;1103.0[1.0] Cr, 160.9[6.3] Cr; 184.4[18.7]
SmA 220.1° Iso

Iso 209.6° SmMA 176.6[-18.5] Cr; 153.5[-8.1]
Cr, 101.5[-2.1] Cry

Cr,103.7[1.8] Cr,167.2[21.2] Cr;
181.1[13.0] SmA 240.2¢

150 235.0°SMA 169.7[-12.9]1°Crs

159.7[-14.6] Cr, 102.6[-1.6] Cr,
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DI Cr 170.6[59.4] SmA 247.5[9.1] Iso
Is0 228.2[-10.7] SMA 144.9[-16.8] Cr
Cr 174.3[39.5] SmA 273.8% Iso
DII 150 263.8 SmA 166.1[-34.1] Cr
c d
B/DIT = 1/1 mol ratio ) Cr 183.3[40.1]° SmA 246.7% Iso

1s0 215.0 SmA 175.4[-31.9] Cr
“AESER (C) 2 #%E (Jg'» 7*[]¢ ) 4 DSC ™ 5C/min
eif % Bl € » X = undefinded LC phase ; Cr = crystal state ; Iso=
isotropic phase ; SmC = smectic C phase
L EL C—>X 2 X—>lso 2 e
overlapping peaks
phase transition observed by pom only

B/D - ll(heating) A 1A {= = &Il
300 W SmA
250 OX
UCr
= —mh i
5 —]
£ 150 -
(5]
F
100 [ -
50
0
> Q>
T Y9
& L © &
A S O @\,/\ R N N
AR S MR >
3

18 > SmA Z & 7| A 49
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B/D -+ ll(cooling) A e { = = !
300
B SmA
250 OxX
I OCr
200 [ .
O
g 150 | = [
(D)
F
100 —
50 r
0
N S
® %@@ Q@a b@a @é\a N > \@i@
\ @ @ QO Q
//QQ bQ\ /@ /Q)Q\ '\\\&Q
O o o N
A R RS

Fig.3-4-23B/D 5 5|4 BAp% * £ s B Cri S H X 2 2T

18 > SmA % K 7| A 48

Table 3-5-2.2  S/DI €7 ip @78 B % % &

Compound

Phase sequence ("G g '])*

S

S/DI = (70/30 wt% )

S/DI = (50/50 wt% )

S/DI= (44/56 wt% )
( 1/1 mol ratio )

S/DI = (30/70 wt% )

Cr 104.4[40.5] SMCP 114.9[21.5] Iso
Iso 109.5[-21.2] SMCP 79.6[-38.3] Cr
Cr, 101.7[42.6] Cr, 167.9[9.8] Iso

Iso 154.8[-7.9] Cr; 107.1[-12.2] Cr;
76.4[-14.7] Cr4

Cr; 100.6[19.1]° Cr, 166.0[17.7] Crs
175.9[1.9] SMA 248.5° 150

150 238.1° SMA 155.9[-23.5]° Cr3 103.4[-5.4]
Cr, 73.8[-6.8] Cr;

Cr;107.6[17.4]° Cr, 173.5[25.8] SmA 222.8 ¢
Iso

Iso 212.3°SmA 138.8[-8.0] Cr, 99.7[-3.7] Cr;

Cry 95.4[9.8]° Cr, 127.6[1.0] Cr3 163.9[19.7]
Cr, 174.6[5.3] SmA 248.3° Iso
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10 223.1° SmA 154.3[-11.7] Cr3 96.3[-0.9]

Cr, 69.5[-2.0] Cry
DI Cr 170.6[59.4] SmA 247.5[9.1] Iso

I1s0 228.2[-10.7] SmA 144.9[-16.8] Cr
“lESERE (C) 2 &%E (Jg' o F[]¢ ) 4 DSC 12 5°C/min
ei¢ 3P £ 0 X =undefinded LC phase ; Cr = crystal state ; SmCP =
polar smectic phase ; Iso= isotropic phase

® overlapping peaks
¢ phase transition observed by pom only

S/DI7[l(heating) 178 = <

300

O SmA
B SmCP
OCr

250

200 ]

150 ]

Temp(C)

100 ]

50 ]

S 6 & o o Q>
& & &
%Q &%‘O QQQ
N\ O
& 4

C;)@ c:,@\// %Q\/ %®

Fig. 3-4-2.4S/DI s 7|*4 8 4p % * £ i@ > Cr # 2 % & > SmCP # 1&
tt k& 71 C4p > SmA % & 51 A 4p
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S/DI=7jll(cooling JAF 1A = [

300

O SmA
B SmCP
O Cr

250

200 ]

150

Temp(C)

100 ]

50

Fig. 3-4-2.5 S/DI & 5% 8 4p% 1* & @ » Cr fe & & it > SmCP # &
H& 71 C4p » SmA %% 71 A 4

3-4-3 Powder XRD & ]

#-B/D 2 S/D k7|2 R4 27 XRD £ P2 5 % FIZ Table
34-3.1 2 3432 d &7 ﬁ 2 - B/DI k5 m 3 0 R34 B/DI=
(70/30 wt% ) 2 B/DI= (50/50 wt% ) iZ 3 % 74p > = X 4R & 7 3|
IXRD W# ol & AUF T - 194 & enggstiE 2 BT 2 £](200)
(300) R SE&F Y > o BF AR & A - %R B3 MBS IR 4o
Fig.3-5-3.1 #7777 » A2 BApL 3 B R TREML @ § 1 &4 DI #1

Z et b P P56 wthert FpE s W B DL R B B G 12
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FR G- Rl BARAE F Adp o 12 B/DI= (30/70 wt% ) &
b > 4 Fig.3-5-3.2 #77% > /| & i} — L & en¥EsPiE o B & &R TR
BT > - 2-theta @ i2 (7345 v 7 | d-spacing & 5 39.9A » @ ¥
WA R G R B KRR s e DIV AT 3R S AR
B R®R - (e d-spacing 78T se g 5 40A 24 B E
v £ % DI p ¥ & d-spacing (40.8A)» ¥ & it & 4 DI #2854
G 25 B kit o A 3R %% B/DII= (1/2 mol ratio )
ks B § & 7| A fBdeFig3-4-3.3 #7703 & 7 2 d-spacing
% 40.2A -

4 S/DI i 7] %38 3§ DI ¥ bl 50wi% + i 24 475 § A
7| A 4p 0 12 S/DI = (30/70 wt% ) & 51 Rig.3-4-3.4 #7177 » -] & J&J100)
Hebig h2-theta & 5 1.97°35& (58 dispacing 5 38.9A 1t 7 e 1t

R S T Ik PR 3B 4 o d-spacing ¥2 B/DI i PR F A X

AR bR S8 3R AL 38, 9A = &
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|—— B/DI=(70/30 wt%)|

1000

100 4

Intensity(a.u.)

10

T~ T T T T T T T T T T T T T T
2 4 6 8 10 12 14 16 18 20 22 24 26 28 30
2-theta

Fig. 3-4-3.1 B/DI = (70/30 wt%)2. XRD |

1000

800

600 -

400

Intensity(a.u.)

200

T
2 4 6 8 10 12 14 16 18 20 22 24 26 28 30
2-theta

Fig. 3-4-3.2 B/DI = (30/70 wt%)2. XRD |
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Intensity(a.u.)

Fig.

Intensity(a.u.)

Fig.

1000

[—— B/DII = (1/1 mol ratio)|
800
600
400 4
200 4
04
T~ T T T T T T T T T T T T T T
2 4 6 8 10 12 14 16 18 20 22 24 26 28 30

5000

4000

3000

2000

1000

2-theta

3-4-3.3 B/DII = (1/1 mol ratio)2. XRD [l

[—— SIDI = (30/70 wt%)|

—T
4 6

T T T T T T T T T T T
8 10 12 14 16 18 20 22 24 26 28 30
2-theta

3-4-3.4 S/DI = (30/70 wt%)2. XRD |

Table 3-4-3.1 B/D % 71| d-spacing 71

Compound Phase Miller d-spacing/A Molecular
index length/A

B By 100 49.0 60.5

DI SmA 100 40.1 69.2

DIl SmA 100 40.8 72.2
200 20.3
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B/DI = (70/30 wt% ) — _
B/DI = (50/50 wt% ) _ _ _

B/DI = (44/56 wt% )

SmA 100 40.2

(1/1 mol ratio)
B/DI = (30/70 wt% ) SmA 100 39.9
B/DIl = (/1 mol ratio) SmA 100 40.2

Table 3-4-3.2 S/DI % 7| d-spacing 1] £

Compound Phase- Miller “ d-spacing/A Molecular
index length/A

S SmCP 100 35.7 57.6

DI SmA 100 40.1 69.2

S/IDI = (70/30 Wt% )+ . — _ _
SIDI = (50/50 Wt%)  SmA 100 38.9
SIDI = (44/56 Wt% )

SmA 100 38.8

( 1/1 mol ratio )

S/DI = (30/70 wt% ) SmA 100 38.9

3-4-5 & 7 £ B
#-B/DI k72 S/DI % 7| z2_ R 4B 48 » 425 ym 2. F L {Ffie s e
Bh g ez BREFERTERNRRF RS JIGRG
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pAEtRE @t A4 SEARE T HRIEE 7] CAp (SmCP) > e k50
B - Bk aldp o a il F BT R F T T K XRD &

L

T,
o

Lk s 3 5 E U DI AR F b S/DI kA @ T

‘.“_*l\"\

RFABTEF BT R o

35 HRASH R T BMA T ABLEFH

35-1 i fo AL TR H

107



(9)

/0)

0

DI/R = (30/70 wt%) » 220°
200°C =

homeotropic » * %tk S 4p & 5 A dp > TR R K3 DI ag i B &
247.5°C# DIl 52273.8C kenid » @ ¥k A F R s ¥ BB 5,8

s o H g BER . DI 2 DIL§R& i€ > 3 224.0C -

G

Rt R & 44 isotropic state 3 B4 £k~ iR AP 2t 4 3R
FOUBRT] Bk eI s 4o Fig.3-5-1.1 #557 » £ #fe XRD FTIER
H % SmA 1 o

D/R i 7| #} B B 32 4e Table 3-5-1.1 7 % fu 49 % * & i% B] L Fig.
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35-12 % 3513 d AR K GERT F Fehg R0 RBH R b
BRZEEAAS B F Y B 0 2 DUR = (70/30 wi%) 3 4] » DI
i B 4P #° B 2_170.6~247.5°C » R R E_185.4°C~224.0C » # iR 33
5P S 178.4~235.1°C » B BRI B 176.9C 2 38.6C % %
56.7°C > %17 1t BleR 3 Km0 F R 0t 575 30 wt%H] 4c 3] 70
WI%P % i BLiE 2351 T % ] 22830 @ da il BRI 56.7C %
4795 7 RGR 1 S REEFRF 24008 0GR SR B 0 (e PR 1 e

oo R %&%E‘ﬁ“‘ FFE o

Table 3-5-1.1 D/R & 5| fp & #5 8 & & #0508

Compound Phase sequence (°C, [Jg] )*

Cr 170.6[59:4]-SmA 247.5[9.1] Iso
Is0 228.2[-10.7] SmA 144.9[-16.8] Cr
Cr.178.4[32.1%.SmA 235.1[7.8] Iso

DI

DI/R = ( 70/30 wt%
( M%) 140 227.0[-4.6] SMA 156.5[-17.8] Cr

Cr 179.5[39.8]° SmA 231.2[10.1] Iso

DI/R = (50/50 wt%
( wi%) IS0 224.6[-10.7] SMA 159.0[-24.2] Cr

Cr 180.4[47.4]1° SmA 228.3[11.4] Iso

DI/R = (30/70 wt%
( wi%) Is0 226.8[-10.7] SMA 161.2[-37.8] Cr

Cr; 122.1[4.1] Cr, 180.2[38.4]" SmA
239.9[7.4] Iso
Iso 232.2[-10.0] SmA 156.8[-31.7] Cr

DII/R = (54/46 wt% )

( 1/2 mol ratio )
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DII

R

“ESBERE (C) 2 H#LE

Cr 174.3[39.5] SmA 273.8% Iso
1s0 263.8 SmA 166.1[-34.1] Cr
Cr 185.4[75.8]> SmAP 224.0[10.7] Iso

Iso 223.2[-10.0] SMAP 166.3[-45.2]° Cr

(Jg' > 7 []* ) 4 DSC 2 5°C/min

ek 5P| & 0 Cr = crystal state ; SmAP = polar smectic A phase ; Iso=

1sotropic phase

overlapping peaks

D/R =% ||(heating)AF Vi [~ = F[R!
300
] B SmAP
250 = — O SmA
] O Cr
200
o L || L _— - |
E« 150 —
&=
100 1
50 1
O L L
N ) D o <
<Q n& s <\Q<§\ > é\{& N
/\Q\ (,)Q\ a)Q 0}&
& & & >
Q§—
Fig. 3-5-1.2 D/R ) 7| = /8 4p #5578
300 D/R s=5[I(cooling )t e [ = = !
§ B SmAP
- O SmA
250 OCr

200

150

TenpCO
|
|
|

100

50

<> o & <+
>
Pl - &
& F o
Fig. 3-5-1.3 D/R s 7| "3 B Ap & #5 8 B
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3-5-2 Powder XRD £ P

D/R i 5|2 d-spacing #3524 Table 3-5-2.1 » & i 5| FuR 4B 1 &
7 %ok 74p 0 B2k d XRD #7 $| 9 d-spacing -] ¥R e F A
+ £ R > zd POM #TELPIF| NI Bl 52 SmA s k1@ > g 4t
d-spacing 48 % £iT A F WA F end o 5 £ B F L RPN R PR B
et s F EphdE B Tq k7 AP (SmA)- £ BET it
GlErR 4R 4 7 F I 0 R G| % d-spacing (HEL BT 2 4 > NEEH
A F Rant 3 4e o d 30 witYdgse 3 70 wt%pPF > d-spacing % 3
T d 37.8A % 5 36.2A0 i ARtk Al G gt 5 5 & § v DI

I KRR 2 Ap o Flpkder R A R e ad Ak Bt s b g fs ehit

% o 2 DI/R = (50/50.wt% ) w7 #7XRD,® (Fig. 3-5-2.1) #

-.\:1\L

Bk - B X ARPATPE A B AR 7 - TR dRUELE B AL
33k Fldpenti e £ d R & MBS R (arc) 07w o) &
HESPE R S o BT LT g RN A S R phen P | A E R enT
oSS AR RPRA ] RPN TG - 19L& DMERE
AP RNy NA P AR BR Y L3R E o HIRBS
DII/R = (1/2 mol ratio) k3> d »* DII 04 3 & R fi DI kenk > F]pt

2 R (TR B8 71 Ilend-spacing » $iz DI/R s 5] kenx — it o

Table 3-5-2 D/R 4 71| d-spacing 7| %
Compound Phase Miller d-spacing/A Molecular

111



index length/A

DI SmA 100 40.1 69.2
R SmA 100 35.6 33.7
DIl SmA 100 40.7 72.2

DI/R =(70/30 wt%)  SmA 100  37.8
DI/R =(50/50 wt%)  SmA 100  36.8
DI/R=(30/70 Wt%)  SmA 100  36.2
DII/R =(1/2 mol ratio) SmA 100  38.2

(a

2500

1000 1500 2000 2500

2500

2000

2000

1500

1500

1ooo 1000

1000 1300 2000 2500
Cobmre

(b)

AR

Intensity (a.u.)

RARRER

''''''''''''''''''''''''''''''
0 2 4 6 8 10 12 14 16 18 20 22 24 26 28 30

2 Theta
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Fig. 3-5-2.1 DI/R = (50/50 wt% ) ** 190°C p# &7 XRD [](a) 2-D pattern
(b)1-D pattern

[—— DII/R = (1/2 mol ratio)|

10000

1000 4

Intensity(a.u.)

100

——TTr—T——r———r——T————T——T———T
0 2 4 6 8 10 12 14 16 18 20 22 24 26 28 30
2-theta

Fig.3-5-2.2 DII/R = (1/2 mol ratio)2:pXRD [

3-5-3 k7 & B
#- DI/R & 72 R $%d0 88 ~ 425 yumsz Flf”ﬁ“ﬂrﬁ’mniaaa?;
PoodgAez A RiBEFRT R R 4%$mﬂﬁw@mwéi B2 IR

M+ RAEEG4ME 7] Adp (SmAP) > e daip| 8 _F] 5 bk 75

(&

B 3 EIR AT ORI F T 0 B ROB R R

FEERID D FEE

AR LS DL AR A2 kA S o Y g

A BEF R RRET §HE iR LIS p D RReE i
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F R A ARSI et R o m ks 3+ Rd XRD 2 kT
ERDEERZVEBEA AP By p A ECE A - RS
+ DIZ DIIVARL:E S B hkr3 RUpi Al B hips d
Bk A 4R TG EBT AT o RS L RgE A REFRABE
T UL R BB B AL FRBHALSF Y AL FRB S
FHAFZHELFTRB BRI > BEA NI P bR BTRT
7 POM~DSC~XRD % k7§ & - B/R 2 S/R 57| k¥ it 4_7]
& fEVRgEE HER T o T el R i B FIH R B EF R ant blE 3] 70

wt% 7 it 7 PR & 4P 03 B/DL jgFlskesh > 250 Al 4 3 50wt% e ¢

\\

R m 2 E D E 7R H AL GRS W 1T P SmA 48> ® d-spacing
Ao giRggt a5 3@ DA F g d-spacing @ ¢tk PR 33
P S B B R RPN E L 4 DL ef e 7 M 4 > BEon 4 £ 4 DI
$HoL 5 PR 4R B hB B % 0 @ S/DI i 55718 Bl e’ % & B/DI & 7
B0 A DI R ER B o ST DUR JF kG > B B i

ﬁi?SmAw’ﬁﬁﬁiﬁﬂﬁﬁﬁ%Jﬁ@ﬂSmAﬁmemg

Zo B RER - kN mE
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Hethod Hame
Hethod File
Chromatogram
Operator 1D
Analysed
Sample ID
Analysis Type

Element Hame

Eager 308 Report

: CHHS
: C:\Documents and Settings\FlashEA1112\Hy Documents\NCH-988585\NCH-9805085 . mth
: File988505-sanplefi
: Aileen Chuang

Company Mame : I0GC, A. Sinica

D 20889/685/085 15:48 Printed : 20889/5/6  15:44
: Mame988505-B (# 34) Instrument H. : Instrument i1
: UnkHown {Area) Sample weight : 1.294

%

Nitrogen
Garbon
Hydrogen
Sulphur
Totals

2.9282
¥5.2294
7.7824
8.
85 9400

it &4 DI 2. EA
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Eager 388 Report

Hethod Hame
Hethod File

CHNS
C:\Documents and Settings‘\FlashEA1112\Hy Documents\HCH-980585\HCH-9805085.nth

Chromatogram : File988585-sampledid
Operator ID  : Aileen Chuang Gompany MName : IOC, A. Sinica
Analysed : 2809/85/85 15:34 Printed : 20097576 15:4h
Sample ID : Hame988585-D1 (# 33) Instrument H. : Instrument #1
Analysis Type : UnkNown {Area) Sample weight : .734
Element Mame %
Nitrogen 2.3482
Carbon 69.6346
Hydrogen 7.40088
Sulphur a.
Totals 79.3836

EARVA ST PN i EEE e S

TLH#{# Heraeus CHN-O Rapid AR#SHR4

J¥ : 980235
‘R
98 % 2 H26 B
H%
1 2.59 74.38 7.71 .
2, 2.56 74.57 7.48
3. - ]
4.
263 74,55 7.77 !
* Standard : A
(A)Acetanilide  (B)Atropin CN-Anilin
N% C% H%
Bl - 10.36 71.09 6.71
10.30 71.20 6.64
BRFHEETE : NCH : 800 75
H#i: 98¢ 3 H 2 H
WEAW AT : ML F PR ER : [ 22 a9)|
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BN A AR AL

JL#:{# Heraeus CHN-O Rapid fRiGHp

IR ¢ T TFLLHRAE : 980552
RESHLLT © 2 AR HOERE ARt : DI
fFEM: 98 & 5 H 15 HSEkBES: 98 £ 5 H 2 H
Pakilt st
BRI : N% C% H%
1. 2.10 67.41 7.45
2. 2.09 67.77 7.54
3.
4.
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