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Synthesis and Applications of Chlorine-Substituted Bent-Core
Structures for Double- component Blue Phase Liquid Crystals
Student : Wei-Ting Weng Advisor : Dr. Hong-Cheu Lin
Dr. Hai-Ching Su
Institute of Lighting and Energy Photonics
National Chiao Tung University
Abstract
This paper synthesized a series of chlorine-substituted bent-core
molecules, the first series are uni- and di- Chlorine-Substituted Bent-Core
Structures ° Alkyl chain are 7 carbon,9 carbon,10 carbon > We discuss the
effects of different carbon numbers for blue-phase relationship. And were
named C,CIC;, C,CI,C;, CoCICy, CyCl,Cy, C19CIC4q. Structure compared
to series one, series two structures on the side of the hard segment by
adding fluorine functional groups, and the soft segment in the carbon
chain to add a chiral center, and named C,CIFC,, C,CIFC, *, C,CI,FC,,
C,CI,FC; *. In this study, blended series of one way the compounds
C,CIC;, C,Cl,C, CoCICy, CoCl,Cq, C1oCIC1o with laboratory developed
chiral dopant ISO-F, ISO-F *, blended results can be found by the CoCICq

and I1SO-F * the system blends the blue phase liquid crystal induced by



the nature of the best, wide-temperature blue phase up to 10 degrees.
Series two, although we import fluorinated chiral center and lateral
functional groups, but not smooth out the blue phase liquid crystal
induced by the nature. These bent-core molecules, we use the DSC, POM,
UV-Visible, NMR, EA, MASS analysis to verify its physical and

chemical properties

Keywords: bent-core liquid crystal, blue phase
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SC): BP &) » =M av AR S BPII f] 5 % w2
(Amorphous, Isotropic ) » > 7% 4p( Fog Phase ) » & & & #F {2 4c Fig.

1-4-1.4 #t7 o
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600 T 4
Cholesteryl |

~ 500 F Nonanoate i
% iy
) BP 111 l
Pree - t ic -
2 0 Helical  BP1 BPU_\ /]! T,’lmp'“
3} ! hase
® - Phase
& 300 F
@)
5
an) 2()() /

100

89.5 90.0 90.5 91.0 91.5

Temperature (°C)

Fig. 1-4-1.3 j& % cniE 4p 8 B # F]

i

Fig. 1-4-1.1 () BP1 ~ (b) BP Il ¢, 12 % 4

Fl: EARGR X aE P BT SRS ) GEF 3 4
0BG W AL E Bragg BogfendEid o — B ks BT Hooc -
Eilde A AR AR HHPET 0 gD L hH RS 4 F oy
PR iR AR EE R p 2 b id THESIEN TR

I 0 S A BT L o ® Y EAPHCL OB BRI P

~

T T BA B P G R R AL H i F PR R
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1-4-2 f*g R de AT L3 Em

Qﬁ%mﬁvganmm%m BB #Bm/ma/w\—*ﬂ’?ﬂ? Il
AABRHEL PR R (D) FF AR (2 T w2 R
HoQ) Ml EEE Tt JELAI R ELI(A
AE? BB AR i) A ~ &% 4482048 (chiral dopant) ¥ 3 it

DAL -
1-4-3 T UERRSLS

TAE K o d p AYoshizawaB [ g ? - B L 548 T 4
(T-shaped) hiE4p % o &+ » 4c B Fig. 1-3-3.1 #r7F - i& 4 7] T3

S0 (B - R AT R OERERFERS 13 2P

“Ncoo{ )
CgHy7 04\\ < Coo \ /f} \\ /} CN

O

llCHEJS
o}
o
7N
-
i —>—\
7N
O OJ*\Cusa A/ 0 ]‘c
o F/ /\_/ . +CeHia
¢ o
o} -
CgHy70 o] .CSHH’ CgH- 7O
CH,
ierizho 1: Cry 74°C N 150°C Iso °ﬁc}”’5
o
N — =, 0
H
ez Catha
21: Cry 63°C [ N* 15 BP 28] Iso S811: Cry 41°C [SmA 22°C] Iso N

Fig.1-4-3.1 d Yoshizawa B f3 B 3 4t k cn T A E4pR & &
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1-4-4 B2 ERR A F

7 P A Yoshizawa B fj cr#= 3 @ o 1% B R chig g 4o Fig.1-4-4.1

fe Fig. 1-4-4.2 77 » B4 W5 %R 4R 59 5 30 2PN H -

Fipe)o

- SmA N* BP I mp“

N \\J n )8

Mo
A /@J/\\/N 6 © 63 (0.7) e 113 (1.4) N 99
7 ° 94 (6.7) o 103(2.0) o 54
(CHa)p ~ a A
@‘o/ 2o ps 8 0 105(52) e 124(32) o 100
O o /O\iJ _ 9 o 116 (8.6) e 120 (2.2) o 46
@ PR \f;\(\\ 0 «l108(35) e122(25) . 41
~ VA 11 e127 0 127" o 62
NN -0cH,
E 12 e 135(94) ° 74

Fig.1-4-4.1 ¢ Yoshizawa & fj B 2 9} K cnBs 2 ©£4p 7% &~ =

BP Cooling

Exotherm X

R F
(0]
oo Do
O
F F

BP Iso Heating

20 40 60 80 100 120
Temperature / °C

Fig.1-4-4.2 d Yoshizawa B B 2 30 Rendi 2 E4p & &4 =+
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1-4-5 L& FEPRLAF

AL Fm 7 o d HuaiYang BFfsrB 3 Dy sk d < % e
s ¥ s 3P FE T g P2 g 4R S A (dimer)
iy Pk setg (chiraldopant) - £ & 55 pyridyl F a0 g4+
Mg 4 A LAz A 3 B4 0 @ % # chiral dopant ¥ 3 %
fLerdg A 5 Bt bl 201 PRl FE TR EARR S ARE R
FF 95 23 Ao e Fig 1451 #i7 - it k4 S8L1 %k
fe48 (chiral dopant) >t 7 $Hfiadz 4 + SHrd S iEig ey 15

CHEME A H -

A 2 o— (A)130]
= OO N SFBA; XeF e
( ppi: R=CH, SHBA: X=H o 1104
s » 4 -
V 9 % ) 100 = from DSC
Self-assembly 390 e from POM
©
] 80
£ 70
@ 60
50
40 v T y . x : r r : {
> » 0 10 20 30 40 50 60 70 80 90 100
Double twist cylinder SFBA mol%

Fig.1-4-5.1 & 5 EApR fu crdg & =+ B
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1-4-6 4 EZNERR{AF

d Channabasaveshwar V. Yelamaggad # 7 B Ff > #7214 &
A EApR & 0 4o Fig. 1-4-6.1 #57 > B3 L ERE T 95 22°c

(H-=ix?)o

C1oH240 X OWOW
0]

phase sequence

1a 1170.2 (0.7) BP 148 N* 124.1 (9.5) My Ty¢

1b 1183.8 (0.6) BP 164¢ N* 1547(11)1\;1;(1@?

2a 1135.5(9.1) Col; 75.1 (5.8) Ct

2b 1147.7 (8.8) Col,; 81 (6.4) Cr

3a 1164 (0.6) BP 148° N* 118.4 (5.6) Coly? 112.6 (1.1) Colp?
108.9 (2.3) Myo© 93 (28) Cr

3b I174.5 (0.8) BP 152¢ N* 141.3 (10.5) Mys? 52¢ T,

4a 11513 l)BPla?fN*1147(6?)(01“'7?7(9)(1

4b 1161.1 (0.6) BP 144¢ N*4 138.9 (9) Col,? 94.8 (17.8) Cr

Figl-4-6.1 8 - = &~ 4 EAEpikfH2 $H2 R

A EAR &Y T AF 4o xR B3R (chiral dopant) %k A 4 §F
48 > 4 Suk-Won Choi # 7 B ¢ 11 ihg B4R & 7 7
Oxadiazole 342 Compound 1 &2 BDH 1281 iR $ - 4r Fig.1-4-6.2
w57 > P EF BPI 2 BPII Eapp g v s 156°C i+, 5o
% Hideo Takezoe # 3 B3 & * S110>+4c Fig.1-4-6.3 #77+ -2 BDH

1281 R4 A 4 E4p > * FApaE R 7 428 20°CBY a2 22 40
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A B4l & A3 > 4o Fig.l-4-6.4 #77 > ¥ E 832 BDH 1281 > 4

7R EEARE T ACE 20°C 0 ¥ EARR R R E 3R

A
jonas!
C\O N

Compound 1

It
~ O—CyHys

C7H15_O

H ,
O\«
BDH1281

Fig.1-4-6.2 Compound ;& ¥ BDH1281 £ 5 BP I

L,
e oan<EUN
Q/m

S2141 k@ﬁ;@
OQ* .

O @ T
6008

Fig.1-4-6.3 CIPbis10BB ;& # BDH1281 + & ] BP llI

CHx0

c 10H210
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g4
@) 0

R=CH,,
H;5C 12,0 OC,Hze

Fig.1-4-6.4 % E4|;% &2 3 BDH1281 = 1 5| BP Il

\ 1896
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Ahe Fhlenn o 3 R

45—
/CI C7C|C7
O
CoHis” O CHis
KI C7C|2C7
0 O.
C/Hys C7H1s
/@ for, TN
(@)
CoHig” O\C9H19
KI C9C|2C9
O
CoHig™ O\C9H19
j@: C10C12C10
O O\
CioHp1™ CioH21

Fig.1-5.1 x5]- 2 &~ + 5if
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Fig.1-52 % 5= 2 A 5 3
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LR FEO|RE
Potassium carbonate (K,COs) 500g ||SHOWA
Potassium hydroxide (KOH) 500g ||SHOWA
Sodium hydroxide (NaOH) 500g ||SHOWA
Potassium iodide (KI) 500g ||SHOWA
Hydrochloric acid (HCI) 2.5 L |Fisher Scientific
potassium hydrogen carbonate (KHCO3) 500g |SHOWA
Sodium carbonate (Na,COs) 5009 |J.T.baker
Sodium hydrogen carbonate (NaHCO3) 500g |SHOWA
Magnesium sulfate anhydrous (MgSO,) 1Kg [|SHOWA
Palladium (10%)/activated carbon (10% Pd-C) 10 g Alfa Aesar
Celite 545 500g |[SHOWA
N,N'-dicyclohexylcarbodiimide (DCC) 100g |Fluka
4-(Dimethylamino)pyridine, 99% (DMAP) 100g |Alfa Aesar
Acetic anhydride (Ac,0) 1L ECHO
Benzyl bromide 50¢ Alfa Aesar
Sulfuric acid 25L |Aldrich
BBr; 100g |ACROS
Bromine 100g |Alfa Aesar
Diisopropyl azodicarboxylate (DIAD) 100g |ACROS
Triphenyl phosphine, 99% 1Kg |ACROS
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Benzyl 4-hydroxybenoate 100g |Aldrich
Methyl-4-hydroxybenzote 500g |TCI
(S)~(+)-2-Octanol 5¢ Alfa Aesar
2-Fluro-4-methoxyacetophenone 100g |Alfa Aesar
4-chlorobenzene-1,3-diol 100g |TCI
4,6-dichlorobenzene-1,3-diol 25¢ TCI
1-bromodecane 100 g |Alfa Aesar
1-bromononane 100g |Alfa Aesar
1-bromoheptane 100 g |Alfa Aesar
2-fluoro-4-methoxybenzaldehyde 100g |Alfa Aesar

Table.2-1.1 7 =% % &
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B sk g 1 AT AT

7% PEORE
Acetone 4L |GRAND
Acetonenitrile 4L |TEDIA
Dichloromethane 4L |TEDIA
1,4-Dioxane 4L |TEDIA
Ethyl acetate (EtOAC) 4L |GRAND
Ethyl alcohol (EtOH) 4L |TEDIA
Ether 4L |J.T. Baker
n-Hexane 4L . |GRAND
Tetrahydrofuran 4 L |Mallinckrodt Chemicals
Toluene 4L |GRAND
Triethylamine (EtsN) 4L  |ACROS

Table.2-1.2 § 2% 3

EY
232

& k2. THF 12 & g4

@ % m A (E e

ok 2

32

Dichloromethane B4 CaH #z'% >




22RHRE

1~ E 7% %% (Vacuum Line & Schlenk Line)
2 ~ Pk = &£ % (Nuclear Megnetic Resonance, NMR)
2| %% : Burker AC-300 |
¥ i 0% sample 33t d-solvent * - #* #rp[@ 'H g BC
KF AT L2 BB SR RS HE L ppm o B A ¥ HicH
=% Hz»> $au d-solvent i % 4% (CDClg, 'H: 5= 7.24 ppm, °C: § =
77 ppm) s & % singlet, d & % doublet, t & % triplet, m & %
multiplet -
3~ < %4 {47 % (Elemental Analyzer)
A 55 @ Perkin-Elmer 240C 7|
d Rl s EREREY AR &
4 ~ 7 % # 8+ (Differential Scanning Calorimeter, DSC)
A5 Perkin Elmer Pyris 7 &)

DSC &Atiftm i hz 4 BRF2JmflE " RED

-

AITRBRE  BFREFRZKS 2L & 15~50mg 2 F > #-H
Ke g BwEy 5 FRFPRITEFERD X JCRA N SR DR AL 47

B FHESRE L] > 2 pEFFTE R - Krigbaum 124507% & B

& ez @ (enthalpy) & FFa 10T RAT D - e FIRNR &R E &
33



0.35~085 kcal/mol » @ & 7 4)7% & 2 & & 1.5~5.0 kcal/mol & > e ig
ey Rap ¥ kiTg %4 0 #2birg it @iﬁfaiﬁ S in BARS o
DSC s R P EENR L2 3 b TRZHETIRHIMPLES (F
W AR Ap i) Flt R AP AR R L B R E b
% B s (POM) » X-ray e84 % -
5~ ik & s (Polarized Optical Microscope, POM)
A% : LEICA DMLP
U K BERAL I = R Rk F pE & Mettler FP900 ¥ FP82HT & &

2 AR R BA R R R NS friE AR ¢ kB RIE L o F 47 5
UTHRESAEE RGBT E ERLPEFER R R - 2 PRk
(™ 4 5 Polarizer » * % Analyzer) h* & & L ¥ A 5 90 & o
kB HCALZ LB AT RIZ: R ke Bk R andg o F
AEwldad Ea 2B EF BRETEIR A2 0 FhkE Ly BT
Bt ERF e o BT T L RS e
6~ izt a -k ik (Infrared Spectrometer, IR)
A 55 @ Perkin-Elmer Spectrum 100 %]

AR L ER R A A TS TR vk kg
Z 5 4000~400cm™ > d TG A F NI ABIRE F b0 L fEIR T

CHW S W BRSO SRS RV E 8§ kR T
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AET R HEDN RS BN ARSI B R A
PP o g PRS2 vk R T s Tk A 4 TR o

BIE 2 E 1B 2~3mg 52 100 mg §oE KBr 3t eRes Bk
o TRIFPE S FHE IR 0 PR KR 4o T isotropic §
> 10°C/min "3 R 2Rk e ARE T REE R o
7~ X-ray # % &4 ¥eit ik (Powder X-ray Diffractometer, PXRD)

X-ray $EStRFAR G A FTFHE TR H LT RIEBRFE F 22> F 2
— o Bm P FFz ARG RS A FRSE MR F WML 0 F
Foen X-ray F P ARRE T A, aE R T A (T8 5 B 2 SR o X-ray
¥eb+ A, ¥ * Braggs Law (nh = 2dsinf) Kfmif o A F %3 F 1§
s+¢ .o Bean line 17A1 &7 » #7% 2 kR A = 1.333621A4 -

BIEZE P 35mg RS B bR T Ee bRl U E
JEoimm oz ghI S e eds Hep 3y F R & R SR Xeray iRk
MAcBE e M I o R L SEREEIRLPERTIFER
WHEHERERS Xray 5 180 Fj o FrR @B P X ES 2-D %
BB BB AR - NARPFAET AR & FRFG 2ER AP
(scattering) » #.P' S B B TR S5 & Fl4p 0 4 Bragg’s Law 3t B 7 3
d-spacing> £ d Tt As F a2 T B L G v @ n e
& (tilt angle) 0 = cos™(d/L) °
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8~ zgx A& 4 B (Arbitrary Waveform Generator, AWG)
2] 55 ¢ Tektronix AFG 3021

9~ iz B (Digital Oscilloscope)

7] %5 ¢ Tektronix TDS-3012B

10 ~ & # P13+ (Silicon Photodiode)

A1 5% Models ET-2000 (Electro-Optics Technology Co., Ltd.)
11 ~ 4e #3708 % 58 (Therm-Control System)

A1 55 Models FP 800, FP900 (Mettler Instruments)

12~ 2 iR s & (DC Power Supply)

7] 8% Keithley 2400

13~ 3 # 7R3~ £ (High Speed Power Amplifier)

<

AL HERF o f-p 2R
14~ % 3 = T

A% ¢ METTLER TOLEDO AG245
15~ &F xR

215, : BRANSON 521Q

16 ~ 4v# & (Hot Plate)

4| %% : Corning PC-420D

17 1TO % & % £ (Cell)
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A% 0 £ 4pi% & > anti-parallel rubbing cell > 4 pm > 1 cm?
18 ~ E 74

3] 5% : DENG YNG DOV-60




(e} (e} (0}
C,H5Br
OMe s OMe - - OH
(a) (b)
HO C;H150 C7H150
1-1 1-2
(e}

CgHy9Br
OMe A O g aS— OMe OH
@ (b)

CgH190

(0]
(0] OBn (0] OH
) Q)k @ Q)L
(©) O

o (6] O

CioH21Br
OMe L OMe OH
(@) (b)
HO Cq10H2,0 C10H2,0

3-1 3-2

(0] (0]
Yo o
© Q)ko ©) 5
C10H210 3-4

3.3 C10H210

Reagent : (a) K,COs, KI, Acetone, Reflux; (b) KOH, MeOH, Reflux; (c)
DCC, DMAP, DCM, r.t; (d) H,, Pd/C, THF, r.t.
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c,CIC,

CoCIC,q

Reagent : () DCC, DMAP, DCM, r.t.



C,Cl,C,

CoCl,Cq

Reagent : (f) DCC, DMAP, DCM, r.t.
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F O F O FE o
MeO (@) MeO (b) HO (c)
4-1 4-2

Reagent : (

(c)Toluene
KOH, Me Reflux; 1A - ; THF, r.t.
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Reagent :
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C,CIFC,

C,CIFC,*

Reagent : (1) K,COs, Acetone, Reflux; (m) DCC, DMAP, DCM, r.t; (n)
H,, Pd/C, THF, r.t; (0) DCC, DMAP, DCM, r.t.
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(&)

C,Cl,FC,

Reagent : (p) KHCO3, Acetonenitrile, Reflux; (q) DCC, DMAP, DCM, r.t;
(n) Hy, Pd/C, THF, r.t; (s) DCC, DMAP, DCM, r.t.
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2-4 & =% 3
methyl 4-(heptyloxy)benzoate, 1-1

0] O

C-H,sBr
OMe T OMe
K,CO3 / Kl / Acetone
HO C7/H150

#-1v & 4 benzyl 4-hydroxybenzoate ( 10 g, 65 mmol ) £ ** 500

mL Fl&MEFZR 2 4e > 250 mL o acetone R & A% fF 0 £ e »
K,CO; (27.20, 197 mmol) 4= KI (5.50,33 mmol ) » #3447 > &
i BB » 1-bromoheptane (14 g, 78mmol ) “r# % 60 °C i x> iF
* TLC % - BRR @ HiE BIFE R 2 50k o 24D 28 0 B Rk
754 %A E 117 (HO e EtOAC ¥ 3§ {44 4~ MgSO, '
ko ik Hgiodk il fg o silicagel k47 it % n-hexane/EtOAC

TR FDBe F FHA o A 95% o

'H NMR (300 MHz, CDCls) & (ppm) : 7.97 (d, 2H, Ar-H), 6.87 (d, 2H,

Ar-H), 4.02 (m, 2H, -OCH,-), 3.88 (s, 3H, -OCHj3), 1.71-1.61 (m, 2H,
-CH,-), 1.42-1.25 (m, 8H, -CH,CH3), 0.88 (t, 3H, -CH3).

4-(heptyloxy)benzoic acid, 1-2
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O O

/©)‘\OMe KOH MeOH /©)‘\OH
Reflux
C;H;50 C7H150

B~it &4 1-1(10g,40 mmol ) ~ KOH (6.72g, 120 mmol ) 1z %

22 H MeOH ¥+ 500 mL Fl&ME#gp - 4eftir i 90 °C i@ *
TLC # » BP EHUETF L% 2 o L3 ARk 90 5 4~ B
pe-kpRpait i pHOEX 3 5 0k o g ¥ 3d ¢ HE 0 25 90

0p o

'H NMR (300 MHz, CDCl3) & (ppm ) : 11.0 (s, 1H, Ar-COOH ), 8.02

(d, 2H, Ar-H ), 6.89 (d, 2H, Ar-H ), 4.03 (s, 2H, -OCH,- ), 1.70-1.61
(m, 2Hy=CH,- ), 1.51-1.26 ( m, 8H, -CH,-), 0.86 ( t, 3H, -CHs).

benzyl 4-((4-(heptyloxy)benzoyl)oxy)benzoate, 1-3

0
o Q)‘\OBn 0 /©)‘\OBn
OH
/©)‘\ v /©)l\o
C7H150

CrH1s0 DCC / DMAP / DCM
#-1v & 4 1-2 (10 g, 42 mmol )~ benzyl 4-hydroxybenzoate ( 8g, 35
mmol ) ~ 12 % gt & DMAP (0.65g9,5.3mmol) > F % ** 500 mL #

SEFLP CFFARE - P AFF ERT O REHIERIFL OS2

= 4e o~ 250 mL dry CHoCl, R & #4575 2> 518 4 » DCC (14.5¢,
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70mmol) #4353 3R TERY 16 )} pF;EF TLC 5 > 2

HEHFE TR B Do A 2 dicyclohexylurea (DCU) ¥ ¢ ik » ik
T2 CHClp i » £ 41 HyO 4v CH,Cly X B~ Boj 84 4o »
MQSO, -k » B 2 &k k543 'k 3 A1 Dk Hgic ks B f8 FF 9 silica gel
FH AT > % n-hexane/CH,Cl, & i+ 3% » 3% 4 F4Y
A% 85% -

'H NMR ( 300 MHz, CDCl5) & (ppm ) : 8.05 (m, 4H, Ar-H ), 7.45-7.30

(m, 5H, Ar-H), 7.29-7.25 (m, 2H, Ar-H ), 6.94 (d, 2H, Ar-H ) , 5.36 (s,
2H, -OCH,Ph ), 4.10 (t, 2H,-OCH- ), 1.70-1.61 (m; 2H, -CH-),
1.41-1.25( m, 8H, -CH,- ), 0.86 (t, 3H, -CH,).

4-(4-(heptyloxy)benzoyloxy)benzoic acid, 1-4

(6] (@]
B onsn A @AOH
o Pd/C H2 o
THF
C7H150 C7H1s0

#-it &4 1-3(10g,22 mmol) % *+ 1000 mL gsgsgp » 4 300
mL ¢ THF ;3 f&>4c » 15%Pd/C (1.59) it &R & #Ikns »
hd F 43T o F & overnight; i@ * TLC % > BEP i Higw 2 F &
R FF R THF RjisiEip  REicE s Lo E

n-hexane/CH,Cl, 3 f2 & Z R L % &> E/pPv ¢ FHH 95 % o
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'H NMR (300 MHz, CDCl3) & (ppm) : 11.01 (s, 1H, Ar-COOH ), 8.05

(m, 4H, Ar-H ), 7.35-7.15 (m, 2H, Ar-H ), 6.90 ( d, 2H, Ar-H ), 4.05 ( t,
2H,-OCH- ), 1.70-1.61 (m, 2H, -CH,- ), 1.41-1.25 (m, 8H, -CH,- ), 0.86
(t, 3H, -CH,).

4-chloro-1,3-phenylene bis(4-((4-(heptyloxy)benzoyl)oxy)benzoate),
1-5, C;,CICq

jod
HO OH

DCM

C7H150

S
| OO g

OC7Hi5

#-iv &P 1-4 (69, 16.8 mmol ) ~ 4-chlorobenzene-1,3-diol (1 g,
6.9 mmol )~ 12 2 gt & DMAP (0.26 g, 2mmol) > i ¥ >t 500 mL &
TN CTFEAREIZTH P AR AT o BEFRIERITL S 2
;A e~ 250 mLdry CHLCI, 2 & #4533 %g{¢ 4e » DCC(7.20,
35mmol) #¥E53 » R TRE RSN 16 )} pF@E* TLC ¥ » B
P HFE TR BR > o A4 dicyclohexylurea (DCU) v ¢ ik iBim

Tt CHCly i » £ 1% H,O v CHCl, X3~ B 48k 4o »
MgSO, 4 -k > % % ik s 5 i3 A R spac %k B 59 silica gel

FHg iAo % n-hexane/CH.Cly, % ##kix » @ F| %9 & F4Y
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A5 80% -

'H NMR (300 MHz, CDCl5) & (ppm) : 8.22 (g, 4H, Ar-H), 8.11 (t, 4H,

Ar-H), 7.51 (d, 1H, Ar-H), 7.40-7.24 (m, 4H, Ar-H), 6.96 (d, 6H, Ar-H),
4.07 (t, 4H,-OCH-), 1.83-1.78 (m, 4H, -CH,-), 1.34-1.27 (m, 16H, -CH,-),
0.88 (M, 6H, -CHs).

4,6-dichloro-1,3-phenylene
bis(4-((4-(heptyloxy)benzoyl)oxy)benzoate), 1-6, C,Cl,C;

o)
o) OH
cl cl d
j@i + /@J\o DCC/DMAP
DCM
HO OH

C7H150

Cl Cl
poa
O /@)l\o O)k©\ 0] C,Cl,C,
C7H150

OC7Hy5

£ 16 HEiy o Bt &5 1-4(69,16.8 mmol) ~
4,6-dichlorobenzene-1,3-diol (1.2 g, 6.9 mmol )~ i+ & DMAP (0.26 g,
2mmol ) > DCC (7.29,35mmol) ** 500 mL gspsgp > 250 mL dry
CHCl, #4£353 > 3B T F BT %e ¢ A 25 80% -

'H NMR (300 MHz, CDCly) § (ppm) : 8.24 (g, 4H, Ar-H ), 8.11 ( t, 4H,

Ar-H), 7.51 (d, 1H, Ar-H ), 7.40-7.24 (m, 4H, Ar-H ), 6.89 ( d, 5H,
Ar-H), 4.07 (t, 4H,-OCH-), 1.83-1.78 ( m, 4H, -CH,-), 1.34-1.27 (' m,
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16H, -CH,- ), 0.88 (m, 6H, -CHs).

methyl 4-(nonyloxy)benzoate,2-1

O O

CoH19Br
OMe il OMe
K,CO3 / Kl / Acetone

&3k 1.1 # Lo d#-1v £ benzyl 4-hydroxybenzoate ( 10 g,

65 mmol ) % =t 500 mL [] & ‘&Edgp o 4 » 250 mL =3 acetone R &
AR R R 4> KyCO; (272 g, 197 mmol ) = KI (5.5 g, 33
mmol ) » #4747 > At i » 1-bromononane ( 16.3 g, 78 mmol )

e T 60°Cn o FEZEFw ¢ HM o AF 95% -

'H NMR (300 MHz, CDCl3) & (ppm) : 7.92 ( d, 2H, Ar-H ), 6:88 ( d, 2H,

Ar-H ), 4.02.(m, 2H, -OCH,- ), 3.88 (s, 3H, -OCHy); 1.71-1.61 ( m, 2H,
-CH,-), 1.48-1.15 (m, 12H, -CH,CH3), 0.85 (t; 3H, -CH; ).

4-(nonyloxy)benzoic acid, 2-2

O O

/©)J\OMe KOH MeOH /©)J\OH
Reflux
CnggO CQHlQO

Lgs e 12 8500 o B & 2-1(10g, 36 mmol) « KOH
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(6.04 9,107 mmol ) 1+ %2 3 &/ & MeOH % *t 500 mL [F] & &5y >
Afiv d HM AF 91%-

'H NMR (300 MHz, CDCl5) & (ppm) : 11.9 (s, 1H, Ar-COOH ), 8.12

(d, 2H, Ar-H ), 6.99 (d, 2H, Ar-H ), 4.07 (s, 2H, -OCH,- ), 1.80-1.71
(m, 2H, -CH,- ), 1.51-1.26 (m, 12H, -CH,- ), 0.86 ( t, 3H, -CHs).

benzyl 4-((4-(nonyloxy)benzoyl)oxy)benzoate, 2-3

0]

O
OH
/Li:T)k Ho /E::T)ko
CgH190

DCC / DMAP / DCM

CoHi160

£ 1-3 v e Bt £4» 2-2(10¢g, 38 mmol) - benzyl
4-hydroxybenzoate ( 7.2 g, 32 mmol ) ~ &t % DMAP (0.58 g, 4.7
mmol ) > 2% DCC (13g,63mmol) F % * 500 mL EFSgFgp >t %

BTFEEEH 16 P EI e HE o A5 85% -

'H NMR (300 MHz, CDCl) & (ppm ) : 8.15 (m, 4H, Ar-H ), 7.45-7.31

(m, 5H, Ar-H), 7.32-7.25 (m, 2H, Ar-H ), 6.97 (d, 2H, Ar-H ) , 5.37 (s,
2H, -OCH,Ph ), 4.10 (t, 2H,-OCH- ), 1.73-1.61 (m, 2H, -CH,- ),
1.50-1.25 (m, 12H, -CH,- ), 0.86 (t, 3H, -CHs).

4-(4-(nonyloxy)benzoyloxy)benzoic acid, 2-4
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O

o)
0 /@J\osn 0 /@)LOH
/©)ko Pd/C H2 /©)LO
CoHig0

THF
L3 yEy 14 #gin o B4 £ 4 2-3(10g,21 mmol) % >*
1000 mL gsgHgp > 2 300 mL 7 THF % f% > 4~ 15%Pd/C (1.5

g) i FH > & & overnight > iFd ¢ F > A F 95% o

'H NMR ( 300 MHz, €DCl3) & (ppm) : 11.0 (s, 1H, Ar-COOH ), 8.05

(m, 4H, Ar-H ); 7.39-7.15 ( m, 2H, Ar-H ), 6.90 (d, 2H, Ar-H ), 4.08 ( t,
2H,-OCH- ); 1.70-1.61 (m; 2H; -CHy- ), 1.41-1.25 ( m, 12H, <CH,- ),
0.85 (t, 3H, -CHs).

4-chloro-1,3-phenylene bis(4-((4-(nonyloxy)benzoyl)oxy)benzoate),
2-5, CyCICy

0
o) OH
/@: b /©)J\o DCC/DMAP
DCM
HO OH

CoH190

Cl
(0] (0] (@] (@]
CoCICq
(@] (@]
CoH190

OCgHyg

£k 15 #in o %t £4% 2-4(6.49,16.8 mmol) -
4-chlorobenzene-1,3-diol (1 g, 6.9 mmol ) ~ &t % DMAP (0.26 g, 2

mmol ) » DCC (7.29,35mmol ) ** 500 mL gEsg¥gpr > 250 mL dry
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CHCl, #4353 » 38 T F %6 4 A > 25 80% -
'H NMR (300 MHz, CDCl5) & (ppm) : 8.29 (g, 4H, Ar-H), 8.16 (t, 4H,

Ar-H), 7.57 (d, 1H, Ar-H), 7.41-7.29 (m, 4H, Ar-H), 6.91 (d, 6H, Ar-H),
4.08 (t, 4H,-OCH-), 1.87-1.78 (m, 4H, -CH,-), 1.31-1.25 (m, 24H, -CH,-),
0.86 (M, 6H, -CHy).

4,6-dichloro-1,3-phenylene bis(4-((4-(nonyloxy)benzoyl)oxy)benzoate),
&1 C9C|2C9

HO OH

DCM

CoH190

Nk X o

OCgH1g

L3k 15 #iy o Bt &% 2-4(6409,16.8 mmol) -

4,6-dichlorobenzene-1,3-diol (1.2 g, 6.9 mmol )~ i+ & DMAP (0.26 g,
2mmol) > DCC(7.2g,35mmol) ** 500 mL gFsgsgp > 250 mL dry
CHCl, #3323 » 28T F D)o ¢ HM > A5 80% -

'H NMR (300 MHz, CDCls) & (ppm) : 8.30 (g, 4H, Ar-H), 8.17 (t, 4H,

Ar-H), 7.57 (d, 1H, Ar-H), 7.38-7.21 (m, 4H, Ar-H), 6.91 (d, 5H, Ar-H),
4.08 (t, 4H,-OCH-), 1.87-1.79 (m, 4H, -CH,-), 1.31-1.25 (m, 24H, -CH,-),

0.87 (M, 6H, -CHy).
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methyl 4-(decyloxy)benzoate, 3-1

O O
C49H21Br
OMe L & OMe
K>CO3 / Kl / Acetone
HO C10H2,0

£ 3 g 1-1 4 w e #-1v & 4= benzyl 4-hydroxybenzoate (10 g,

65 mmol ) ¥ ** 500 mL [Fl & E5gp o 4 ~ 250 mL <72 acetone R &
R R £ v > K,CO; (27.29,197 mmol) f= KI(5.5g,33
mmol ) » #3457 > RSP » 1-bromodecane ( 17.3 g, 78 mmol )
S % B0°C i v KB Fv 4 BEE o A3 90% o

'H NMR (300 MHz, CDCls) & (ppm) : 7.97 (d, 2H, Ar<H), 6.85 (d, 2H,

Ar-H), 3.98 (m, 2H, -OCH,-), 3.88 (s, 3H, -OCHj), 1.71-1.61 (m, 2H,
-CH,-), 1.48-1.16 (m, 14H, -CH,CHs), 0.85 (t, 3H, -CH).

4-(decyloxy)benzoic acid, 3-2

O O

OMe KOH MeOH OH
Reflux
C10H210

L pgr 1-2 #is o B~ &4 3-1(109, 34 mmol ) - KOH
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(5759, 107 mmol ) 12 % i #:3 # MeOH % >t 500 mL [F] & #&5g »

Atse d HAM A5 90%-

'H NMR (300 MHz, CDCl5) & (ppm ) : 11.9 (s, 1H, Ar-COOH ), 8.12

(d, 2H, Ar-H ), 6.99 (d, 2H, Ar-H ), 4.07 (s, 2H, -OCH,- ), 1.80-1.71
(m, 2H, -CH,- ), 1.57-1.26 (m, 14H, -CH,- ), 0.85 (t, 3H, -CHs).

benzyl 4-((4-(decyloxy)benzoyl)oxy)benzoate, 3-3

(0] (0]

0] /@)J\OBn O /©)1\08n
OH
C10H210 CyoH210

DCC / DMAP / DCM

Ea= 2 1-3 g okt &3 3-2(10.56 g, 38 mmol )~ benzyl
4-hydroxybenzoate (7.2 g, 32 mmol ) ~ i#.it & DMAP (0.58 ¢, 4.7
mmol) > 2. DCC(13g,63mmol) F %> 500 mL Bspsgp *+ 3

BTFESH 16 S Fi%e ¢ HE A S 87 %

'H NMR (300 MHz, CDCl5) & (ppm ) : 8.15 (m, 4H, Ar-H ), 7.55-7.30

(m, 5H, Ar-H), 7.32-7.25 (m, 2H, Ar-H ), 7.01( d, 2H, Ar-H ) , 5.37 (s,
2H, -OCH,Ph ), 4.05 (t, 2H,-OCH- ), 1.73-1.61 (m, 2H, -CH,- ),
1.49-1.23 (m, 14H, -CH,- ), 0.85 (t, 3H, -CHs).

4-(4-(decyloxy)benzoyloxy)benzoic acid, 3-4
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O

o)
o} /©)1\08n o /©)J\ OH
/@)]\O Pd/C H2 /@)‘\O
CioH10

THF
C10H210

&2 14 #Fiy o B &4 2-3(10g,20 mmol ) % *t
1000 mL gEgg#E M 0 4 300 mL 7 THE 3 /% » 4 ~ 15%Pd/C (1.5

g) i FH > & & overnight > ¢ ¢ F% > 2 F 95% o

'H NMR ( 300 MHz, CDCl5) & (ppm ) : 11.0 (s, 1H, Ar-COOH ), 8.15

(m, 4H, Ar-H), 7.45-7.15(m, 2H, Ar-H), 6.80 (d; 2H, Ar-H ), 4.08 ( t,
2H,-OCH-=), 1.70-1.61 (m, 2H, -CH,- ), 1.61-1.25 ( m, 14H, -CH,- ),
0.85 (t,3H, -CHs).

4-chloro-1,3-phenylene bis(4-((4-(decyloxy)benzoyl)oxy)benzoate),

3-5, C1oCICyg
(0]
. o DCC/DMAP
DCM
HO OH C1oH20
Cl
o) /@)J\O OJ\©\ 0 C15CIC1o
Ci0H210 OCioH21
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£ Ee 15 5piv o #iv &4 3-4(6.68¢g, 16.8 mmol) ~
4-chlorobenzene-1,3-diol (1 g, 6.9 mmol ) ~ #.it % DMAP (0.26 g, 2
mmol ) » DCC (7.2 9,35 mmol ) ** 500 mL g3 sgpr > 250 mL dry
CHCl, #4323 > 2 BT F BiF D)o ¢ HH > A5 83% -
'H NMR (300 MHz, CDCl3) & (ppm) : 8.29 (q, 4H, Ar-H), 8.16 (t, 4H,

Ar-H), 7.57 (d, 1H, Ar-H), 7.41-7.29 (m, 4H, Ar-H), 6.91 (d, 6H, Ar-H),
4.08 (t, 4H,-OCH-), 1.87-1.78 (m, 4H, -CHy"), 1.31-1.25 (m, 28H, -CH,-),
0.86 (M, 6H, ~CHs).

2-fluoro-4-methoxybenzoic acid, 4-1

F O F O
NaOH,Br,
H OH
1,4-Dioxane
MeO MeO

#-iv & P 2-fluoro-4-methoxyacetophenone (5 g, 29.8 mmol ) %

500 mL [F] & EFTR o 4 » i B3 % 1,4-Dioxane B & 3% fF

£ #- NaOH (3.579,89.3 mmol ) frig £ HO % f# > Ats BbiF »
Bromine (4.759,29.8 mmol ) z & — 425 M ArkiF ™ 4 » Fl K ESY

P\ ’

BTR @Y TLC 5 > BEREHE I F B 25 o )

i

£
* H,O fv CHCl, 3B~ BorR B 4o » B K372 E 3] pH E%3 3

ERL ﬁ,}a,gv"'1—ié}a‘_+7j<,ﬁ,7t’,§§']%éJﬁﬁg’é_;ﬁ‘ 90 % -
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'H NMR (300 MHz, CDCl3) & (ppm) : 11.11 (s, 1H, Ar-COOH ), 7.9

(d, 1H, Ar-H), 7.83-7.78 (dd, 1H, Ar-H ), 7.02 (t, 1H, Ar-H ), 3.97(s,
3H, -OCH; ).

2-fluoro-4-hydroxybenzoic acid, 4-2

F O F O
OH - OH
Voo DCM P

#-iv L4 4-1(4.909,288mmol) %> 250 mL EEFEFIN 0 A

§# AT 47~ dryCHyCl, (30 mL) > *% -78°C T 4=~ BBr,
(14.49,576 mmol ) > w3 2R 5 12 -} = > * 2N NaOH /3 /%
B F R BIARE T S e > BRBIRE DY M > T
ethyl acetate f= H,O P~ B~f {84 ¥ MgSO, *4-k - B3 ik ik
A 4 P AT 95%-

'H NMR ( 300 MHz, DMSO-d6):8-(ppm’) : 12.74 ( s, 1H, Ar-COOH ),

10.74(’s, 1H, Ar-OH ), 7.62-7.58 (m, 1H, Ar-H ), 7.01 (t, 2H, Ar-H ).

methyl 2-fluoro-4-hydroxybenzoate, 4-3

T @ H,S0, Foo
HO MeOH HO
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it &4 4-2(59,32mmol ) ~ H,SO, (7mL) %2 MeOH
(250 mL) F % > 500 mL [l & &gy >3t 90 °C Tk jnsi@* TLC
OB EBEE TS B 2 L 2R AL 11T EA e
KEP PG g T MgSO, £k o B iE R silicagel F A 4T
i i * n-hexanelethyl acetate § i* 3% > F 3% ¢ Hi-> 25 80

0p ©

'H NMR ( 300 MHz, CDCl5) & (ppm) : 7.76 (d, 1H, ArH ), 7.74 (s, 1H,

Ar-H), 7.06 (d, 1H, Ar-H), 6.10 (s, 1H, Ar-OH ), 3.91 ( s, 3H, -OCHy).
methyl 2-fluoro-4-(heptyloxy)benzoate, 4-4

F O B ©
/@)‘\OMe C7H1sBr /©)‘\OMe
K>CO3 / Kl / Acetone
HO G C7H150

£ LD i - # £ F methyl

2-fluoro-4-hydroxybenzoate ( 11.05 g, 65 mmol) ¥ ** 500 mL [F] &
WEEL N > 4 » 250 mL £ acetone R & A fE0 £ 4 » Ky,CO3(27.2
g, 197 mmol ) 4= KI (5.59,33 mmol ) » #4457 > R BbiF »
1-bromodecane (17.3g, 78 mmol ) 4c# % 60°Cxjn » & & § ¢

FA 0 A% 92% o

'H NMR (300 MHz, CDCly) & (ppm) : 7.86 (t, 1H, Ar-H), 6.69 (dd, 1H,
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Ar-H), 6.61 (dd, 1H, Ar-H), 3.97 (t, 2H, -OCH2-), 3.87 (s, 3H, -OCH3),

1.77 (m, 2H, -CH,-), 1.45-1.20(m, 8H, -CH,-), 0.87 (t, 3H, -CHy).
2-fluoro-4-(heptyloxy)benzoic acid, 4-5

F 0) F O

OMe KOH MeOH OH
Reflux
C7H15O C7H150

E a3 1.2 Hpi o Brit &4 4-4(10.7 9,36 mmol ) ~ KOH
(6.04 9,107 mmol ) r+z s &5 &% MeOH % ** 500 mL [F] & &¥g >
At aiks i FM - AF 89% -

'H NMR (300 MHz, CDCl3) & (ppm) :11.02 (s, 1H, Ar-COOH), 8.01 (d,
1H, Ar-H), 7.35 (d, 1H, Ar-H), 6.92 (d, 1H, Ar-H), 3.97 (t, 2H, -OCH2-),

1.77 (m, 2H, -CH5-), 1.45-1.20(m, 8H, -CH,-), 0.87 (t, 3H, -CH.).

4-((benzyloxy)carbonyl)phenyl 2-fluoro-4-(heptyloxy)benzoate, 4-6

)

o)
F O ﬁOBn F O /O)‘\OBn
C7H150 C7H50

DCC /DMAP / DCM
£k 1-3 $gin o it &4 4-5(10.7 g, 42 mmol ) ~
benzyl 4-hydroxybenzoate ( 8 g, 35 mmol ) ~ &t &% DMAP (0.65 g, 5.3
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mmol )> 2 2 DCC (1459, 70 mmol) F % > 500 mL Esgsgp *+ %

BTFERY 16 P EFIES HM ASF T9% -

'H NMR (300 MHz, CDCls) 8 (ppm) : 8.11 (d, 2H, Ar-H), 8.01 (t, 1H,

Ar-H), 7.44-7.34 (m, 4H, Ar-H), 7.32-7.22 (m, 2H, Ar-H), 6.74 (dd, 1H,
Ar-H), 6.70 (dd, 2H, Ar-H), 5.35(s, 2H, -CH,Ph), 4.01 (t, 2H, -OCH,-),
1.77 (g, 2H, -CH,-),1.50-1.31 (m; 8H; -CH,-), 1.02 (t, 3H, -CHs).

4-((2-fluoro-4-(heptyloxy)benzoyl)oxy)benzoic acid, 4-7

0 0
=it Q)‘\OBn F B Q)J\OH
o Pd/C H, 8
THF
C7H 150 C7H150

g3 Er 14 5 o Bit £4 4-6 (1009, 21 mmol ) % **
1000 mL gEsps e > 02 300 mL 7 THF 7% fi2 > #ex 16 % Pd/C (1.5

g) ®i-& - £ J& overnight» {85 ¢ F48 > A5 89 % o

=

'H NMR (300 MHz, CDCls)  (ppm) : 11.01 (s, 1H, Ar-COOH), 8.17 (d,

2H, Ar-H), 8.04 (t, 1H, Ar-H), 7.33 (d, 2H, Ar-H), 6.77 (dd, 1H, Ar-H),
6.68 (dd, 1H, Ar-H), 4.03 (t, 2H, -OCH,-), 1.86 (t, 2H, -CH,-), 1.47-1.27

(m, 8H, -CH,-), 0.86 (t, 3H, -CHba).

methyl 4-((R)-octan-2-yloxy)-2-fluorobenzoate, 5-1
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F O
NN
OH

OMe OMe
DIAD PPh; THF \AA)\O

HO

#-iv &4 4-3(59,29.4mmol ) ~ PPh; (8.89g,33.8mmol) <4 »

500mL EESEFLP P FFAR B ZH- PP BF F oaRT O BFENE

S

T3 b =254 2 £73# THF, 3% 10 4 481 # (S)-2-octanol
(4.69,35.2mmol) » 3+ 15 ~ 45547 » DIAD (8.99,44 mmol ) »

B HEREF B R e FE R 20 AR A 7 gk SRR
ﬁx%é%gé silica gel #4744 i- > * n-hexane/ CH.Cl, % i* 4% >

Frlikmd rt o AZF 8%

'H NMR (300 MHz, CDCls) 8 (ppm) : 7.92 (s, 1H, Ar-H), 7.25 (d, 1H,

Ar-H), 6.87.(d, 1H, Ar-H), 4.30 (m, 1H, “OCH-), 3.84 (s, 3H,-OCHy),
1.71-1.57 (m, 2H, <CH,-), 1.42-1.25 (m, 11H, -CH,CH3), 0.83 (t, 3H,
“CHy).

4-((R)-octan-2-yloxy)-2-fluorobenzoic acid, 5-2

F O F O

oMe KOH MeOH OH
\/V\)\ Reflux \/\/\)\
(0] O

LAk 1-2 0y o Bt £4 5-1(10¢, 35.5 mmol ) ~ KOH

(5.959, 106 mmol ) r2 % if £:3 % MeOH % ** 500 mL [F] & &g >
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At snd AW 25 89%-

'H NMR (300 MHz, CDCl5) & (ppm ) : 11.01 (s, 1H, Ar-COOH ), 8.02

(d, 1H, Ar-H ), 7.35 (d, 1H, Ar-H ), 6.97 (d, 1H, Ar-H ), 4.40 (s, 1H,
-OCH- ), 1.70-1.61 (m, 2H, -CH,- ), 1.41-1.26 ( m, 11H, -CH,CH, ),
0.86 (t, 3H, -CHs).

(R)-4-((benzyloxy)carbonyl)phenyl

2-fluoro-4-(octan-2-yloxy)benzoate, 5-3

B o
F o /©/U\OB” F O @OBn
= A
\/\/\)\o DCC / DMAP / DCM \/\/\)\o

£z 1-3 #giye v £ 5-2(11.25 g, 42 mmol ) ~ benzyl
4-hydroxybenzoate (8 g, 35 mmol ) ~ it & DMAP (0.65g, 53 mmol ) -
% DCC (1459, 70mmol) F % % 500 mL EFiap 38T F

¥ 16 p o Exle s d AW ASF 87T% -

'H NMR (300 MHz, CDCl3) § (ppm ) :8.13 (d, 2H, Ar-H ), 8.02 ( t, 1H,

Ar-H), 7.45-7.30 (m, 5H, Ar-H ), 7.29-7.25 (m, 2H, Ar-H ), 6.74 ( dd,

1H, Ar-H), 6.66 (dd, 1H, Ar-H ), 5.37 (s, 1H, -OCH,Ph ), 4.40 ( m,
1H,-OCH- ), 1.70-1.61 ( m, 2H, -CH,- ), 1.41-1.26 ( m,11H, -CH,CH3),
0.86 (t, 3H, -CH3).
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(R)-4-((2-fluoro-4-(octan-2-yloxy)benzoyl)oxy)benzoic acid, 5-4

o

F O

(@)
OH
- -2 . o
\/\/\)\ /©/Lko ™ \/\/\)\
o (6]

g 1-4 #i o #it £4 5-3(10g,20 mmol ) % **
1000 mL EESE#CR > 4 300 mL ¢ THF ;3 f2» 4e > 15 % Pd/C (1.5
g) i FH > & & overnight Fa ¢ FH > A F 92% o

'H NMR (300 MHz, CDCl3) & (ppm ) : 11.01 (s, 1H, Ar-COCH ), 8.06

(d, 2H, Ar-H), 8.02 (t, 1H, Ar-H ), 7.32 (m; 2H, Ar-H ), 6.74 ( dd, 1H,
Ar-H ), 6.68 (dd, 1H, Ar-H ), 4.43 ( m, 1H, -OCH- ), 1.70-1.61 (m, 2H,
-CH,- ), 1:41-1.26 ( m, 11H, -CH,CHs), 0.86 (t, 3H, -CHa).

3-(benzyloxy)-4-chlorophenol, 6-1

oc, TR
HO OH HO OBn

K,CO3; Acetone

#- 4-chlorobenzene-1,3-diol (6 g, 41.6 mmol ) 1z 25 ml Acetone
R BYIRIFET o A tde » KyCO3(11.59,83mmol ) » 30 4 4& 18
S ~ 1-(bromomethyl)benzene (5.8 9,34 mmol) » = 3| 38 F &

84 | PFoBE R EHE TS R 2D 3Rk %;‘%‘xé’f’]?é’?'l’” EA
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fork 3P~ B g £ % MgSO, ok isFfd silicagel 7oA 47

it o % n-hexane/ EA § w#iR > B3 8 A 50% o

'H NMR (300 MHz, CDCl5) & (ppm) : 7.46-7.18 (m, 6H, Ar-H ), 6.58

(dd, 1H, Ar-H), 6.44 (s, 1H, Ar-H ), 5.1 (s, 2H, -OCH,Ph).

4-((3-(benzyloxy)-4-chlorophenoxy)carbonyl)phenyl-4-(heptyloxy)ben

zoate, 6-2

0
% 1-4 o) @o OBn
y o/@ o, DCC/DMAP/DCM /©)J\o
o X %

#-1v &4 1-4(1.8 g, 5 mmol ) ~ 3-(benzyloxy)-4-chlorophenol ( 19,
4.27 mmol )~ r2 2 igtit & DMAP (0.08 g, 0.65mmol ) = ¥ #% 250 mL
Egyap AN E TN - P B A RT CEEMERITT
Z =5 E 4e~ 125 mbldry CH,Cl, 2 & #8423 i3 % {6 4e » DCC (1.8
g, 8.7mmol) #4323 » W RE T E RS 16 g Er TLC % >
2 HFE T R BR > o A2 dicyclohexylurea (DCU) v ¢ itk > iE
Ja i 12 CHyCly 5% » £ §1% HO 4 CHCly 5B~ > Boj #k 4v »
MQSO, *-k » B % *di ik s f 3 Al ik diac ks B8 FRd silica gel
HRA TS n-hexane/CHLCl, § ki » FF|Hd ¢ HEE >
A% 84%-
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'H NMR (300 MHz, CDCls) § (ppm) : 8.28 (d, 2H, Ar-H), 8.12 (d, 2H,

Ar-H), 7.34 (d, 2H, Ar-H), 7.08-7.16 (m, 6H, Ar-H), 6.94 (dd, 2H, Ar-H),
4.46 (M, 2H,-OCH-), 1.70-1.61 (m, 2H, -CH,-), 1.41-1.26 (m, 8H, -CH,-),
0.86 (t, 3H, -CHa).

4-((4-chloro-3-hydroxyphenoxy)carbonyl)phenyl
4-(heptyloxy)benzoate, 6-3

L2 14 fi o #i- L4 6-2(10g, 17 mmol) %
1000 mL gEggH > 12 300mL & THE 7% f% > 4 » 15%Pd/C (1.5

g) i A& o & J& overnight» Fd ¢ F% > A2 F 94% o

'H NMR (300 MHz, CDCl,) & (ppm) : 8.21 (d, 2H, Ar-H), 8.02 (d, 2H,

Ar-H), 7.34 (d, 2H, Ar-H), 7.16(m, 1H, Ar-H), 6.9-6.4 (m, 4H, Ar-H),
4.45 (m, 2H,-OCH-), 1.72-1.61 (m, 2H, -CH,-), 1.42-1.27 (m, 8H, -CH,-),
0.86 (t, 3H, -CHa).

4-((2-chloro-5-((4-((4-(heptyloxy)benzoyl)oxy)benzoyl)oxy)phenoxy)c

arbonyl)phenyl 2-fluoro-4-(heptyloxy)benzoate, 6-4, C,CIFC;
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DCC/DMAP/DCM

|
1L
o /@J\o OH 47
e

C7H15O

cl
o) /@ o
o o o o F
c,CIFC,
0 o
NN
C,Hy50 0

L2862 i o ¥ &% 6-3(1g,2mmol) - it & F

4-7(0.93 g, 2.48 mmol )~ fe-i* & DMAP ( 0.038 g, 0.31mmol ) ~ DCC
(0.85 g, 4.12 mmol )~125 mL dry CH,Cl, - f¢ % *> 250 mL EE§gpsgp »
WERTERY 16 M @40 5 HE o 25 86% -

'H NMR (300 MHz, CDCls) § (ppm) : 8.20 (t, 4H, Ar-H), 8.11 (m, 3H,

Ar-H), 7.48 (d, 1H, Ar-H), 7.40-7.24 (m, 4H, Ar-H), 6.96-6.73 (m, 6H,
Ar-H), 4.47 (m, 4H,-OCH-), 2.69 (m, 4H, -CH,-),1.34-1.27 (m, 16H,
'CHZ'), 0.88 (m, 6H, -CH3).

(R)-4-((2-chloro-5-((4-((4-(heptyloxy)benzoyl)oxy)benzoyl)oxy)pheno

xy)carbonyl)phenyl 2-fluoro-4-(octan-2-yloxy)benzoate, 6-5,
C,CIFC*
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DCC/DMAP/DCM

cl
X
o) /@J\o OH -
jon:

C7H15O

cl
o) /@ o)
o) o o o F
C,CIFC/*
° ° M
C/H150 o

Lo 62 Fgine Bt & 6-3(1g,2mmol)~it &% 5-4
(0.96 g, 2.48 mmol ) ~ #E.i* F| DMAP (10.038 g, 0.31mmol )~DCC ( 0.85
g,4.12 mmol) ~ 125 mL dry CH,Cl, » fe & % 250 mL BEFEsgp - >
FRETFRY 16 PR FIERE I A AS 82% o

'H NMR (300 MHz, CDCls) & (ppm) : 8.20 (t, 4H, Ar-H), 8.11 (m, 3H,

Ar-H), 7.48 (d, 1H, Ar-H), 7.40-7.24 (m, 4H, Ar-H), 6.96-6.73 (m, 6H,
Ar-H), 4.27 (m, 3H,-OCH-), 1.98-1.72 (m, 4H, -CH,-),1.44-1.27 (m, 19H,
-CH,-), 0.88 (m, 6H, -CHs).

5-(benzyloxy)-2,4-dichlorophenol, 7-1

Cljij[Cl ©/\Br Clt : :Cl
HO OH KHCO3 Acetonenitrile HO OBn

#-iv & ¥ 4,6-dichlorobenzene-1,3-diol (59,27mmol) 2 2 KHCO;

(8.4 g, 84 mmol) & ** 500ml EEFEFL P - 4c > 3f £ /% | acetonenitrile /&

T B 32 v il 60 & 0 — ] PEIS AR L BB e ~

1-(bromomethyl)benzene( 3.8 9,22 mmol) * /& overnight> 2% 3 ¥ g =
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2 BRPHE NI ARG f%f'f‘ ﬁsw%’ﬁﬁ silica gel ¢ 4+

K 45 v > % EA/hexane § h ik 0 @k d pdd > A F 40% -

'H NMR ( 300 MHz, CDCl3) & ( ppm ):7.46-7.31 (m, 5H, Ar-H ), 7.1 (s,

1H, Ar-H), 6.6 (s, 1H, Ar-H), 5.2 (s, 2H, -OCH,Ph ).

4-((5-(benzyloxy)-2,4-dichlorophenoxy)carbonyl)phenyl-4-(heptyloxy
)benzoate, 7-2

oC jij[u
cl % 1-4 o) @o OBn
HOKIOBn DCC/DMAP/DCM /©)J\ >
o X %

L3262 Lo &L 1-4(1.8g,5mmol) -
5-(benzyloxy)-2,4-dichlorophenol ( 1.14 g, 4.27 mmol ) ~ &t &% DMAP
(0.08 g, 0.65mmol ) ~ DCC (1.8 g, 8.7 mmol ) ~125 mL dry CH,CI, >
¥ 250mL EEEEigpr N EETERY 16 ) FE @R %G & F

B A% 80%-

'H NMR (300 MHz, CDCl) & (ppm) : 8.21 (d, 2H, Ar-H ), 8.02 (d, 2H,
Ar-H), 7.34 (d, 2H, Ar-H ), 7.16-7.1 (m, 6H, Ar-H ), 6.9 (t, 2H, Ar-H ),
6.5 (s, 1H, Ar-H ) 5.28 (s, 2H, -OCH,Ph ), 4.45 (t, 2H,-OCH-), 1.73-1.61
(M, 2H, -CH,- ), 1.48-1.27 (m, 8H, -CH,- ), 0.86 (t, 3H, -CHs).

4-((2,4-dichloro-5-hydroxyphenoxy)carbonyl)phenyl-4-(heptyloxy)be
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nzoate, 7-3

Cl

OCIKIQ o KICI
o do OBn Pd/C H, o do OH
@O T> @O
C;H;50 C7H150

Ea22e 14 5 o Bt &4 7-2(109g,16.5mmol ) % *¢

1000 mL gEsgsgh » 2 300 mL ¢ THF 2 #% » 4 » 15 % Pd/C (1.5

g) i FH > & & overnight » 7 v ¢ F48 > A F 92% o

'H NMR (300 MHz, CDCls) 5 (ppm) : 8.20 (d, 2H, Ar-H), 8.02 (d, 2H,

Ar-H), 7.3.(d, 2H, Ar-H), 7.16 (m, 1H, Ar-H), 6.8-6.4 (m, 3H, Ar-H), 4.45
(m, 2H,2-OCH-), 1.72-1.61 (m, 2H, -CH,-), 1.41-1.27 (m, 8H, -CH,-),
0.87 (t, 3H, -CHs).

4-((2,4-dichloro-5-((4-((4- (heptyloxy)benzoyl)oxy)benzoyl)oxy)phenox
y)carbonyl)phenyl 2-fluoro-4-(heptyloxy)benzoate, 7-4, C,CI,FC,

cl cl
R
0 /©)Lo OH .-
oy

DCC/DMAP/DCM

cl cl
00
o) o) o) o F
C,Cl,FC;
(o) o]
NN
C/H;50 o

C7H15O

£ ixgr 62 00 e M1 &4 7-3(1g,1.9mmol)~ it & 4

4-7(0.86 g, 2.2 mmol ) ~ i # DMAP ( 0.035 g, 0.28mmol ) ~ DCC
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(0.89,3.8mmol)~125mLdry CH,Cl, - = % >* 250 mL Esgsgp
HERTERY 16 P B HE A% 83% -
'H NMR (300 MHz, CDCl3) & (ppm) : 8.21 (t, 4H, Ar-H), 8.11 (m, 3H,

Ar-H), 7.48 (d, 1H, Ar-H), 7.40-7.24 (m, 4H, Ar-H), 6.96-6.73 (m, 5H,
Ar-H), 4.47 (m, 4H,-OCH-), 2.69 (m, 4H, -CH,-),1.34-1.27 (m, 16H,
-CH;-), 0.86 (m, 6H, -CHy).

(R)-4-((2,4-dichloro-5-((4-((4-(heptyloxy)benzoyl)oxy)benzoyl)oxy)ph
enoxy)carbonyl)phenyl 2-fluoro-4-(octan-2-yloxy)benzoate, 7-5,
C.Cl,FC*

cl cl
§ I
o) /Q)Lo OH =
o~

DCC/DMAP/DCM
C7H150

cl cl
o) j@: o)
o) o o o F
C,ClLFC*
0 3 )\/\/\/
CH150 o

a3 62 g e it &P 7-3(1g,1.9mmol) -~ it &%
5-4 (0.9 9, 2.2 mmol )~ i it & DMAP (0.035 g, 0.28mmol )~DCC (0.8
g,3.8mmol) ~ 125 mL dry CH,Cl, - F % 250 mL gspsgp > *+ %
BTFEX 16 P FRAE I FM o A F 80% -
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'H NMR (300 MHz, CDCls) § (ppm) : 8.20 (t, 4H, Ar-H ), 8.11 (m, 3H,
Ar-H), 7,51 (d, 1H, Ar-H ), 7.39-7.24 (m, 4H, Ar-H ), 6.97-6.73 (m, 5H,
Ar-H), 4.27 (m, 3H, -OCH- ), 1.98-1.72 (m, 4H, -CH,- ),1.44-1.27 (m,
19H, -CH,- ), 0.86 (m, 6H, -CHs).
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2-7 T LR

Foror B p FHE Eeh 24 0 = &2 (triangular wave
method) ~ 3 & # ;2 (field reversal method) . % ?,%ﬁé (Sawyer-Tower
diamond bridge method) » *#% < p &t EERI- i@ * = &£ 4% o
A PR KR B DR SARE R RS i 2 e e s Bk
CZ AR RRTE T e b B e ek | DB R
R~ LR o ERpe ma L F OR (de Fig2-7.1) » HriE L n
HEFaffi~ > fl* p et 2e2 ik it Y2-71) . 738

g EiRitE S 0 FERE R EE S (POM) BLRR H RIERE -

1jvm
Ps=-—R_ (34 2-7.1)
2 A e
N7 VAt FRRHUBFFAGHF RZRI A S THEG

B Gl 12 S A EFER R o Ps @¥ =5 nClom?

Fig. 2-7.1 # & p
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FELRWR™ T PELY R )~ mE A& (EA)
MR FHE (MASS e ERRHAPE KT FRIR* TR MK
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( UV-Visible ) -
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3-1-1 POM 2 DSC @&.ip|

FERR fo A AW 1 R RS ERE POM cn L) 7 1R R
oiE B TR B AR P AR TR R 0 5 DSC R L S ip R B
PRBERN L= &5 E 8 POM R B4 -

C,CIC;

038 ]
2™ heating
06

04 ] isotropic

0.2 ]

0.0
ccic,

AH

-0.2

nematic(5.6°C)

04 o
] 1" cooling / isotrapic
-0.6 |

-0.8

crystal

— B 2
50 60 70 80 90 100 110 120 130 140

temperature(°C)

Fig.3-1-1.1 C;,CIC; 2 DSC & B/l

H_DSC Bl¥ &L it &4 C,CIC;d 2 B F4a4c# T 113°C i ~
isotropic 4p o Mg s B 4o"8 8 » $ R A T 91°C NI NAp o £ 4%
58 % 86°C I SAp o ATELPIT| R B 2 91~86°C 0 ¥ 5°C e N

ip
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C,Cl,C,

2" heating
5
4 . .
crystal isotropic
3
2 4
T
<
14 . S
nematic(13.3°C)
1% cooling
o] —
crystal isotrapic
L A
14
A sssanmseel B e B o B TR 2

T
40 50 60 70 80 90 100 110 120 130 140 150 160 170 180

temperature(°C)

FIgB-l-lZ C7C|2C7 2. DSC & 7| B

¥ _DSC B]¥ & »C,CLCy it & 4= d B B4+ £ 7 146°C & ~
isotropic 4p o SE (s F4o"88 > § R A E T 126°C I N A4p - £ %

F5R

113°C R % fodp o %) 13°C ennN B o

fon

Fig.3-1-1.3C,Cl,C; - 120°C -7 POM
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CoCl,Cq
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0.8 1
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0.2+
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0.0 1

isotropic

B agrsgpd

oo s \

4
1IR3

{ 2" heating

crystal isotropic

Fig.3-1-1.7CyCl,Cy = 112°C 7 POM
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C10CICyo
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0.8

0.6
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0.4 4
0.2 1

1 1* coolin
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N T X, 1
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isotropic 4p e & & MUE G BEE 4 5 B R RE T 87°C IR N AR -
LMYEEI00°C IRy BRghine 93 27°CeanNAp o LY

A

BRI IRY - B SE o

Fig.3-1-1.9C4,CICyg 1= 62°C % 2 80°C =7 POM
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329 LI 4 A

C,CIFC,

He & ho- 2y 2 5o RIPlanF R 4t 0o 3 ¥ A HE
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3-2-1 POM %2 DSC @]

C-/CIFC;

T 2™ heating

crystal isotropic
0.5

001 C.CIFC,

AH

1% cooling nematic(6.2°C)

crystal ,/ isotropic

-0.54

-1.0 4

T T T T T T T T 1
40 50 60 70 80 90 100 110 120 130

temperature(°C)

Fig.3-2-1.1 C,CIFC; 2. DSC & i#| ]
#.DSC B ¥ 2 > it &3 C;,CIFC, ¢ % B 7 454 # 1 105°C it »
isotropic Ap-SE ¢ MUE GREFR 4t R g R R TEE T 79°C NI N 4p -

PRI T3C LY - BRAI - 9N F 6°C N o & i

Fig.3-2-1.2 C,CIFC; % 78°C 7 POM
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C,Cl,FC,

2" heating
4
crystal isotropic

34

24
T
<

14

nematic(3.6°C)
04 1% cooling crystal ,/ isotropic

60 70 80 9 100 110 120 130 140 150 160 170

temperature(°C)

Fig.3-2-1.3 C,Cl,FC; 2. DSC £ | B
#_DSC Bl¥ L it &4 C,.CLFC, d 2 8 B 44 T 141°C &
~ isotropic 4R o " {& U GFEEF 4R o R R "R 3 116°C IR N

o £ HE L 1°C MBS - 9§ 4°C N Fp -

Fig.3-2-1.4C,Cl,FC; # 114°C 5 POM
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3-2-2 kP FEVR

120 4 isotropic

110 +
100

90 +

Temperature(°C)

80

70 4 nematic

60 crystal

T T T T T
C7CI2C7 C7CI2FC7 C7CIC7 CT7CIFC7 C9CI2C9 C9CIC9 C10CIC10
Sample

Fig.3-2-2.1 & 51 = s o eif 500 32

FE W% & C,CIFC;fo C/CILFCy & 2% + ) %] 4~6°C ¢
R dAnm C;CIFCH# % CiCLFC*% H bt =8 0 2 die » 2 5 4p o
EOT kP - i B g kA S R B ARER K B B R F)T
o AR R e AL At m BREH SRR TR S oA &
B4~ chiral » € @R AR ERF o e RALGARDE R > A FFA A

L PR o BN B E R o 4r » F2 chiral 5 B €S E
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- e EA
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.

3-3$d YL T A - BPEPL T2 FH

S
0@” *?:f@

/@ e e, O~

CH/O

Hig
CqCl,Cqy

Q*/@M@k@*@
N L A D e 5?7‘:” T f 2 F 1T R hOSt;f%E’ v x

chiral-dopant ;2 4% * ;% K 2% % & 4p /% & ochiral-dopant P& * F =% 3
p 7 B e,k 2] = chiral-dopant » i ® 02 Swit%fe 10Wt%: iR 35 v 5]
G R #5317 84 <o chiral-dopant 12 2 A R R ARV B

51%7}5,& Eeaix;ﬁ;i ° 4 lj’%&'—lvg%i AR R fp B F R IB Y ) o
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3-3-1 ,:‘4. |- ‘}3‘11}2 L f’d%

C,CIC; % 4 1SO-F& ISO-F*

sample host dopant
wt% mg wt% mg
1 C,CIC; 100% 20 0% 0
2 ISO-F 5% 95% 19 9% 1
3 ISO-F 10% 90% 18 10% 2
4 ISO-F* 5% 95% 19 5% 1
5 ISO-F*10% | 90% 18 10% 2
Table.3-3-1.1 C;CIC; & % ISO-F& ISO-F*2 it 7|
C,Cl,C; & $2 ISO-F& ISO-F*
sample host dopant
wit% mg wit% mg
1 C,Cl,C; 100% 20 0% 0
2 ISO-F 5% 95% 19 5% 1
3 ISO-F 10% 90% 18 10% 2
4 ISO-F* 5% 95% 19 5% 1
5 ISO-F* 10% 90% 18 10% 2

88




Table.3-3-1.2 C;CI,C; 2 4% ISO-F& ISO-F*z_ 1t i

CsCIC, 2 4% 1SO-F& I1SO-F*

sample host dopant
wt% mg wt%
1 CoCIC, 100% 20 0%
2 ISO-F 5% 95% 19 2%
3 ISO-F 10% 90% 18 10%
4 ISO-F* 5% 95% 19 5%
5 ISO-F*10% | 90% 18 10%

Table.3-3-1.3 CoCICy 72 33 ISO-F& ISO-F*2_+t i

CoCl,Cq 2 3% ISO-F& ISO-F*

sample host dopant
wt% mg wt%
1 CoCl,Cy 100% 20 0%
2 ISO-F 5% 95% 19 5%
3 ISO-F 10% 90% 18 10%
4 ISO-F* 5% 95% 19 5%
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S) ISO-F* 10% 90% 18 10%

Table.3-3-1.4 CoCl,Cy 2 4% ISO-F& ISO-F*2_ tt i

C1oCICyy 2 % ISO-F& ISO-F*

sample host dopant
wt% mg wt%
1 C10CICyo 100% 20 0%
2 ISO-F 5% 95% 19 5%
3 ISO-F 10% 90% 18 10%
4 ISO-F* 5% 95% 19 5%
5 ISO-F* 10% 90% 18 10%

Table.3-3-1.5 C1oCICyg 2 33 ISO-F& ISO-F*2_1t &
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3-32 A7~ RBEEHB

4% 5 % § chiral-dopant 5 10%p= > %% 7 B M3 R P D
Redadp o AT 2IRenit L4 B 4 d isotropic i~ B 4p o TG
RAET T BT LR %A o F i chR Fl 4 chiral-dopant i £ 4e » o
HE R BT bentcore A F e dp o m ERGE AP L o A RBE

% % chiral-dopant & 5%FF > & di3R N*4p » T ¥ 14 ISO-F* 5%3- if o

L CgCng ,f 7'] S L»"l ’ /wi}% ISO- |:5(%)EE B - A«Jf”’d _tmz.Fm‘lipéféﬁ*
2 100°C i& » isotropic 4p o Mg f¢ &g i BEFR 45 8 - FIR AR R I
90°C 13 blue phase £2 N*& 52 4p - @ 4 E4pi)f 4 & % N*4p - £ 4%

FrER 3 73°C M dfadp 0 BTG L7°C G oA o

M CoClCy iR 1% ISO-F* 5%p » i* &% d Z§ B 4n4r 1 97°C
&~ isotropiC 4p o Sgis SR 7 BER 4R R 0 B AR EED 75°C R
P &g e blue phase » # 4§ "% 8 & 7| 65°C ¢ blue phase i& » N* - N*§

B 1-2°CHE T N B dp

Fig.3-3-21 CyCICq /ISO-F* 5%
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3-4 UV L # & B

d 1k B s (POM)F Bh S & B T > E40i% £ 9 % 65°C~75°C o
A R ATk R (UV-visble) 2 S i R B R 0 271 CP i
350~450NM L £ ¥ UF R EARR HF ML L T REFHFFEE T 61°C
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B 2 o deT B()#ToR o d b b ey kS & (UV-visble) 2 F g
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3-5 kT LR

d R 35 ficdp i % ¥ 40§ 40~ 5 wit% chiral dopant 1SO-F*>% host
g4 &3 CCICe ¥ » 7 £ BPII 2 fudp » R Hif & 5 17C © i&-
# j# i& IPS(in-plane switching)iz & £ BLe| BPII j% &4z £ T 7 5 &
Lofl* L m g g AR EER S 4um-E 5 10um -

HMEEE 10 ume

BEAFRSELDAMERMEAT » TS P L kT 2
i, sk dh(polarizing axes) 45° éni= & » jE_isotropic 8 & 1/ M i ¥%
F9(0.1C/min)*2 = BPHI j& &8 R (68C) > %64 7 = AC & B > #5 F 4
60 Hz 2 i » Lz ks R 3 R 2 F2 30 4o Fig.3-5.1 #7577 -

E R R4 B6VIMs s v F T L R A R B 9T £
TR T R L 5P R R e B4 % I B2 L enT R 180
Vims(4efra B) B4 BT T RECRAEZS 7 22 T’,?"’]ﬂs"’**}%‘zg
YAp i % o K fL eh2E f (amorphous) i 2 BPIT > Tk 8 % 2 4
(optically isotropic)# % & — & P #235— % ik 0 N(nematic)4p » sk &

B = % {4 (anisotropic) - #* % F 7 5 k7 2 i sl (Kerr effect) o
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i X o
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(B)ISO-F & 32 i 71— P ISO-F {5 k erdt > ¥ 5¢ = F] 5 ISO-F*%
AL R BERGERM APk R A 5 N IARA B o

B)+ 7 & 2B F 2o s ¥ pléE B2 4 EALR &K A CCIFC, -
C,; CL,FC; > ?‘Tﬁ“}i’ﬁ SFENE BT E 0 T RAA
BE2EVEo

(7)2% 4] UV-visible £ 3 %P BBR H S # A E N ERR S o

@)fI* kT 2RBEFNBPUHI ZHIpP IR RT LB RFF P
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C,CIC; 2. EA

7R HE LA R

TC 32 53T Heraeus CHN-O Rapid RF5EE =

[FAHEEYL @ HFZ S EEEE T 1000856
ERFZEENT 1 L AAR MREINEBE HEEEIEE « GO

ICAHEE: 100 &= 8 B 23 HE#®RHEE: 100 & 8 B 25 H

ITRER

ERE N% C% H%
1. — 70.09 6.16
2. — 69.85 6.23
3.
4.

FEHIE ¢ — 70.19 6.01

7~ A F 7 Standard © A

(A)Acetanilide  (B)Atropin (C)N-Anilin

N% C% H%
HEniE - 10.36 71.09 6.71
HIEE - 10.38 71.19 6.70
Gt

= EHGE  NCH : 800
s=HE: 10 8§ A 25 H

it A

= PN A RMEFRE
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it &4 C,CIFC; 2. EA

BT A AR A B R

JC. 3 7747 Heraeus CHN-O Rapid [RiGHR 5

[EHAEES - HIEE RS ¢ 1000857
RFFENL - 2R MEINERE AR AEEAE:E © CCLC,
o=HEE: 100 = 8§ B 23 HEXEHE: 100 2 8 A 25 A
VAT =2
B BE ¢ N% C% H%
1. — 66.59 5.64
2. — 66.62 5.81
4.
FEENE - — 67.37 5.65
7~ HET#E H7 Standard : A
(A)Acetanilide  (B)Atropin (C)N-Anilin
N% C% H%
HiaE 10.36 71.09 6.71
HIEHE - 10.27 71.03 6.69
fEEE
= F%E  NCH : 800
WEHEE 100 8 A 25 H
gmag g 0 A B prpsge
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it &4 C,CIFC; 2. EA

7 A AR S SR

TT3 7 HT{E Heraeus CHN-O Rapid ARF5HE =

WHEEY © FBE HLLERFE ¢ 10008586
RFBENL - AR MENERE SRELEEHEE - GCIFC,
W=EE D 100 & 8 F 23 HEMKEH 100 & 8 H 25 =2
VANGIT=F
HEHE - N% C% H%
1. — 68.64 5.78
2. — 68.85 5.82
3.
4.
JEEE — 68.69 5.76
7N H A Standard @ A
(A)Acetanilide  (B)Atropin (C)N-Anilin
N% C% H%
HER(E - 10.36 71.09 6.71
BIHHE - 10.27 71.03 6.69
fEEE
= Hi%= : NCH : 800
wmEHE T 10F 8§ B 25 O

REREEAEE

2hy f— .
14+ e

+ WY j -

IR EE
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L &4 C,CIC; 2 MS

C7CIC7(3NBA)

100082616 13 (0.914) Cn (Cen,4, 80.00, H); Sm (SG, 4x1.00); Sb (2,40.00 ); Cm (1:14) Scan FB+
100 339 8.84e5
%

0 | ¥ 397404406
A RN
300 350 400

0 550 600 651

it & Cy

C7CI2C7(3NBA)

100082615 1 (0.095) Cn (Cen,4, 80.00, Ht); Sm (SG, 4x1.00); Sb (2,40.00 ); Cm (1: .
339
100-

Scan FB+
7.62€5,
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odu Uw‘n\h‘ } ; ‘I‘ il [ b1 A i
300 350 400 450 500

550 600 65

T m/z
700 750 800 850 900 950 1000

109



it £ C,CIFC;z MS

C7CIFCT7(3NBA)

100082614 4 (0.299) Cn (Cen,4, 80.00, HY); Sm (SG, 4x1.00); Sb (2,40.00 ); Cm (1:14) Scan FB+

100 357 1.24e6
339
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