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T 23] Zeddowny fd Tele TS zte vE du-2dde] AAE FTFA ; dE 30
TH% olstE it dgdd Zedde] EitE ¥ Zadde Ak FRel o £5€ Al |
A4 THA 5 10 WA 40 TF o] 1-FHoRRH fAdE gl deE e 1-7d 3 Z2dde) 58
FAE Edetel, w A g FFA (HPE, 0.940 g/en’ 27e] WEE 717) B et PUIS

A
¥ AE=S Axske v AHEE 5 oo

HAe st7) el uhe Ager
£§ A4 ASTM D-1238 7 "E" (2.16 Kg 9 dF) H 'F" (21.6 Kg ©] 3+%) o wek 190T oA FHH

A gy $8. 25T A4 ALd SawE s PHel ue o
20 00 o) o AAAE W] R AR $HE YE Soob Feead 9u, Ae sl FAAAG,
FEE EFRES 135 = Adstn, oF 60 ¥ 9wk st ARG, HE §A4L A% W o



[0056]
[0057]
[0058]
[0059]

[0060]

[0061]
[0062]

[0063]

[0064]

[0065]

[0066]

[0067]

[0068]

[0069]

[0070]

[0071]

[0072]

[0073]

[0074]

S=50ol 10-1167538

25C = YA o5, o ekl T, o Fels 40T oA A& EFoNA SEAA, dA Tl

=HA &t A7) Adel-7rgA B8l e x7] 2.5 g o MEEEA eI

TohekA 3fek

1-5FEs Ho)d Bgye B A4t

I-FEET 159 o-dWS Ao BAS F& AAsT

& 9% : ASTM-D 1505

g BA - FAX AL ZEA DSC Perkin-Elmer & AMg3le] 9% =AWS F3q690). 371 thlb ol &

94 F4 qFoE Fad 4G}, &8 A AHo=2RYH 59 S5%Fd AE 6 - 10mg) & &¢F7g

el Fgetar, 5T oA 3 2 &t Ag2ez2ddAR sk, 20T/22= 200C 744 7FdA71aL, 37
oA 2 Et (6 &) FAANAAN, BE AAS 4H3] &FAZAT. oJojA, 20T /® o2 20T 7+

A YZAZl B o¥3g exE AAI} 2% (Tc) 24 7148549 0C oA 5 & &< 2=z & &, A

TS 20T/HY £LEZ 200C 714 7tEstglt). A7) TEA 7FE HAGolA, I3 2EE & 2%
(Tm) 24 7}4&ta, A3S 22 8§ A=23 (global melting enthalpy (AH)) 24 7FA3FA T

Me. Ti o] A ¢ e f% AF Behzeh 4P FEW (0P & T Fdsan
Clel A4 ¢ e A9% 242 F3 FAsan.
%

BD o 24 1 & sAl-AmrtEaYy 24

4 A o
28 9] MeCl, (EtOH) 5712 Ax2 98 Qul 74

rodlg ZReel= W oF 3 Bo| d2S Fhfehs AT RAARS USP 4,399,054 o Ao 2 oA 7]%d
Wi ol whel, 22k 10000 RPM thAl 2000 RPM ol A4 &A1 A Al %813t}

AasheE 4 dEFE —8-@1'%8]’% B7ME (47 %‘F/‘o}: 35 %‘%‘:%, 25 =% 2 15 %) S AL ~EY 3],01] 50
- 150 9] 2%k Welol AAM 4 AE Fell Azt

AiaZ AHE 500 m 9 4-2 53 ZgtaTe, 250 me 9] TiCl, & 0C oA =935k
Lo, Ao 7led vkl o]l AlxHa 25 FH% o &S FHa= FH o MeCly/EtOH e

17.5 g & ank el @7}0}“5} i':§ 1 AIZE dlell 130C 2 5A71a, 60 # §¢F FAAZT.
o A
=

FAE 60C A F5 Ak (5 X 100 M) o2 6 H, 25T oA 1 ¥ AHs) nxjulo 2 mA=
AE dtoll AxAZ|a, BEAEAT (Ti = 4.9 S3% ; Mg = 19.4 %),

A% uA) o) qyel Az 9% 9w BH (A ED o GE)

1A AW7)7F Qar, AAE AFHE 500 m 45 T Sk, 200 mee] F4 @Ak 2 7] AjAlE wp
o} o] 5% 10 g o 1A A A @%01]*1 A ek ED/Ti ] & W7} 4 7} H =5 &7 93,
AT 2olA gk shol FAEE 4o ED & A7bekal. CEE 50T = TV, EdES 3 A
ZF st wykekgltt O, Rk W33, a4 AgEe] FALLES Wi, AT Ng AtojHo s wo}
St

TAE 25C oA F4 Fak (3 X 100 m) o2 3 W AAstm, 3|5sta, AT sk AFRA7) L, B9
c}.

A/ a-dH FFF  dy 7

A7] wik7], 2 g Sk AAA, g, T, 1-5d, FAE g I g9, 2 S F948 ="
vpolk (steel vial) & 2tE 4.5 ¢ ZHEl2-29 APEA7]E 70T oA 60 & st &F d4E 52
7ﬂ oz A BT U, ZE@ow MHetia, 75C 2 7bdstal, mpAHo s 800 g o TR

-5 (% 2 2 4o BRuE vpel & o), oEdl (7.0 bar, %) B A (F 2 H 4 oA} o)) &
_11 —_



[0075]

[0076]

[0077]

[0078]

[0079]

[0080]

[0081]

[0082]

[0083]

[0084]

[0085]

[0086]

[0087]

[0088]

[0089]

[0090]

[0091]

S=50ol 10-1167538

100 em 3 2§37 Zgx=9, 50 n F4 @2k, 9.6 on " o] 10 %/ 5T TEA/HAL g (R E 2 2 4
oA Rauy FFul F), do2 F A FAA sstE (F 2 2 4) F AAde] nA Fuf (£ 2 2
4 oA Haw ) = Ay sUE =Y. o5& A EFsla, ALoA 5 F FoF wukE o
S, Ah HAgE o]gd 29 wlo]d s Fa& W) =S

AL Wk o, dEANE FFFoIHN F AHE 75T dA 60 = st dAHSA FAAIFA. Foll A,
WSS AUAIZIAL, REE 30T 2 Holmglt sl SPAE 2L 55 skl 70T oA AxA]
i, FAE AJy

AAY 1 - 12

Ax Fodxl (ED) 3HHES AMgshe] AZsST). =2, 25%%% © EtOH
19 g wat Azl F3Y MgCl(EtOH) F7HES Abgste] Ax&QqE=d, A7) A

AlE el wel S3AE Axskr] ] FelE TiCl, 2 Aed v, duk gl we, F 1 oA

g, 284 F$58 EnE, A7 Ruy 96 34 wabd, agu $EAe EAse 3EE dolgE
T3 HEts X 20 949 EA 2 o FHE JdEAe] FE ALEE%Tt.

AN 13 - 14

Zu)E B FFH ED/Ti 7F 27 8, 4 2 1 ¢l xpo]E 7pAa, AR ZAR2A AcOEt & AFL3slo], AA 9
1 - 12 o 7WAE e} A Ao web Az=8Hth tg, 224 59 s, A7) Bug gt
Ao wel, a2 FEA EA3e AP doletE E3 FHEE F 4 o €48 54 x4 st F
He dEde] g5l A&,

A A4 15

Auk YAol| wpet AzE uA FHAS ndEv]el Wi, da uiy] st F4 St (A FE7) 40 g/
¢ 9 oA 30T oﬂH WHHS A EHA T HEFN S A Fo] Ef-od-2dFnE (TRA) 4 10 Z=29%
folo] ko m A sle], TEA/ILA = 0.5 =F/FHe] v S 2A s} o, 1A AL %9 0.7 vl
o dale TEFHUe UL 30T oA AT 22 & FX 570 A3 n&=E HH3d TFsPTh 30
B T, TS WEAY TAZ 25 T A 4 drtem 3 W AHstar, tA] diko] A7
AcOEt/Ti & Auk del wEk BED 3FEE A AcOEt = x%alo}"ﬂﬂ

A Al 16

Zu|2, HEo] Ao £%7} 0T = AolS 71A AL, ED A AcOEt & AFE3te] A Ao 1 - 12 oA 7]
Alg wkel FAd Ao wEk AFzsST). Zul Ao EA4S % 3o Rusta, F5dEe] 29E ¥ 4
o Baslt}

AA A 17

FlE, AE5E A4 gl ?11%01]%1 100C olM 8@k AolE 74X, ED 24 AcOEt & AR&dle] A4
o 1-12 oA AAE wheh TAgh ol wel Alxzskgin S el 5 ol
T Ads & 4 o BT

AA 4 18

FulE, A5S I Al EFQA AT AolE ZhH AL, ED 24 AcOEt & ARESte] AAld 1 - 12
olM AAAlE whel B Il wet A8kl o Ao 54& % 3 0o nausta, g3 A
£ F 40 Budc

AA A 19

g, AF SAE 2 W FhITE Aol 7HAAL, ED 2A AcOEt & ARESEe] AAld 1 - 12 oA 7 E
vheh FAdd Aol wheh Alzski As @AE 19 AcOEt/Ti &5 = BloIA 30 & 5+t

_12_



[0092]

[0093]

[0094]

[0095]

[0096]

[0097]

[0098]

[0099]

[0100]

[0101]

[0102]

[0103]

[0104]

[0105]

[0106]

[0107]

FRA GACA = S =
A 455 At S Aol 54%
A4 20

e, B HE dAES 1 A3 F<d
ol ZNAE whe} EARE Hpel whep
Z % 4 o B,

A 21

FuE, D A5 @AE 2 A T
ol ZNAlE whe} EARE Fgol whep
Z % 4 o B,

A 22

e, B HF dAE 5 A3t Fd
oA ZNAlE whe} EARE wpgol whah

= X 4 o By,

to = uAE A2 Fo F=3hslal, AcOEt/Ti 33 &
= v A =
[e} =

S=50ol 10-1167538

olal, HFHe 2.5 Az

’ H T

Hl= 4
sto] A2 T 4 o] Hadit,

ofy

2po]lE 7}A 2L, ED A AcOEt & AF&3le] Ao 1 - 12

=
Su) grel 4¢3 o nuela, $EHe A%

Apel & 7HA AL

=
o Ao 548 % 3 o Rausta, g3 A

z}olE 7}AaL, ED B4 AcOEt & Ab&3lo] 2Ae 1 - 12

o] Y E4S 3E 3 o] Rustu

AAd 23

Aub spgel met Az 1A FAAE, 10 o AT & WelA EFvlE fod RxIEstel= (DEAC) &
ARgstel, A th7] Skell DEAC & 90T (Al Fi= 40 g/ ¢ o) oM F4r Fekelr kel
1 ARE Foll, kg W a=a, A A Ee]l FAH LS HEa, AT s AolHon wolEgl o
ojdel A¥ wAF EHA FWAl DEAC A2 S At IAE 0T AN F Feoz 1A, A
2olA - ddte e 2 W AlH S IAE FF sl AxA7|, BT (Tis = 4.6 %% ;
T8 = 2.9 F% 5 Mg = 20 FE%) T, ED Shel A WAIE, Wb AREe] 2 AlRTeleh AbelE JHA
i, ED 2A AcOEt & ARESke] Anb spAel A Zlg® wheh o] it Sl dae 54= % 3
of Bustiu, FFEe] AIdE & 4 o Hud

AAd 24

AAlel 15 oA 71EE niek o] £5E A-T3E FHAE el deA7lar, ank el 50T oA 1 A
b Ek Ticl, (- %—Qxﬂ/mh 24 TH/TE) = Aot AAE 25T oA Fg SR 3w
AlF e, oAl ikl AEA AcOEt o2 9] & A E, ED/Ti & &FHH7L 8 olgte Aol & 7HA
A, Ank Aol 7lE® vie 3Fo] sttt ol o] 548 & 3 o Busta, g3del diE
X 4 o ®Hagth

AAd 25

FME, TA FAY AxzAA TiCl, B E 130T g2l 100T oA 433tz 100TC (30 &) oA +H

A TiCl, AgE A& A Ao 2dsiti= 2}o]2 71X 3, ED 24 AcOEt & AFE3le] AAld] 1 - 12 oA
MAE vke} st Bl wek Az (Ti 1.95%3% ; Mg 19.45%5%) o) dEY 5E4S & 3 9
Busty, 59 A%E % 4 o Bud}

A A4 26

Zu] 2, ED A& GACA ED 7} AcOEt/THF £¢HE (1/1 B/%) o g8 A 9oE ko) = 7Mxa, AAl4d 1
- 12 oA AR ule} 5L Ao wel A zEAT). Z ED/Ti & vlE=4 9 Zuj R EA4
= & 3o Basta, ¥Eee] A4E % 4 o Hidg

AA ) 27

MgCl, A-AE USP 4,220,554 9] A Aol 1 (a) oA 7]&d Aol upet A28, o, 284 5

H 1AE, TiCl, AEE 130T il
S Al g Aol At

of 120C oA 3slar 120TC (30 &) oA F719 2
AolE 7HA

wel TiCl, A e

L 14 FHAE Az

of wet TiCl, = Hgste] A

_18_



[0108]

[0109]

[0110]

S=50ol 10-1167538

= IAE 60T oA F4 Fxk (2 x 100 mié) o7 2 W, 25T oA 2 H AU iz e o 2
LAE AF skl AxA7IL, BAEAT (Ti = 5.8 $F% 5 Mg = 18.8 TF%).  AcOEt o] HF 9AS
Avk Aol wet skl R *Lr«l EAQS ¥ 3 o Budn, ¥Ede ARS ¥ 4 o
Haghoh

ol AES, 289 79 MgClL(EtOH) F-7HEo] 47.3 T%%, 35 5%%, 2 14.3 %% o &4F 43S 77
Zrethes AolE 7hAal, AAl FolAbREA AcOEt 2 AREEte]l AAle] 1 - 13 oA WA ulel FUF 3o
2ot A [t B A ) AR 5SS X 3o Busta, ¥ A%E & 4 o B,
F 1

Ex. =00 M= EITEYE

ED ED/Ti Mg |Ti |C1 |[ED  [ED/Ti Mg/Ti
=y |B2% |23% [B2% (=% |=H =

1 |2 OotMIHIOIE 3 177 |4 566 [20.7 [28 (87

MEEEENE 4 143 37 477 P14 3 7.6

I EERENE 4 134 |36 |472 315 |24 |73

4 |THF 4 169 4 547 |176 |3 8.3

I EEENE 4 165 |41 [552 |149 [24 [8.1

6 |Cloiotel 4 169 [3.4 559 (185 [3.6 [9.8

7 [C-i—=Z=z=opol 4 196 |5 679 291 |28 |17 ¢

ECENERE 4 199 |51 657 [362 [34 |17

9 EEE}@E Zaza OtNE |4 16.4 3.8 539 [22.6 2 8.5

10 2d-=2e2= 4 158 |36 [na |124 [27 [86

N ERNENEE 4 196 |5 627 |197 1.6 |77

PRNEEEIENEE: 4 192 |46 [59.4 [242 [1.8 [82

_14_



[0111]

[0112]

¥ 2
TS =57 E5
e o= SOOI o
Sdd

B R S5 JAVED |C; M P2 |C, MIE |2 Tm XS

mg = g Bar [Kg/g*h [%wt |g/10' |g/cc °C % wt
1 |15 [T™MA THF [5 150 1.8 |[1L.8 |49 |06 0925 [122323
3 [20.5 TEA/DEAC 2-1 |THF |5 |180 |15 [44 |193 |22 [0816 [i22.1]102
3 [208 |TEADEAC 2.1 [THF |5 |180 |15 32 9.8 126 [09179 |i22.7]1456
4 [137|TMA = 150 |1 |34 [81 |1 09161 [1215]128
5 [20.7 [TEA 50 |1 |27 |79 [07 [09175 1232|121
§ |22 |TEA 150 {1 |22 |106 5 |09195 |122.5]163
7 |53 |TEA 150 |1 _|193 |148 |21 [09113 [1189[258
8 [21.4 |TEA - 150 1 [77 98 |25 [09115 [1212]188
9 [24.8 [TEA 180 [1 |77 86 |08 [00142 [i215]19
10 411 [TEA/DEAC2-1 [THF |5 [200 |15 [3.5 |97 |08 |0.9168 [121.5[15.7
11 [205 |TEA - 150 |1 85 |65 |22 [09234 |122.7]10.1
12 21 |TEA 50 [T |8 [74 |03 (09227 |1223[67

¥ 3
N EEE
Mg [Ti|Cl_|ED EDTi  [Mg/Ti

13 146 B |487 |365 66 |96
12 152 B6 |52 |27 a1 |83
15 01 23  |ma |24 57 |86
16 15 48 626 [126 14 |78
17 165 {41 494 126 34 |79
B 186 28 604 [21.7 42 |31
1 4 29 |47 319 60 |93
20 142 32 477 259 14 87
21 152 B 517 [259 38 |81
2 51 (B4 [506 [26.7 43 87
3 165 7 [549 [207 3 g8
24 64 |2 ma [235 64 |63
% 191 |09  [59.4 [10.7 65 418
26 157 B |539 [135/141 [2/25 |84
27 147 6 |51 |282 42 |8
2% 141 43 |na 335 42 65
29 141 42  |ma  [298 39 166
30 91 21 | [176 a6 179

_15_
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S=50ol 10-1167538

* 4
Ex. (58 A e s4
| Z=0|
=0 |ed Cy H, *+2 |IC MIE (O  [Tm |X.S
Mg g bar  |Kg/g*h [%wt [g/10' [g/ce °C % wt

13 [144 TMA 150 (L5 [2.6 64 105 [0.9206 [120.7 [2.2
14 {195 TEA/DEAC2-1 (180 [1.5 10 8.6 |14 09211 [121.7 [85
15 104 TMA 150 (1.5 13 6.1 043 09189 [121.7 |48
16 [14.5 TMA 150 |15 |34 6.5 05 (0921 121.2 (4.7
17 [14.8 TMA 150 |15 |51 5.1 |03 09165 [122.3 [2.8

18 |31 TIBA/DEAC4-1 200 (1.5 [2.5 10.5 076 0.9161 [118.1 [11.7
19 ‘ 15.5 TEA/DEAC2-1 (180 [1.5 [2.3 85 (07 |0.921 [120.6 [6.7
20 |15.6 TEADEAC 2-1 (180 |15 [12.5 8.1 1.6  10.9255 [121.7 [6.8

21 |15.8 TEA/DEAC2-1 {180 (1.5 [11.2 9 2.7 109201 [|121.1 [11.9
22 121 TEA/DEAC2-1 (180 (1.5 113 8.3 1 09174 [120 |[12.3
23 |13.8 TMA 150 [1.8 |9.8 4.1 0.3 0.9238 1121.6 [2.3

24 |24.8 TMA 200 |15 [2.42 9.4 L1 0.9168 [121.6 [12.9

25 {204 TEA/DEAC2-1 (180 (15 [7.7 68 09 09239 [122 [3.7
26 17..4 TEA/DEAC2-1 (150 [1.5 [4.6 97 |22 [0.9188 [121.5 [11.06

27 (9.9 TEA 150 1.5 {8.8 6 1.1 ]0.9260 [123.5 [4.8
28 |15.1 TMA 150 |18 [6.3 84 133 10918 [120.8 [11.7
29 |154 TMA 200 {18 (15.8 7.2 10.96 [0.921 122.2 (5.7
30 |15 TMA 150 [1.8 [4.2 69 2 0.921 |122.1 (8.8

Qe ZOIXNZAM THF (AAION 33 M) 5 AI/THF = 5

T o

[0113]
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