[19] FEARLEMEERFIR~NE

. ] & B & R % B P

[21] ZLEFRS 99816746.0

[45] R AEH 2004 48 A4 H

[51] Int. CV
COSF 4/654
CO8F 10/02

[11] A ES CN 1160377C

[22] BaigE 1999.10.23 [21] BigS 99816746.0
[30] 547

[32] 1999. 5.27 [33] KR [31] 1999/19193
[861 ERreaiE PCT/KR1999,/000638 1999. 10. 23
[87] EBEA%G WO02000/073355 3 2000.12.7
[85] HEAERME B 2001.11.27
[71] £HIA ZEZE RS

sar w5 ESE MIE

[72] £BA BHEH £HR

HER WX

[74] EriRENE PRLAHERAEGRIUEL
H)

REBA FAXF

BORZERA5 1 30 45 11 1T

[54] %ABHR LIRS
[57] %=

AENY FAT IG5 BRI RKEA T, 5%
ERAM S, WEAMT OIMHRERNEEE S
ERMEALF,  BrIREALT (1 H # R il T 51 2 3R 5 K
e A AR & 5 B A S B ) 4% BRI, i
iR 5 A 20— R BRI & W B AT b
AR ST, R REPTIEE RS RS
M EWHIREM RN . AEUREMLT RS
REE, I ERAS A B AL T R % 1K 2R S KA
RAET: ZREWEARKHEREE, BN
L3 A0 A 4808 5 &

ISSN10O0Z8-4274

%1% 7 A AL B AR



99816746. 0 W #® E Ok B 1/150

1. —HMETZEHRMERGEAKMELT, KPR ELTIRA
s THIEREIE:
(1) BEEUBENEYEBAERBRGFE T Bk & —fei
EYVER
(i1) FRBBSEE —NEENEBRAEYN S e ER R
wEMRN, HPFRESHEEENHMLEDIELXA BORY,,, HF
10 REAEH 1~20 MkpEE, FHnk0; A
(iii) FHALRSE (i1) HBBRSKLEYELESHNER
EYIRMN, RE&BEEELT], FEEREM, ZEEELTFE-PEK
WEHRN, HPrREEDHER Ti (R X, ®x, HP RARS
A 1~10 MR, X ARETF, HHE “a” X 0~4 KEH; AR
15 RS HER RSiCl,, B, HPF RAEXH HEF 1~104
BRI, REE, IRESRFTE, RREESEE 1~8 IMKH
pfORER ST, n=0-4 IS,
2. WMIWBRFER | FEAKEAT, XPRREHF—-RENEL
EYREE —ANBRENTAFRHEREE, &7 —NRERNIRN KR,
20 SE-ARENEMEZE SEE-ANRENRFE, JFEEPHE
SHEREENLEYEAWR=8, WMBR=2C8, WMKR=TEANH
B = 2K
3. WREAUFIE SR | WE AN, PR a YR NEILEk,
Frid A& P 2 DD FALRE



99816746. 0 l‘ﬂ', HA :F'; /110

LIGII RS R

AR AT
ERPYRATZEHREIEROEMLT, NERATS, AR
BESERS LNREHKEEE S EAT, FrafEm Tz R
BERBALSHIEMAR S BENSEREENREY.
10
HREA
BT LERATERWSEAMAN R IEE FHEIFEEME
BREEEREE, HEETHRHBSHERE. JENBHERERIEED
ZIEA, B, BORXENNMRTHITHRETLS, ETHTZ
15 LEREAFIMEESYE, SBUT. BiEHE, HREE, ST
NFFRHER S FES FHE, REVHITRSN, ARMHES.
HZHATHRERAN ST EENRERLTEEE R ITECHRE.
A, DHMF2HTERASERBREBIREREENFEREESEL
Fl. —FIKBERBOAFERFENED SR TR, PR, & %
20 B, BEHRR, ERBFGFEETRNM. XTHERBERES, AT USP
4,330,649 F 5,106,807 . H4h, WS FHERLE a0 PE &L
RN, HIESE AR IERABT RSP . XERKEATRMRK
WRTE, ERERMFEEMEREEFRNE/RARER. RN, =
BaRE RAXERELTIRTETHE, BENEEYERREN
25 BASEER AN ARGEREENAS. R, EinTR e R
FEEEN AT EA BRI A
HfRPLIX LA B, USP 3,953,414 1 4,111,835 AFF THET &b
K S Y E TR S BRI, SR TH& AT S
KEEHBRN KPR REY. B, XEFEERTSEUTNE
3 MRE, FINSETRESNRERE, FARIMNELTEFEERK



99816746. 0 oW P E2/1m

10

15

20

25

30

Mg, M E, BTERSYWHFERE KB, eI TR
I L

RERE

LR, FEFR—FFOELT, BT ZEHREERRE &
BE&Y, NEATHI&M4: MEANFETE, RUREEN, Bz
PEALTIBRLIN 77 118 B R IR S YRR, AR RO R 1451 F
B . BIREARAT, HERERE—MEEENLEY. &
SRR T EREEARE T E, ZEARRENROELENE, &
ErE AERNPR S ARROERHRERERNRSY. MH, &K
B BT A TR BRI BRI & 7 B R S BEIAE AR P IR A HRIE.

ik, &K EHRRE—FAHT ZBHRBGEROELR, BT
BEAF R ROEAREE, BBETREREREN. REREIR
SR DA EY

ARBAK S H RS AT 2RI R IR E LRI
B & T

% EHENREBIRFER, TUTHEASRAKNILEHOMEK
BRI o

NN

A& R BT R EATIENE. R84 B R MR
MERRLEMMEBRFENRESYHMELT, BRA-MHERTE
M & T EER R, EHEARE (D BdREte5REMK
R, #l&— P, (D BZBEEBEERES - TMRENELE
VM EEREEWPUEY RN, M Qi) EdmMARLSHMEL
E IR 2 B AR KL

THTARANXUELEYHRRIMT: — bk, FlmEis,
WL, FALEE, FIRAER: fEsLE, FlFExAE, LEx
B, WEXKE, TEILE RTEXLER CEXUSR REXL
8, EEXLE, BlmPaERE, CRERME RAREEXL



99816746. 0 oW P 3/

B, TESsEE, FEERE: MFEESE, FlmEatsi
B, MPEFAERLE. ELRBELAYS, FHHRSHLEWRILL
BAMH. H, LREUSYTULERELBHNESWERARENR
G .

5 RTINS YD, EETUHGERLERRR BRELE
LB YR ERBEL AN T ERER. EEEHRT, %W
BLA G R — LTRSS YRR EY. i, FRNEYTRTAR
B BV SERERLEY. SHEENRKELEY. BE.
RERNATNAESY: RETRERSR. ¥/, BB, 7ERRE.

0 EEAR. RERBEAAETRNAINLEY. B, RENELE
YRR, SRR EALE, BUREEMLE, MIEEH 1~10 MR
HH RS, AR, EEH 1~10 MRIEERILE;
ARG, MESH 6~20 MROFEERME. KREEHEK
BRI, BB B, ERBNEESAEET, BLERLE

15 YW H &

EFARPEFANZRBERNRE, QFERHE, FIWRE. o5,
BEke, S, Sk, AU, FRINZ, BIERES, FERRLE Fo
ke, FIFRRICH: BER, i, B3, —BE 2K REEXE,
FFRRRER, MERE, Bn-8lk —8K2% 82K 1

20 FALBR, FEE.

T L RBREERAELET, GHRE—RELSUHTNERR.
BHARAESH 1~20 MEETOE, SlmPE, 28, W T,
B, TR, TR, BB, +oRE, /R, R, KB, 3R
HAERE, FNRREYE, RESHE 1~12 MREFHEAMLEN. H

25 AR TY RN REBRAAS, SEBRMHE. B8, e
IR, RIS HBI S As. R, A BB E R B
BE/AN 0.5 BER/BERELEY, %Y 1.0~20 BE/R, REMREL
2.0~10 EE/R,

FREEAL &Y 5 B SR I & BRI R LA B TE R AR 2E F AT . RN

0 BEGRTFEMHENER, EHK-25C, RiEH-10~200C, REH®




99816746. 0 oW P 4/

HERHZ 0~150C. MRIEZSHITL 15 28h~5h, BRIEL 30 4 b~
4h.

FRA\EAKBTEES, SFEL—NEBENBLEYRTERS
EHO—NRENDMMEMENRE, FIUORER -BEZ) [, FER

s R (-REZ B, AHER C-BER) B, FERER C-BER
Be, WK (4-BET) B, ERUN=FAHRE; SHEL I EE
RIERT R BRER B B, HltnZ B (2-RBEZ) M, -BRETHHE, 3-
RETRLE, 2-RERTRPE, 2-BERTRLE, 3-BHE-2-7
ENREAEE, 2,2-—FE-3-RENRE, 6-RECKRLIE, 2-RER

10 TERTE, S-REXR-B_ZE, ABRZE, ABRFEE, ABRTE
7T EEE, B TE, RURIE EAR-FEIER, BWARZ
A, WABR_TE, TR _LE, IFER=LEF, 2-RE - CRLE,
N (RHE) W_B_48:; AFEL>—IMRENSEE, FluEPR
(2-8EZ) B, KH8 Q-BEZ) B, 4- (BRE) FPRTE,

15 4-REXPRTE, S-REXFRIME, -FEKGRE, KHRIE,
KR FERS, 4-REFETREE, -RESHAR, AETFRAZ_E
5, KRR _Z M, XEMR=CZ_FEE: BHES-IMRENKRT
fE, GlinNBE, %, SEZO— 1 RENEILEYRHENR 0. 001~
5 BEIR/PEIREE, BRARIE 0.01~2 BE/R/BE/REE.

20 NTARPHA—MBTEE—SF —MREAENMLEY), ik
BN BR,(ORY),, (K9 RARFEH 1~20 MREERXHE, RAETE
1~20 MREE, FHn B 0~2 HEED KWiLEw. SAKTS, B8
BB =", WMR=28, WR=THE, WR=X, PFEH_-2%
Wy, CEM_ZFMY), ZEM TSNS, TEMN-TENKYD, F

25 EEREAY, —CEWIEMLRY, ZTEMIENY, ZFEMEEL
W, FH_ZEEW, BRU_ZEEW, S _XEEW, —fhs
EW, —WRALZEEN, —SATEEN, S AFEEM, Mgk
ZEZEREW . XMEYRHENA 0.005~3 BE/R/EE/REE, BEM
% 0. 05~2 BE/R/EEIRER.

30 SHTFERBEB. SEEL—NRENBLEY. MREEHMLEYN



99816746. 0 o P Es/11|

Bt R MR, 0~100CHREREER, BEMEN 10~70C.
EAFEF, FENEYERS —MREYWRN, 4586 HAELR
ki, FTRBEYE—FERXN Ti(0R) X,.. (R RELEH 1~10 1K
R, X AEETF; HH “a” b 0~4 HAERE) HMBEESRLEda—
s FERN RSICL,, (P RARH, HEF 1~10 MRS, HREE,
RIS R, R REEREH 1~8 M xR E; n=0-3)
HEA-SHRREY. WERN Ti(0R) X, ML EYHERRERE X
tbgk, fltm TiCl,, TiBr, M0 Til,; =pafbieE 4k, #iltn Ti (OCH;) Cl,,
Ti (OC,Hg) Cls, Ti(OCHy)Bry A1 Ti(0(i-CHy))Bry; ZpifeleE SIS
10 ¥, # W Ti(OCH),Cl, , Ti(0CH,),Cl, Ti(0(i-CHg)),Cl, , M
Ti (OC,Hy) ,Br,; FIPUAEEFEEK, #1140 Ti (OCH;) 4» Ti (OC,Hs) 4» FH Ti (OC,Hy) 4o
FRERNEHRESYETURTARR. B, MENKKEDES
B ENREY), FENFLK.
R EdiER RSICl,, MEAAYHARGFENEIE; =&
15 k2, BlERESEEE, ZESEER, FE=SER SR, B
MR, CCECRER, SERE AR MPEREC
EhEgE, AR, Flm=REERK: FEXERASYNESYR
A UHTAK, BEMRE R NRIE.
NS YRR ER S BB ARSI SRR
0 SIS EREN 0.1~200 BE/R/ERKUENEY, ik 0.1~100
BE/R, BUELE 0.2~80 BE/R. FERAYT, RULEYERUEVINE
BEIEEREN 0.05~0.95, BEME 0. 1~0.8. HEUAWHEB S
WAL S YIRS RN, BRNENSGYURNEEADH
FARFNKAS, RN ABTIR RS, ABBMARAFTFENEW
3 FIERKNERESYH BRSNS, REMBEUEDNELED
K ERREMERLBESHRENN. WRBH RTEE, KRERE
EEMER, EUEYERUEYRRLSYREDN RN, REEL
BAEKERE FTHT, UEREEAS. ERER, ZRNMAE-T0~T70C
BaEIT, SEMEE-50~50CiHIT. BMRNE, RNMERZEH
30 &, fE50~150C RS KM 0.5~5 /it



99816746. 0 oW P Ee/11m

RSP EI N E S LTSN, TUS®REDHE—P R
RN XEERUAEYRRIER, FHAEE 1~20 MRKNEEE LR f il
A, A, Bl fAXELEIRREY . HEREXENED
h, FHAKLEITHES 1~8 MRIKEAE AN R{LEE RS

s PIRAER, BEMEMS AN K.

A, ARB\FEEEHEGESSRELTTHT LENS RS
B, ik, ZEAFATZHEHNHER, IRTLZHESREE=18ES
MERo-ERHLE, Ffido- G REBMAE, 1-T#H, 1-E, 4+-F
E-1-0, & 1-2&.

10 ERARAELFFETRITHRAERN, £ (O AEHKERE
8, 4k, XK, MBETFAENEEESEREAR, 1 (11) EFERMR
118 111 RERNEIE R &Y.

ARBHEGESHREATNASERTHRHERE RN, AU
FZERo-BRNTRRE. BRETUARER, flckEFET,

15 ZERBEMEET, A—2EhRZESo- &R, & LR EATIA TR
M= ZEE XN EBLEMFE T RET. TERSETERELTIR
HARAERESYMEFEAFIKER, FHTRIBRENERER
SMER. REGERSYSHEAFIMERIER R 0.1 1~20: 1.

ARAPHENEBLEY T LHES R, ®ow, HHP M AR

0 FHE II B 1A KRERBASY, Flng, & % W, &, 7%,
R REEH 1~20 MRS, FlnEE, 28, T, OF, ¥,
WZEE, n BEREBASNETH . ETFTERENENEBENEY, T
DMEFEEH 1~6 MRIORER=HRES, =2 E5M=R7T %R,
BREBEY. ANETUEREE A B2 mEREENEELE

s M), Pln—E—Z88, — R %8, FrEcEs, SR THESE
249,

EFRARN, BWUEREAIBHFE FHTREREGESS
B4, WA UEBEIBHGEE FTHTHHERERS. BR, XEREH
BREEREESR, K, RECTUMERELTPERNCSYFERITH.

30 ERMRERSOBRT, UEARTFREKET RERETE



99816746. 0 oW B OET/1m

EEEKLEY (1) BIRERZ 0.001~5mol/FHEF, BREMLEL

0.001~0.5mmol. ETFHH, WLAMEATHHAYBILBEY: RER

Wptie, Bk, ok, Bk, E¥kk, B¥EK, Hokk, FEHXRC

bt: WEFELEY, PINEE, —HE, 2F¥, FRE, ZEFE,
s IEWHE, ZZF; AIKRFELEY, Bk, 88, 4-_8%F.

AESHRSHERT, MEATPHRET T, BREE®RLEY
(1) WHENAZ 0.001 ~5mmol/FARAERNY, LA 0.001~
1. Ommol, BEYZERIELY 0.01~0. 5mmol.

DR Fit, BNE B S DBIERE HZ 1~2, 000mol/ mol

10 EHF (D BERRF, BEMIESL 5~500mol.

AT HRIFHNRERNEER, TRRAMLIREHE ERIES
RNISEREROERE TH#T. —&, SENEEANY 20~200T,
BEMNIEL 20~95C. EREPIAERAEESHR 1. 013x10° tHHT R~
1.013x107 M, BFEARIE 2. 026x10°~5. 065x10° tHHTE

15 EAKAT, S TERERENEKWETEN, BN BB
% (ASTM D 1238) k&R, ZEHEAGEP M. EEFTFEN
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B ARAREGTEBRBN= R, RAFERFEREFENRNER

EkZEBIRY), BlEMo-lGRNERY. B TREVYT=E LB,
20 AFEERFRZRRELT

THEHBSEHEGI MR FE— PR T AKE, BEEARBARZREN

Ja PR T X Lo s

SEHER 1
25 Tl
BEWMT=2EE, #&—FEETEKELF:
(1) % HIEBEER
—NEREHBHER 1.0OL RN2S, FAESE®R, REHPMA 9.5¢
FALEEA 400ml 245, A 300rpm FIFEBFES, A 60ml 2-Z.H O EE.
30 BEEAZRE 120C, REHERN 3 M. BRNEHRERYSBRS
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(ii) &: BEE. SE I RENBRNREEMLSYHEMR
Iy

6] IR KRB ZEMEEBE T, A 120 FEREGR -8B
Z) BEFI 5. Iml TIER=FEE, R/G4kEERMN 1 /i,

(ii1) #: RKUBDEL YIRS LB

) _EREES, FEER (25°C) T, B 1 /M, @i 30ml T4
EKFN 30ml MIENUEMBBEAY. BNEREERE, BRNEBHE
BT ARSI 80°C, REAZEE TFTER 1 i, FLEHEE, B
= EBRER, FREKKEEEPEXIMA 300ml Z4¢F 100ml PI5 ik
. BEEA®E 100C, HEZBEERF 2 M. REERE, BR
REEAHZEIZR, A 400ml SHREFRREBINEGZ R, HIKRE
KRNI RALER . KRS &R E RTINS ERS 3. 8%,
RE

¥—A oL mERNSBERFA P TR, HEeHidk, hERNEN
BHEAR, ERNBPRESNBESTERIT=R. BRNEP N
A 1,000ml [Fcikt, SRERMERMA 2mmol =ZIELEF 0. 03mmol 4KJR
FHIEEEALF. KRG, A 500ml ES. £ 700rpm BIFEEBEET,
BWEEA®S 80C. ZMEMENWTTE 5.516x10° tHETF, ELEERE 1
N, BEGRE, RNFUEEREIZER, MAKERNZEULIE
RERMN. HBWEXFEHENREY, HE SOCHERPTEED 6
/NEF, HBRBIHER KRB LS.

PlA B AT B FTAE A OB A (ol Ti) AF=HIRESWHEER (k)
e, WEBASEN (kg BZHE/molTi). X1 BRTEANEER, kB
EYIRIEREE (g/ml), HEIEE (¢/10mind, FIFE A HIBR K/
A

St 2

LR 1 2], (i) H, {FH 1.2nl FERKER (2-BE2)
BeAN 7. 7ml WRER = FFEER AR XEHISPBEATMEESENR
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3. 4%, WISCHER 1 HITERE, HERFITE 1.

L] 3

LR 1 fP], (1) P, FH 1.2nl FEFHEBR (2-BEZ)
BEAD 7.6ml WHER=ZERREI ST, XHEH S HEARAESENR
3.5%. MSEHEG) 1 #HITRA, HERMTE L.

S 4

FELHES] 1 KP], (1) F, [/ 1.2nl FERER -BEZ)
BEAD 11.4ml WIER=ZBER IS HAT . XHEFISHBELFNKSEN
3. 4%, WLHEH 1 HITRE, HERSTFE L.

S 5

FESLHE 1 FPB (1i), FH 1.2nl FEFER Q-BE2) B
A o12.1ml BIR=T EEREI S AT . SEFSHEATIOSKEER
3. 9%, LG 1 #HITERE, HERFITEX L

LR 6

ESERER] 1 KPR (1) o, (E/A 1201 FERER (2-BE2)
FeAn 18. 2ml WHER =TT BeRHI M. X SHEATKEKSERN
3.5%. SCHEf 1 HATRE, HERFITER L.

S 7

FELHEG 1 MPZT], (1) H, #H 1.2n] FERER -BEZ)
BeFl 11. 4ml WIBR = Z B8, HES R (1ii) #, #H 40ml PIE4LELFT 20m]
POSEALTE R B A XEERI &M EUFINER S ER 4. 0%, W0 HEH]
1 #H1TRE, HERIITER 1.

SEHE] 8
Lrd 1 KPR, (D B, £/ 1.2nl FERBER -BE2)
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BaA 11, 4nl PRER= Z.B4, H7E 5B (iii) o, {0 20ml DU&ALALAT 40m]
DARALEE R B AL XA BB AR S BN 3. 3%. L0SCHis
1 HITERE, HERTE 1,

5 LB 1
LG 1 MPR (1), MEFAFERGR (2-BEZ) B
B = I ERR B &AL . XREHIFRRATIRES BN 3. 9%. W)
1HITRE, HERIITXR L.

10 HBEH 2
LA 1 KPR (11), BMEA 1. 2nl FERKRER 2-BE2)
Fg, TOAEFPIER = B R HI &M . XEEHERBATNKESEN
3.3%. WL 1 HITRE, HERVITE L

15 LI 3
ELHR] 1 FPT, G P, BAFHTERGER C-BEZ) B,
WAFAMEBR =, A58 (ii1) P, #H 60ml PUEILERRE &M
. XEHSRBEATIPREER 4. 1% WLHEF 1 #HITRE, HE
RITFE 1.
20
bt 4
s 1 KPR (1D B, A 1. 20l FERGR C-BEL)
Befn 12. 1ml HHER=TTHE, 7T, (iii) &, {FH 60ml MEILEkKH
FREH . XS EAFRIREERN 3. 7%, WLHf 1 #HITRE,
25 HERH|FE L.
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X1 BEGHR
LT | EHE | M | BB BEAEVBRLSH (wt%)

1 (kgPE | ®E | &% | >1100 | 840 500 250 177 105 74 <44

/mmol | (g/ml | (g/10 pm pm pm pm um pm pm pm

Ti) ) min)

1 5.4 1 0.38|0.52| 0.6 | 3.4 | 10.8|52.4|21.2 | 8.4 | 2.6 [ 0.6

2 4.8 | 0.36 | 0.43 | 0.4 | 9.4 | 16.4 | 45.2 | 18.7 | 6.7 | 3.2 0

3 6.3 | 0.40 | 0.58 | 0.2 1.2 | 12.6 | 58.2 | 24.8 | 2.6 | 0.4 0

4 5.9 10.38(0.42 | 0.3 4.6 | 9.3 | 54.8 | 19.8} 6.7 | 4.5 0

5 6.4 | 0.37 | 0.54| 0.8 | 46 | 86 {59.4]|186 ] 7.1 | 0.9 0

6 5.4 | 0.36 | 0.52 | 0.5 | 4.1 | 10.5(52.8 |20.2 | 11.7 | 0.7 0

7 6.2 | 0.35]0.54 | 0.2 0.7 | 16.4 | 41.4 | 36.8 | 1.2 2.1 1.2

8 6.0 | 0.35|0.52 | 1.2 | 12.1 | 26.2 | 38.4(19.4| 1.5 | 0.4 | 0.8

CEl 3.8 10.29 | 0.31 0 0.6 | 0.5 | 7.6 | 13.9 | 24.2 | 36.2 | 17.0

CE2 4.4 | 0.26 | 0.42 | 2.2 2.7 2.4 | 9.4 | 13.7]12.6 | 34.2 | 22.8

CE3 | 3.9 | 0.2210.3 | 1.6 | 0.4 | 1.2 | 86 | 15.5 | 38.7 | 19.4 | 14.6

CE4 3.6 | 0.2810.31 | 0.7 3.8 | 5.1 | 16.2 | 32.4|22.1|15.5| 4.2

*CE: ELEH)

s m EFTR, AREKET 2RI K E LT & T7 IR
B, FERELFRERSOELEE. 55 DHEISHRGONAERR
R R B AT, ERAREENSENEA.
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