CN 101410403 B

(19) e AR FNE ERFIR =G

T

(10) 1A LS CN 101410403 B
(45) A EH 2011, 07. 20

(12) ZBREF|

(21) HiES 200780010544 4
(22) HiEH 2007.01.02

(30) LA E R
479/DEL/2006 2006. 02.21 IN

(85) PCTERIFH AN E KM B B
2008. 09. 24

(86) PCTERIFRYHRIFELIE
PCT/IN2007,/000001 2007. 01. 02

(87) PCTERIFRY A (I
W02007,/096897 EN 2007. 08. 30

(713) EFWA BEETHRERS
Hbdb EEE S
(72) XBAA Y « BEANB: Mo FuafE A S« FR
PePeiRIN&HF

(74) TRRIBAA JL 50T AL RN T
11256

RIBA FRICT

(51) Int.CI.
CO7F 1,/02(2006.01)

(56) Xf b3 14

US 5633312 A, 1997. 05. 27,

EP 0446718 A2, 1991. 09. 18,

US 3377404 A, 1968. 04. 09,

Rachid Matmour et al..High performance
poly (styrene-b—diene—b—styrene) triblock
copolymers from a hydrocarbon—-soluble and
additive-free dicarbanionic initiator.

(J. AM. CHEM. SOC. ) . 2006, % 128 % (£ 25
1), 8158-8159.

HER N

BMZRA 2 T wH 5 71

(54) % RBEIR

KU e -5 | R B i & Tk S i
(57) HE

AR EREE T —FoB B R (1) 86k
BT 5l KA. AR IR PR T
&3 (D) B GURR B T 51 R B 7, B TE
0-25°Cil & T F7E M v FIAZA7E F A (TD)
) 1- 9] -4-(4" - \RAREE)2- FREER
S E D RN LA 1- ] -4-(4" -]
RER )2~ T REERS M T BN xR - A
T N, Je HAE N B8 VR 0 RR L
J% SBS Bk SIS = ik Bt L R W 1 5| &5 B9 A iz

LF'<:::>-° L
CisHzq



CN 101410403 B W F E k B 1/2 5T

L3 (D) B 151 557

00

Cis5H3aq

X (D .
2. il £ BUR)E SR 1T IR B2 (D) BRURRRE EF 5 R AR T AR D K
1- ¥R -4-(4" - RREE)-2- THEEXK,

CisHaq

X D

7E 0-25CYRAE R AR M A FIRIAEAE T S de oAb & 4 IS LA S B 592 — BA0 #i
R

3. MRS 2 7, Horh, SR TR I 1- R —4- (47 - BURSEIE ) —2- T Tidest
B AR NR A, B I BRI A -

A, FRIERURIE SR 2 fJ7 i, Joh, BT G s S DB R R L AR, Joh, R, 248
STEA 2-20 IR T RS AT BB

5. MR BCRIE SR 2 (9595, Forb, BT RO 28 1 2040 L IE PIJE40 T PT2E8  E T
A T A LT R | R R S

6. MRAEBURIZ K 2 (71, Jorb, BT AR MR 2 | 6 L AR oo

T AFFIRME SR 1 TR (1) BIXUABRE Tl RFIEIREE o, o - SUEREHET
TR BRI TR IE LN o, o - UE RSB S WAL B - T M - K LARRE
LA — IR T - AR S BRI B J7 5, Tk AR LR TR

(a) A AR SR 1 BTR 2 (D) (X058 F 51 R 7 JEB% 1 v 70 o 0 7
5-25 CHRLIE FAFIE E T 8 5 0 R 207 10 B AR B A 24 /INERF f0 eF 1) LA 7 Y03 v 3K
BN o, o- WEREESY

(b) I AN B R AR 2 ot et o bR B A I, 8 A PR U R e P A
WY RVE , BRI SRS ) T A8 PR R OUE TR o, o - WEREEE AW 8

(c) b, I FTHE (a) RABHIR SRS Y I 248 I AR A FR & it
ITRRRBETIE R () K150 o, 0o - WERNE T ARESFN_BE5ELHRILBS TR
RAE 20-30°CHRL A T Hr 45 2-6 /NI, BB 45 R IR (b) 45 HH I RIRE R J7 v o RS IR A O
VUVEA B TR0 = Ik B 4.

8. MRHACRIEE R 7 7, Horh, B8 (a) TR 003 1 2K L TR e

9. HEBURIE K 7 i 773k, Horh, B8 () BT AR M VAR A S BR O e Y S
R A

10. ARAEAUR B2k 9 (7712, o, BR O A0 UG SUMR I VR 4420 [ VY S e (g vk B 2 1

2



CN 101410403 B W ® E Xk B 2/2 i
HIR% o
L1 ARPEACREL SR 7 (7775, Horp, 3151 o, o - XUEBEER G YR 302 98-99%
12, MRS E SR 7 597735, Jorih, SRAG IR L6 — T 0 — R MR %2 98-99% .
13, WRABBCRIE SR 7 K738, Horp, 2RO — I M — 2R SR I 7= 302 97-98% 6




CN 101410403 B WO B 1/5 5

ARE T 2R RESEFESHE

B

[0001] AT KAl Ui X (1) MGt B 55 | R S L 6 ik o AR Wil I
XA T 51 B0 TAEAR R 700 A ANE AR AT i Bl [ B 7@ A2 il g o, o - X
B REMI SR M SRR L4 B SBS 8 STS I =B ERMI M i& .

EEEA

[0002] I FAEERER N RN, “YaME” B 73R A2 H TA ok B R i
HHHEAR. EAFEMBREBINEY S, ABA =ik BSLER W mE—2K, 5, E 412
A5 PR AN B AR ik BOE AL B L T 58 ik B ERIOR LG IR MR . A BOX S =ik
BAL SR 38 ) 7 32 () — o2 R S B B -5 | R R 9028 I AR ke 41
B, TH I 1 — A 32 LR A A0 5 1 5 | R SRR AR R M 57 A )ﬁ*ﬁﬁﬁﬁﬁ?ﬁf&ﬁﬁf
AR T TR B4 A B A T 1 4= T Rk 1, 4- R S 5 4 e e 4 R 1
LSRR T IR BUR e R 0 ik BT 7F B2 10, TSR T — J@fﬁjz 8o s T L Bk B
SIS B AE R R R T 77 ZE K o Jo— BARERE T A AVE 2 B RIAS SCESR R Bl A &
Pl A7 Bk B 1) 5L, GG T AA T AEAR R v SR A WL 5 | R0 B Bl o

[0003]  fEid 22U -4, FFR—M] H TAEREH P 84T M / BE I FE05 F I
S 7 G ROV R B AR XU Re A LA S R — B2 RN R ABE i m. BT
AN W sRATGYE B K XU 5 | R 52— 2 AR IS IR A1 T
W 1,3 Z OGRS AT B R IN-E V)2 i 5 AR B 5 | AR A — A 1
(U.S.3 862 251(1974), C.R. Hebd. Seances Acad. Sci. 283,123(1976), Plaste Kaustch,
26,263 (1979) , Makromol. Chem. , 1985, 186,2017) . ﬁﬁﬁﬁi%ﬂ'&%ﬁﬁ%n_@mﬂﬁﬁﬁ 2
SRR TRl R E’J_Zkﬁ%zlxﬁﬁgééﬂﬁw? 2 EI’JE’ﬁEF*‘JE RELRIEXS T 0 5%
A RN RIS 55— E o R T AR R Wiﬁ‘e%i&iﬁ@ﬂbﬂé\%fﬁ
TP AR R R SR Be 5 LR, RUEAE 2 &40 AU A0 BRSO A T 2%
BEVR A YT AE BINE DU R BE IR T B A8 1 R R T i o At HAA R AP 948 ) (Makromoll.
Chem. , 1978, 179,551 ;Polymer, 1982,23,1953) » & T ®EH tH IR | R FMIUTIE, IO T —Ff
W= ZHEIF) o — 245 R Macromolecules, 1977,10,287. ;Polymer, 1979, 20, 1129) .
B2, RS 7E = C I AZEAE T, RONG TR [A] — 57 P I S 28 5 A0 T BE A [R5 AR L 82 31X 48
YVIREHR G . ORI — CFEREBUT ZEFFEEBEN, N, N N - VIR 4 % (TMEDA)
FTHE (S B —28 o — 28GR MR A AR A 7] (B & REBUR T @B &
i) 1,2- 5455 (Macromolecules, 1997,30,4254) . LWL R, 5] & 55 dh Pl H AR 5 59 8% M
AN Canast T A R R ) 2 XS T BT SR AR 15 | R B IR AE A R i v
ML SAFAH SRR NN T RAF B S BN 1, 4- BT Moo SBS =k BUILERY)
EWEH (Macromolecules, 1997, 30,4254, ;Macromolecules, 1997,30,7356) . tHA A4
A Gn 1,2,4,5- PURESR (M) siPUZRFE 200 (TPhE) B o — 2555, AR o - 4%
HRVIBFE R S L1 BB 7 SN 5 30A AL SR SR I % 25 (Polymer, 2003, 44,4109, ;

4



CN 101410403 B WO B 2/5 51

Polymer, 2003,44, 6205, Polymer, 2005,46,303) « HEHFILA BB T WE K LG 4
T 545 B A T SRR AR A AR P v R E’J&F (Polym.Prepr.,1984,25(2>85)o o4
T, EMBUE BES I K FIE T IR G I 00N A 0, EA AR A i 3. 2k
T 1,3- = (1- R &Mk ) 2K (PEB) BV 5| &R R T ), (R 73 MR R 2R &
I FIEE T IS 00 F S 3UIE T 50000-150000g. mo1 ™" (1] B8 /R J5t 2 H T 00 UEe ) B /R it
434 (Polym. Int., 1991,24,197) « TR T A T BRI 2 T XE 2K L0
B IS RIRT A I G | ) R R IIX LR A 5 AT B 10 0 a7 A2 44 15
R THL PR 5 AELRS 7 A2 (R SRR 5 | R R A ANV 1Y), T sl B 1, AR JL /NI Ji5 4 5 25 il Rtk
¥i (Macromolecules, 1994, 27,2225. ;Macromolecules, 1994, 27, 1680. ;Macromolecules,
1994,27,2219) » )&, HEIFRMW a, o- B (FREW LMHEE) Fike1,2- W (7N
AR LB (1, 1,4,4- DYREE ) T e A0 A4 o & H ok, I e B ] A 20
T B A RN, BEATME T4 & (Polymer, 1981,22,1724. ;Polymer, 1982,23,73. ;
Polymer, 1987, 28, 2093. ;Makromol. Chem. , 1983, 184, 1983)

[0004] FEAEERNEEEN 1,4- T 2B, 4- WS 0 06 BT s, — 4% 15
BT R A RN AL AR RS )IFiEPzﬁﬁﬂu%Ef’Eﬁfi%? (G E: IRRT Ry 4 5aih)
BERTIRN . HA2, BRIAE, %A Stk — B M) v 7R R I IR O R T EE
PRPEFEFIA T NE B85 R T IE B A] BAE A AW R T &F & 1, 4- B AMes i
[¥) SBS B SIS HIFAIEE ML K o, o- BE R _MINEESVIE K. B, &RBoH 2
(RIRT s T AR M ) B BUE Re A HLAEL S | 0], IR L AR A0 AR P 50 Y s Il i
oL T I BB i ie & R R A m & & 1, 4- ouhE TR IR O &
SBS 5 SIS M) =ik B R 5 | 532 2 1 e e kvt H A AH A =,

XMAAE
[0005] AT %E H 4R Aol RS (1) RUURR B 151 55

[0006]
Lit ‘@o@‘ Li*

CisHaq
[ooo7] = (1)
[0008] AR I — B K2t X (D WX IR E 5 KA T
[0009]  {HJ&, A& BHIF 75— H 23t (D BXCE e HLEE S R FIEIER
P PR A MR LT, fl& B8 (well-defined) MER G A &S
w1, 4- BT VR 0 R 06 e SBS B STS =i B AL B 77

BiExiA N
[ooto] [, AR BHERAL T —FioBr M 2K (1) BIXUIABR S 551 A5 o
[0011]



CN 101410403 B WO B 3/5 71

-0-Q:

C1sH34
[oo12] = (1)
[0013] A BIEHR 4L T i & 20 (D) BB Bk B 5 &0 7 v, AT (TD) 19
1= R —4-(4" - JRoRSSE ) -2 T TR,

[0014]
O

CqsHaq
[oo15] X (TD)
[0016] 7 0-25CHLAE T AEAEM M RIMAEAE T Sht R84 &9 N DLIFAT ki 2= — 24T
2 N
[0017]  FEA B — st 77 s, R 1- VR —4- (47 —oRE ) —2- + T
RS AR ANR S, BeE ML &Y.
[0018]  FEA KR B o — S8t 7y b, A e S 2040 B LU o0 R LT ARR, o, R, 2 &
G EA 2-20 MRIE TR ESEEE AP bR B I .
[0019]  FEFF 5y — 5y =Uh, P e S8k B Q58 IE N 8] R 258 L IE T R4
AT R RUT SRR IR IR RS
[0020] 7 53—t 77 A, B IR PR 0L B 28 R A T
[0021]  ARBIAHEHE TAE A (D BB E 751 &K FIf & o, o- XEREEGYN =
TR BRI 7, Pk 7 e LU PR -
[0022] (&) JEIHAE A (1) FIRSAIRE 751 RANFEIEMR S FIP AE 5-25CHR M E 5
G KA 24 /M UAEFBP TN o, o - EREEY ;
[0023]  (b) JEIE NI E IR Ltk bk 56 RO, FF 8 i A8 Dl < iR ok AR A
RN i, A WA e N ARG ) B A R DUE MU ) o, o - XUERER A
Y/
[0024]  (c) 74k, BIE AR (@) SRIG R NIRA P 0N R L0 5 F AR s m i AT
WRMAT SR (a) R o, o- XHBRRAGY SRCHILES, HAERNAE 20-30°Cil
BN FRaL 2-6 /NI, 5 P IR (b) 25 HA I [RIRE I 5 2 3o =0 R 4 DT BT I =
B
[0025]  FEAS B — st 77 S, 3R o, o - XUE R EGWILER o, o - XERE
RIZRT 0 B I MR o
[0026]  7F 55— &l 7y b, SRS I IR BOGIL R MIE B R O - T Z0f - R Hm K
Wi — I - KL
[0027] 7% I3 — ity 2N, PR (a) BRI B8 2R R Ot
[0028]  7EHF 53—y A, AP ER (o) B AR M FINR -S40 0 3 Ot 5 DY Z R 1)

e

gF
it

22|

&

P



CN 101410403 B WO B 4/5 71

[0020] TR 55— Sy b, PR O 5 VU S0Pk MR 110 JR A5 40 1 DY S0 e PRI B2 2 K44 1
% o

[0030] 7RI — sty b, IRIFH o, o - XUERERGWHI 32 98-99% .

[0031] 7R ) — St 7y Kb, SRIF IR O — T 0 — R LAmIR 7 32 98-99% .

[0032] TR — Lty b, 2R OH — I M — RS 302 97-98% o

[0033]  ILAHEJ@HN / B CMGFE DT /I / B SRR I SR A R R AT L 6
L) 3 734 973 R RSt 77 AT XU S | R % EHSEE L) 5 393 843 #f
AR AU 5 | R A& DhRE AL I BT & 3R A4, Fob, DhEefb 2 e R u i / 8Py

[0034] & RUHT AL UGB B 1 5 | BRI 5 5 %5 | R R AE HEAR I 5 75 Hh 8 B8 s sl 1)
THOL R AR o, o - BUE MR T 06 8 7 I ARS8 2R 2475 B SBS BY SIS Y — ik B L5
YR B FH AE R T 2 IR S 9 3R AT 538, 1 e st 491 2 s B B BH S T AN R DU AT
PR A B

[0035]  SEjfs] 1

[0036]  7E M k& F1 B 25 F B 1 = W b, A % T 4 75. 0mg (1. 39X 10 " mol) [
1=y -4-(4" - RAREIE ) -2- FHEEEIAR. A 3. 0ml (PR Ot LA B 5. 3X 10 mol.
L7 ORI A IROIR L o IR NI FE S 1. 3M (1 0. 43mL (5. 56 X 10 “mol) T ZE4H, Jx
IV 20 43815, 75 5 CHR BT ) BB R B 1 5 R R TE U B e (physical gel) BN
A 11.5mL (7. 3g) [T . (0135 A RONAEZE AT 24 /N, 2R 58k in A KK I =
(R SRR SE R v P o PSR P R (76 50mL 1 R HH N 3ml & HCL) A# &
NG o P ERE 28 AR VIR G . S - PBEDIE o, o- ZRIEERT MHMLTS
7. 1g 774 (98% ) o M, (THF F7 ) SEC) = 51 900g/mol,M,/M, = 1.08,1,4- | %=
90% o

[0037]  SEZjffs) 2

[0038] 7 b & FI H 2 F B 0 = HUM P, B T 4R 75. Omg (1. 39X 10 ‘mol) [
1R ~4-(4" - RFHEIL) 2- +HEEFEFR. A 3. 0ml IR LELIAFE] 5. 3X 10 mol. L™
(AT RV IR o RISV N 0. 43mL (5. 56 X 10 *mo 1) WP Hy 1. SM [ T 38488 . [ 20
SYBhE 76 5 CHR A RN 15, 5mL (9. 7g) BT . 135G RINVAEZ IR NUHT 24 /M
FERARSE A THAE ST, F 120mL (3R St /THE YRE4) (1 4R % THF) Rk I A e AEINA
4. 0mL (3. 6g) 28 &M Ja, A1 BRI B SZ. R HH R T I BE 21 47 ik 5 RO 0 1 1 o (A 4 5%
KOG S THB 6. 386 RNVAEER FEEEAT 4 /. B S R Y4
SRl M ZE ARG R NARG Y o) FH FBEUTUE SBS =k BLAL M LAZH) 13. 0g 7~
M) (98% ) o M, oy, (THF H#] SEC) = 67400g/mol, M,/M, = 1. 1, M, g (THF H1[%) SEC) = 110
900g/mol, M,/M, = 1.2, M, ('H NMR) = 93 500g/mol, 1,4- BT 5% = 91%.

[0039]  SEjEfH] 3

[0040] 7€ M & R0 B 25 F B 0 = M b, A % T 4 75. 0mg (1. 39X 10 " mol) [
=R ~4-(4" - WREIE ) —2- +HEERA. A 3. 0ml [FIR LI E] 5. 3X 10 mol. L™
IRT ARV TRIR BT o RV NN 0. 43mL (5. 56%10 ‘mol) IKEE A 1. 3M (K T JE41. [ 20
NG, FEER TN 14 1mL (9. 6g) IR M. 41358 A R NVAE S T T 8 /M. 78
BARSEATEFESS, FH 120mL (PR bt /THE V&4 (1 KRR % THE) R s N A it ZE AN

7



CN 101410403 B WO B 5/5 71

3. 5mL (3. 2g) ZK LM hT, A B B ST B ER 2R e G R AR B OB B T R AR R ) B AR
R CIGHEE BN IR B TR (. (818G OV AR ZI T EAT 4 /N o FH I 0 FP s S b
W) R o P e 788 A4 S IR G ) o e Jei R DUE STS =B R LAT B 12. 4 7~
M (97% ) o M, opo ( ££ THE FR¥] SEC) = 69 100g/mol,M,/M, = 1. 1,M, ¢ ( ££ THF 79[ SEC)
= 108 900g/mol, M,/M, = 1. 2, M, ('H NMR) = 92 300g/mol,1,4- BE5F M 4% = 90%.
[0041] A BH I H

[0042]  AHBHERML T 1- VR —4-(4" - IRZRESE ) -2 T I R ST AR -
FATH 2 I A AT IR E XA Bk 2 5 5 | R RN B 171 Bz s | R FAAE AR e s R h e A
SIS O H T4 BE N S A =S mEN 1,4- 8T 21, 4- - BRI AR
TIRAERIE LM B SBS B SIS W =k B LRI g .

[0043]  ELARZA T 25100 B I H )25 H T MRS R S it 7 2, AL AT 1) a0 BH R0 S A5 AN R DA
N R A G R FR o PR, ARSI R AR SR AT BAFEANTS B A% % B IR o 5 Y L 1)
T DL T AT 25 FiE e T N S e




