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BT NI TR RN AR R AP B

[0114]  ZEMRHEA R I FH T il 8 2 T IR A MR 7 16, JE T 1 s A i AR s
GG 05 TR S L= T L= AP B 1 - LD 180 1280 1
TR L=t R L PR 1~ SR L L BRSSO ELIX e B g o g R kT
ZPm] DORA AT LR

[0115]  FETMGIE R AW B IEI S 20/ a-Ii R LB (EA R Tk o

[0116]  MEETHIRM B A YL LM/ oI IR IR A 3L R AR oI R I & B 3%
AR IR, 5 BT DURIE R T W RN RS0 & B S Sk £ 0 Re i, a-
IR H & &R LK T omol % HA K T99mol % .

[0117] A B AT LAS A SR 2K TR A IO RLAS « B B A 2R S B2« SUAH RO R 28 BB TR
O 8 L A — I T 0 R Y B AR A R Tk S e R AR R 2 Rl A R SR AT

[0118] 7 FRAIR A (e Ak 57 P I I VAR BORR B T- LA RV i N R R 1240 i+
(R B TG I R ke s e B B0 22050 A e AT T S A A, o5 TR e s 51 FR A R O, B
BT B A 7R 0 R e AU o A SR BT I A R A 3 T P /D S Je AR
AT R FER DARSR 25 78 ML A FE 10 /D Bk B A5, I FLIE AT LA A B AL

[0119]  [HRIFRE]

12
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[0120]  d B Jvid , ARAEAS A B 19 7 a8 R TR (AL SR ) AT il BoAT =y 0 BN 01
S AT TR R IS W o DR I, A5 FH P 38 A7 8 R TR 5 B A 7 1) ) 22 T 0 2 B SR 5 40
HA PR Rl N TR AALbRE S, 5 DS b m] A3 2t T 0 L P25

BRI

01211 TR e, Sl 1 00 S 1) LA B 47 1 38R it o SR T, T 6 St 491 AN 28 481 25 B )
B, I HAKR AN B £ 52 1 B2t 51 (1 R 1 o

[0122] 1. 55— (AL AR fll %

[0123] il 2 St 1] 1 -1 CRT44A)

o
(;.ﬁﬂ\ .
" RS
e
i
S SR

[0124]

[0125]  DIRL)EARLL S0 il %%

[0126]  K#1.66g(10mmol)ZjiE AL T 1 250mL SchlenkBeif (55— K)o - H 4 T
AR 7R T 3] o s ns0omLEE VR A 075 E1 Z20°C 2 5 K e P 3B & e il i
A, 1A Het 221855 04 . 8mL (12mmo1 ) 2. SMAIn—BuLi & BEiE W o AL B W T+ & R 2 a5 , 1 SO
REWIFE— R 18 73— A4250mL SchlenkBe A E AN4OmL T bt , (A Z IR AR N2, 713g
(10mmol) (6—FU T A 3) (P &) ke AR AE-T8CZ Ja , 1) Hrp 212 b ki
IR G ACBH T B =25, IR W12/

[0127] |4 B — AN TEAI250mL SchlenkHEHi (55 B8 HyEAN2.02g(10mmo1) ((1H-
Bfi-3-JL ) B ) = F Lk, 1A o AR IN50mL THR VA MR I VA H1220°C , 1A 9 ¥
4.8mL(12mmo1) 2. 5SMAn—Buli O KE &, Al 2 2=, ARG S 127N .

[0128] 55— IR A H1 2 -78°C, A H P i Nk e AV, AR I B i &
LI, BE G HERE 24/ o i) L AR A N5 0mL 7K I Tk (50mL X 3) FEHUA HLJZ =R . 7] BT 4R 1)
A HLEH IS G E IMg S04, 15 F1— B[] , 3 38 72 Ul S 3 VA 7088 o | ok, 38748 175 8¢
(7> 5 :566.96,10.3mmol, 3 : 103 % ) # L X AR AW B T A3 Fl A4k 54 H
THl& & B SnA AT — P E i .

[0129]  'H NMR(500MHz,CDC13):0.00,0.26(3H,d),0.46(9H,m),0.67(1H,m),0.83(1H,m),
1.01(1H,m),1.25(2H,m),1.42(2H,m),1.49(2H,m),1.60(9H,m),1.72(2H,m) ,2.41(2H,m),
3.66(2H,m),3.70,3.77(1H,s),4.52(1H,m),6.01,6.26,6.37(1H,s),7.50(1H,m),7 .59~
7.80(7H,m),7.81(1H,q),7.97(1H,d),8.29(2H,m) .

[0130]  2) K& @AM il %

[0131] W DB & B BCAR AL S B AEBEFE P 11 250mL SchlenkBEHEH , S8 )5
VAMRAEAZA B0 5 38 5UT L Tk (MTBE ) Fe0mL B 2K b, i) H s in2 24 & i n-Buli & BeiE .

13
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S — R Ja R F TR ERIRA B FTA SR R GG T S &R R AEFEFE
BV 1Y & [ ZrCLa(THF ) 2 35 HLyE N 250mL Schlenk%e b , il 2 o % A ER 8 DA 1l 44 BV
W EIRTEAN B A RS HE-78°C, SR S 18] Zr Cla(THF ) off) FR 2 BV VA HH 22 18 s 44 1) i
S ENTERR G 1 S S TR W) 320 T ile 22 = L, P — RO AT IO SR i,
FA PRSP I R 2R ER 25 2 201 /54K AR o i) LA IR AR 3 4 B 2R Z15 45 1 C b i
1T H 255 ARG A SR 00 R i Z IR A YIS R & B A AR JE AR 1
AT DV OGRS R T AR DR, SRS AE T AR AR E DL B A R BT AR 3R
2 74.05g(5.56mmol ,55.6% ) FE FEu ] 44 (4E ) : 100% , 95 :727.08)

[0132]  'H NMR(500MHz,CDCl3):—0.13(9H,m),-0.13(3H,m),0.53(2H,m),0.87(2H,m),
1.25(9H,m),1.29(4H,m),1.51(2H,s),1.64(2H,m),3.34(2H,m),5.26(1H,s),6.81(1H,m),
7.07(2H,m),7.18(1H,m),7.38(1H,m),7.46-7.56(4H,m),7.72(1H,q),7.95(1H,d),8.03
(1H,d)

[0133] il & SL 51 1 -2 (ij 44B)

?‘“*\0\:: oS

R o

Y
3

R

% ,m“"“é

[0134] e

[0135]  JDUR1) FLARAL &40 il 2%

[0136]  7EG /A THF4.05g(20mmol) ((1H-efi—3-J&) FF Bk ) = HR LA e yde N 8 T4 250mL
Schlenk B (B — 5 ) th , SR G VAR T40mL Z Tk o ZE VA HI B 0°C 2 i , 1) v 22 18358
9.6mL(24mmo1)2. SMIIn—-BuLi O\ KE AR - 721X FHE 2 EIE 2 5 , B I BLIR A 4 #1247
B o £ 55 —/250mL SchlenkBEHEH 152,713 (10mmo 1) (6K T L 4% ) & () hkbe
VAT 30mL L g DL il S TR VR o VB TRA HN B -78°C , AR ) He rh 218 N B — B VR &
) AERE N 5 > W5 VR A 0ia i FHE 2 B I P FE 24/ o ] P 8 N5 0mLL K, I K (50mL
X 3) FEUA HLZE =K o 1) FrUSCE I A HILE 8 I &= Mg S04 » 64— BRI [H]) , 2ok I AE 98
AR VAT B, 3R13 T 6. 1g(4F&:603.11,10.05mmol , 77 %:100.5% ) & B
I EAR A TR EC AR AL &4 T &% & B AL S AN AT 1 — 2 10 4 B R
[0137]  'H NMR(500MHz,CDC13):0.02(18H,m),0.82(3H,m),1.15(3H,m),1.17(9H,m),1.42
(H,m),1.96(2H,m),2.02(2H,m),3.21(2H,m),3.31(1H,s),5.86(1H,m),6.10(1H,m),7.14
(3H,m),7.14(2H,m)7.32(3H,m)

[0138] JDIR2) & @ik S W il &

[0139] B BR1h & B AR AL & W07 i BIAEREFE b 11 250m0 Schlenk BN, FF4
fEAEA X EMTBEAI60mL 28, SR J5 [a] Herp R N2 & n-BuLi gl 2 — R 2 Ja
EHTFM IR ERIRAN T AEERN, A BB TEFER AP AFEFPRIHEN
ZrCla(THF )2 544 HydE A 250mL Schlenk M, [a) He rh s IR AR DL ] 45 &P o Bk A

14
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BT H 2 -78°C, IR 5 1A ZrCla (THF ) o ¥ A 2R &V Hh 2 12 s I AL I AR AL &) o 1
AN TERZ G 5 T SR A )38 i 28 2, PP — R IF AT OB SR e, e B 2 gl
TRE PRI R ORER 22 2401 /64R R o 1) Ho b 7 AR RN 38 4 AR 2R 295 45 10 O fe 34T 45
i o (EAN S AN S A DL N i IR IR A LAMR R R & B AL B AE I DR 1S, i
AV O Be B TR 08 U, SR G e F B P R E LS B AR T R Aa T 45 5, 6. 1g
(10mmo 1) BeAR AL S W3R15 7 7. 32(9.56mmo1 ,95. 6 % ) 5 (0 Jh 35 Ho i A7 7 BF 2R VA (4t
JZ:100% ,73F&:763.23),

[0140] 'H NMR(500MHz,CDC13):0.03(18H,m),0.98,1.28(3H,d),1.40(9H,m),1.45(4H,
m),1.66(6H,m),2.43(4H,s),3.47(2H,m),5.34(1H,m),5.56(1H,m),6.95(1H,m),6.97 (1H,
m),6.98(1H,m),7.22(1H,m),7.36(2H,m),7.43(1H,m),7.57(1H,m)

[0141]  TT. %58 AR il &

[0142] il & SE 451 2—1 (ij 44:C)

[0143]

[0144] HSigma—Aldrich CorporationM3K EAG L. F45#E % & B EEALF(CASE
100163-29-9).,

[0145]  fill & i it 451 22 (AT A4KD)

S

[0146]

[0147]  #1].AM.CHEM. SOC.20044F 551264 , 5546 11, §515231-15244 0 F Fr A FFHE A AR 1,
2V £ FE X (e 3L ) Zr CLoA &0
[0148] il &S24 2-3 (AT AAE)

[0149]

15
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[0150] DI AR AW il &

[0151]  7E@ A T¥42.323g(20mmol ) EfiyE AL T 1 250mL Schlenk B, ) Horh 5
40mLIFIMTBE o VA VA Z1220°C , 141 /35 in8mL (20mmo 1) 2. SM n-BuL. i OV BE¥E TR - 3 VR &)
BT E = AR SRR 24/ o 7E 5 —AN250mL Schlenk eI, 3 EN2.713g(10mmo1 )
(6— T AL FE ) S (R ) ik e A30omL 2 B 374 E1 2 -78°C, 1a) He b g A b 1 & 18
AW IR A B E T B = IEHERE 24/ o ) H R A N5 OmLaK FERR K, 4 B A L IF
MgSOs 15 45 3, 3K75 7 3.8822(9.013mmo1,90 % ) 74 .

[0152]  NMRARAEZESE (FEE % ) =100% ,Mw=430.70

[0153]  'H NMR(500MHz,CDC13):-0.45,-0.22,-0.07,0.54(#3H,s),0.87(1H,m),1.13
(9H,m),1.16-1.46(10H,m),3.25(2H,m),3.57(1H,m),6.75,6.85,6.90,7.11,7.12,7.19
(M4H,m),7.22-7.45(4H,m) ,7.48-7.51 (4H,m)

[0154]  DIR2) /&4 B AL &% il 2%

[0155] K B BR1H & I EC AR AL A A NAEBEFE T 250mL SchlenkBENH , S8 G i
fEATA A B B BB A (MTBE ) F60mL AR 2R Hh o ] FL P N2 . 124 E n-Buli AT & W,
BEAT AL 247N, R 5 T8 B S RO B 25 B VA R  AE CLGe i 7 FSchlenkid 9 25 8
RN PN 3R 4511 55 (3.092¢,6.98Tmmo 1) o 4y 1 3455 4l (4 A 7 B4, 3E4T 24k o 78
FEFTE2. 198/ ZrCla(THF) o345 HyE A250mL Schlenkeff e, i) He o in B ZE 0L
BT EIRPIAN IR AR A I E-78°C , SR 18] Zr CLa( THF ) o) 25 B 2RV 22 18 T
BT ECARAL AW N ISR AR HTHE 2 SRR — K ARG i S WG IR A
YIHR I R 2RER 25 o 1l LR R IR AR S T 2 BV IR O fe 04T B 45 o o 75 U 3 98 B ol
P TR, NIk P D ] A4 R R 3 IEAT B S IR DA Z8 RV 5 o ad T NMR 4 1) 45 7
RPEDFRIEI, IV G EFEFE PR E DL e Al

[0156]  HH3.1g(6.987mmol) ) FCARMNAMIFRAT T 1.321g(2.806mmol ,40.2% ) 3 oy I 4%
FLAEATAE F 2RPEW (0. 3371mmo 1 /mg) 1 o

[0157]  NMRARAEZE S (&% ) =100% ,Mw:605.85

[0158]  'H NMR(500MHz,CDC13):0.88(3H,m),1.15(9H,m),1.17-1.47(10H,m),1.53(4H,
d),1.63(3H,m),1.81(1H,m),6.12(2H,m),7.15(2H,m) ,7.22-7.59(8H,m)

[0159] il &5k

Pl

[0160]

[O161] 7 T 25 4 9 AU B g il 6 S Bt ] 2 3 b #fl 4 B A AL R AP £02(0. 023,
0. Immo1)¥EAS9ImL 5y [ S WL & o, (] F e A in 30mL — 50 e o 4138 S N 2R 0T e N T2
R o 18] Ry R SOBL A FE N EL A0, R R AE60C R iRk 1270 oI A E R 2 5 K
FERLUE 25 BT o TR (0 Tk i 2 N S 22 ORI 8 o AE 2T BR R UE W P R R BL SRS
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0. 39g {E AT ERCRYI 10

[0162]  'H NMR(500MHz,CDC13):0.72(3H,s),1.17(9H,t),1.96-1.25(20H,m),2.87-2.32
(8H,m),3.33(2H,t),5.48(2H,d) ,6.64(2H,d)

[0163] il & S i 41125 (AT £G)

[0164] 8By

[0165] DR 1) ELARAL AN il &

[0166] #5.25g(23.6mmol)2-(6—f T AFLC L) IK-1,3- M= ANE TR 250mL
SchlenkBFEIEH , A1 Z eI A 8 IN50mL B B AAmL AT B , B S5 94 20 220°C o (Al Ho i n2 . 95mL
(1.598 ) Mg ke , W FHE 2 =30, SR 5 SR 7/ o a) e 8 N5 0mL 7K 3047 70 2K, 43 18
HHLZEFF FMgSOs T4 . 45 3 , I NMREE 52, 77 4E 175.0g(19.07mmo1,80.7 % )2 (6T %A
RO ) -5-(H-2-WH) R R-1,3- =0, 308 7 MVa e T Bk

[0167]  7E 5 —4~250mL SchlenkEfiH ,7EAN2.784g(10mmol )2, 7- — T F:-9H-2j 3 4H
HA TEACRS T ERE T A H P i insomL B VAR I 27308 J150°C, 17 He b i i
4.8mL(12mmo1) 2. SMEIn-BuLi W FE VA, T 28 2 SR bk — R R VLS T 21 i 4 o
22— (6- U T AIEPR AL ) -5- (A 2028 R 11, 3- M Bk VA b SR e e — R 1Al
HA A Ins0mLK F AT HEK , 3 B A HLZ , FIMgSOa T4 3 3o i€ LATS B S0V o 7E VAW, 7
B PR BRI E A RILA3R1S5. 0g(936mmol ,93.6 % ) il

[0168]  NMRARAEZLSE (&% ) =100% ,Mw:540.86

[0169] 'H NMR(500MHz,CDC13):0.87(1H,m),0.99(6H,m),1.19(9H,s),1.30(11H,s),1.41
(11,s),1.51-1.67(5H,m),3.00,3.13(1H,s),3.35(2H,m),3.87,4.05,4.09,4.11(1H,s),
5.72,5.97,6.14,6.61(3H,s),7.28(1H,m),7.35(1H,m),7.42(1H,m),7.58(2H,m),7.69
(2H,d)

[0170]  JDIR2) s 4 B AW il %%

[0171] B ER1Uh & B BOAR A S E NFEREFE TR 1 250mL Schlenk By , S8 VA
FEAEA Y 2 1 R ST SR M (MTBE) FTRR 28 p o [a) P R n2 . 124 = 1n-Buli CpE A, B 5
HATE 24/ N AETFEFE P 2. 1Y & ZrCLa(THE ) 2 35345 Hoyl A250mL Schlenk%Sii,
[Fi) I8 R HH s TN DA i £ B v o 4 R PR AN B A B2 A 2 -78°C , SR Ja 1A] Zr C1a(THF ) o) 2
R PSS I AL BUARAL B W) N I BR AV B HE 2 SR R i — R AR G, il
B R S Y I TRRR 2 B2 291/ 5RAR R, [a] e A s R R R J) 42 i s 5 1 2 e ot
AT B o AR TR DL AR RIS O e RORk I ki D8 Ay [ A4 ANy v — 3 HEAT B ek
J DA 28 R ¥ 711) o T8I NMR 43 Jl) 465 7 Tl 4 ) 8 0 R GEI, SR S 7E B 48 Th AR EE DL %5 5 7= 2 AN 4l

17



CN 106062012 A w Bg B 13/20 7

o 5. 1g(9. dmmo 1) FCAR L G H3R1F 1 4. 4g(6.3mmol,67.4% ) FREL[E 44
[0172]  NMRARAEZLE (FE 5% ) =100% ,Mw:700.98
[0173]  'H NMR(500MHz,CDC13):1.17(9H,s),1.23-1.26(6H,m),1.27(12H,s),1.38(6H,
s),1.40-1.44(4H,m),2.33(3H,s),2.36(3H,s),3.33(2H,t),5.31(1H,m),5.54(1H,m) ,
5.95(1H,m),7.39(1H,m),7.58(2H,m),7.62(1H,m),7.70(1H,s),8.00(1H,t)
[0174] ] £ 5t 51 2-6 (BT #4cH)

:\\\g\\

[0176]  BUR1) FARK il &
[0177]  #£-30°C F#100g(0.60mol )45 4. 5L ke A135. 7TmL (0. 3mo 1 )MTBEV: A S B 281,
[A] HF B R N1 2 & n-BuLi (2. BMAEC e ) , R 2 NI FE6 /N, SR e — P 7E40°C
THEFES/NBT B A S FRFETE R ST S B R BRI A HI 2 -30°C o fE-30°C R & 1/ AR 2
(1) 27 e BV R S 12 i I BVA AR T O ke (3L) R 162.8g (0. 6mol) (6 T A AL T 2% & (H
FoO VR AR T RSN BUE A 2 I, B IR NVR B W) RIS A1 2 -30°C , SR e 5 CslsNa
(55.9g,0.6mol)/THF (4L ) ¥AE ¥ I L6 /NF BYCRE A o i 314 TR 26 T B 48 K e ot H
O A E, PAAR B N i A BB 1 s iR S (77 28099 % , B 77 22 :91% ) o

[0178]  JEIENVR%E 52 1% Ao A i) 45 44 o

[0179]  'H NMR(400MHz,CDCl3):-0.13,0.06(MeSi,3H,s),0.27,0.35(Si—CHz,2H,m),1.19
(#(-Bu0,9H,s),1.15-1.40(CH2,4H,m),1.41-1.55(CH2,4H,m),2.70,3. 10 (V. B JCpH, 2H,
brs),3.31(#{-Bu0-CHz,2H,t),4.01 (¥ F #F1u-H, 1H,s),6.00-6.30,6.40-6.70(CpH,4H,
m),7.26-7.50(Flu-H,3H,m),7.51(Flu-H,1H,d),7.58(Flu-H, 1H,d),7.80(Flu-H, lH,d),
7.90(Flu-H,2H,d)

[0180]  JD4R2) K& @ik & W il &

[0181]  #E-30°C T AP BRI il & I ECAE (310. 1g,0. 72mo1 ) /H 2R (3. OL) VAR Hh 18 s
2 & Fn-Buli (2. 5MET e ) , 8 )5 [ RE8/ININ B B AR, [RI i) B 2 = R85 5 1A
DL il 28 B 8 Eh R TP 2B I INZrC1a(THF )2(271.7g,0.72mol ) /B 2K (2.5L) [ 22 kL
TR AE 200 T — 2 O8N o £E 2 T T I 5 R I A 5 [ BT A TR A B
AN SR B R 98 o AE B S TN TR PRI VE R ) KR AR e s B AR e S
BEle i TR BUR UAS B E A e BRI B A (P22 T70% ) o

[0182] 'H NMR(400MHz,CsDs):0.66(MeSi,3H,s),1.16(#-Bu0,9H,s),1.35(Si—CHz,2H,
m),1.40-1.75(CH2,8H,m),2.70,3.30(#{-Bu0—-CHz2,2H,t),5.46 (CpH,2H,br d),6.46(CpH,
2H,br s),7.05-7.20(Flu-H,2H,m),7.34(Flu-H,1H,d),7.39(Flu-H,1H,d),7.46(Flu-H,
2H,t),7.89(Flu-H,2H,d)

[0183] il SL a5 2-7 (R4 1)
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[0184] QL

[0185] DR FEARLL B W) il %

[0186]  7E-20°C ¥ 25(3.33g,20mmol) « C\4E (100mL ) FIMTBE (1. 2mL , 10mmo 1)y N R N 5
) HoH A N SmLY n—BuLi (2. 5MAE L e rh ) , B Jo 75 = i T HdHE6 /N o bk 58 i
Ji WG RN AR VA HI B -30°C , 7E-30°C N & L/INRHE LA B 8] 46 1) 27 L A TR 1S R I B VA
fE ke (1oomL) FR Y (64 T L C ) A& H)RESE (2. 7g, 10mmo D I AEZE T
W S NV A IS /INE 1) EL AN K, ZEEL SRS TR (E k) LR BRI AR L &0 (5. 3g
FE2100% ) o B IENVREES % AR S5

[0187]  'H NMR(500MHz,CDC13):-0.35(MeSi,3H,s),0.26(Si—CHz,2H,m),0.58(CHz, 2H,
m),0.95(CH2,4H,m) , 1.17 (f{-Bu0,9H,s),1.29(CHe, 2H,m) , 3. 21 ({-BuO—-CHz, 2H, t) , 4. 10
(Flu-9H,2H,s),7.25(Flu-H,4H,m),7.35(Flu-H,4H,m) ,7.40(Flu-H,4H,m) ,7.85(Flu-H,
4H,d)

[0188] DIR2) K4 EAL SN il &

[0189]  #E-20°C N Ial DB b il & I L A4 (3. 18g,6mmo 1) /MTBE (20mL ) (1 ¥ H 22 12 ¥ i
4. 8mLIIn-BuLi (2. 5MAECLREH ) , S8 I S RE8 /NI BB A [l B 3 i il 28 53 o R i 5 7520
CR BTG il & 1) B S OBHA R A VS N2 Zr C1a(THF ) 2(2. 26g,6mmo 1) / T4 4% (20mL ) [¥)
FRNE W FFAE 2 T 32D I BL8/INIF A YTIE Wit 38, F O be Bei Bk LTS B E R4t
A A BB AW (4. 3g, 77 294.5% )

[0190]  'H NMR(500MHz,CsDs) : .15 ({~Bu0,9H,s),1.26(MeSi,3H,s),1.58(Si~CHs, 2H,
m),1.66(CH2,4H,m),1.91(CHe,4H,m),3.32(#{-BuO-CHz,2H,t) ,6.86 (Flu-H, 2H,t) ,6.90
(Flu-H,2H,t),7.15(Flu-H,4H,m),7.60(Flu-H,4H,dd),7.64(Flu-H,2H,d),7.77(Flu-H,
2H,d)

[0191] il & S

AR

[0192]

[0193]  HALFA Chemistry Corporationy3L E A DL 452010 % 4 J@ k57 (CAS 5
126642-97-5),
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[0194] il 24 S 51 29 (BT A4K)
Y

[0195]

[0196]  ZDIR 1) ELARAL A il &

[0197]  FE@RAAA NHEL.162g(10mmo ) EF AN INE L T3 250mL. Schlenk Bl (BE—ke
) R SR 5 VA T dmLTE M140mL T bE K L 7 R IE A H 20°C , 1A Horiig 4 . 8mL
(12mmo1)2.5MEIn-BuLi O Gt iE W - IR & WE W iR 2 =11, A EhidE— Rk 5 —1
250mL Schlenk&e)f (55 Rl ) Hidsin2. 713g (10mmo 1) (6—FU T AL O A% ) — S (AL ) ik be
AI100mLC e FF ¥ 122 -78°C, (Al Hrp LA Ll & R A4

[0198]  }%2.063g(10mmol)2—F F—4-JR - efifs Nl o — A& T A9 250mL SchlenkFEHE
(=R, SRS VA T A0mLIE A %I B4 Z1220°C, ) A3 N4 . 8mL(12mmo1) 2. 5M
[FIn-BuLi W GEiE W i Z IR VBB HER 2 =1, AR G HiFE— R 0. Imo1 % FALH , 24
JE AR — /NI K ZIR SV E T AR R85 i SR JE K o 1 e AR In50mL K, 1
ATHER 3T FAREHEAT J5 4038 . 4 B A HLE 3T Mg SOa T4 . 45 5 , 3819 175.53g(10.61mmo1 ,
106. 1% ) VEAAZ T =40 .

[0199]  NMRARAESAL B (&%) =100% ,Mw:520.82

[0200]  'H NMR(500MHz,CDC13):-0.44,-0.36,-0.28,-0.19,0.09-0.031(total 3H,m),
0.84(1H,m),1.09(9H,s),1.23-1.47(10H,m),2.14(3H,s),3.25(2H,m),3.45(2H,m) ,6.38,
6.53,6.88,6.92(2H,m),6.93(1H,m),7.11-7.24(2H,m),7.28-7.32(3H,m),7.35(2H,m),
7.44(3H,m),7.53(2H,m)

[0201]  JDR2) & @ik BV il &

[0202] g D BR1H A R ECAR AL &0 InBIAEHEAE S 51 250mL SchlenkBEifH , H
FEAEA S E IMTBEAT R 2K v, [ Horp R N2 . 1S B A n-Bul i {5 W T 34T 810 24/ AR T8
FEPEL2. 1 M ER ZrCla( THR ) o 55 Hoy A 250ml SchlenkBeifry , (8] B s Ik L il 45 2
TR PN A A H B -78°C L, AR 5 141 ZrCLa( THF ) o R 2 T 2 1 s AL I B AR AL,
EW HIRA W IEE FHE 2 =R IR RS AT B U AR AUR T SR R R
TRUARR 2L CL, ey pirack e [ A4 4 98 1 o 0 YR 3 AT S o0k DABR £ 2R, m K il in 5 2
A FRAH S I BEbE 7 BEAT B 45 it o ARGV i DR T i 4 R G e SRR I AT 312 ek A
ARV ) o T NMR 25 58 AR I SRV IDEF , JFAE T R P PR i DA S8 P Al 45 21 3R
27 3.15g(4.63mmol ,46.3% )VE A0 AR EHF o

[0203]  NMRAGRAEZESE (F &% ) =100% ,Mw:680.93

[0204]  'H NMR(500MHz,CDC13):0.01(3H,s),0.89(3H,m),1.19(9H,s),1.26-1.33(6H,m),
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1.50(4H,m),2.06,2.15,2.36(3H,m),3.35(2H,m),3.66(1H,s),6.11-6.99(3H,s),7.13~
7.17(2H,m),7.36-7.68(10H,m)
[0205]  TI1.%8 =HALFI &
[0206] il & it 451 3 (Wi 44L)

[0207]

“{3%& §

i

"‘:‘m
[0208] [\ R BLE&HH{E AN 150g (1. 2mol) PY R FEBR [ I A2 AL THF, FR i RL 2% FE VA 4
2 -20°C o ff1 FHHERLE LASmL /43 B (1 35 28 [ e B 28 H S 4 80mLI¥In—BulLi o 1 S NV A 44k
FE 127N o 2 B A 18 B B = 1A R BLA R PO N 326g (350mL, 12495 ) (68T
AR ) (R ) Rk 1 S SLTR S0 1 27N (5] ) 0 s IB7 25 i P a8+ 28 2 0 o
SR B O A IR S BRI HI R 0°C , ] LR 3 N2 4 & (1 t-BuNHz B R B B FE 1 27N, [F]
I 2R il 22 2 K 12 VA VR P B THRRSR 25, RN PR VR R S INALE B, 28 )5 B T lapdor i AL H
PAAS BT SR G D8 VBB R IS N B R RLE8 1, 7E70°C N B 25 Cobe AR B8 Wk 2 VA VR . 48 FH
NMR3 BT 12 78 9 UA 46 52 1R A EE P= Wi FR L (6T S 2L 0 3 ) (DU AR R CpH) i T S & L ik
G AE-T8°C ¥ in-BuLi , S8 J5 P AR JNTiC1s(THF )3 (10mmo1 ) o 46 e ME VAR A FF: 12
ZINE () BN 2R L A 2 L o AR I N IR AN N1 & (10mmo 1) PbClLe, SR S i — 20 4k
FE 127N AAF 31 W5 )R J8 LB o M IR A S BN P B 5 THE , 5 TV bR A, IR 5
T e R 2 TR IR R O e LS 274
[0209]  'H NMR(CDCl3):0.7(3H,s),1.2(9H,s),1.4(9H,s),0.8-1.8(8H,m),2.1(6H,s),
2.2(s,6H),3.3(4H,s)
[0210]  TV. RV A AL I 1] 2%
[0211] skl
[0212] 4% 100mLF 2RI INF 350mL =] F S8 3¢ T ML HH 5 ) A iR im 1 0g — ALk (Grace
Davison,SP2410) , B G4+, [FIB B #T AR 2240 °C o 7] [ N2 1 A IN30mLIY) 30 & % H A
FRAEE(MAO) /B KA (Albemarle Corporation), JIFEET70°C, 4R JGAE200rpm N HiFE 12/
I o K5 S N2V H) 240 °C A5 IL B o BEAT 1020 BT R 0] IS DL P TR AT AT » 170 S5 I 2% v
IN100mL R 2R H- it 1098, SR S 45 IE i HE o AT 1040 BB , FF00 B 2RV WA T fthT o 1Al Je
2% H R 5 0mL R 2K, ] R R N0 . 30g il 4% S 91 1 -1 3RAF B A A 4 A 30mL B 2R 5 DA
200rpmIW FEI0 7B o AEAF IEFHE 2 5, AT 102 BhUTRE , I 0] S REVE RBEAT IHTT o 1) S B2 2%
H 8 IN50mL B 2K, ] H R R N0 . 20 g /i) £ S 461 2- 3 FR 3R A3 1 AL S M A 20mL B 2R, A 5 DA
200rpmyHEFEIO 7 B o 1 S N B VA H 2 2 i IR 45 1k Btk o BEAT 102 B TR 6 I BV VR
AT AT o 1] S BL 2% H R N 100mL L 452 » K O e 2 RH L B2 21 250ml. Schlenkeifi o 34 O be
VETBUHEAT AT o 6 BT A3 VA WUAE 2 0 TR U T8 3 /N i) LA i) 415 . 0g S 3t L A AL 57
[0213]  SEjiif5i]2
[0214] DL 5 St 441 L o R0 (9 AH 1R 75 20 46 15 . 5g s AU i A0 7], AN [A) 2 b 78 T4

21



CN 106062012 A w Bg B 17/20 7

0. 15g il & St 12— 1 HR3RAF HIAL A A il & St 51 2-3 WP 3R AL A1

[0215]  sKjfafsl3

[0216] DL 55 St 451 L v 34 (1 AH [R) 75 =0 il 4 15 0g g B A AL R, AN ) 2 b 72 T 4
0. 13g il & St 41 2-5 -H 3RAF HI AL A A il & S 451 2-3 P SR AL A1)

[0217]  sEjitifsl4

[0218] A5 sz 5 1 vp 153 1 A 1) 7 s ] 4 15 . 5 S 3B AL 5], AS TR 2 Ab 78 T 1 A
0. 20g il & SZ i 1] 1 -2 FR1F B AL A WA il 4 SE 1 L - LR SRAZ AL &9, F HAF FHO. 308
il £ St A5 24 TP RIS AL A AR B il & ST 91 2- 3T 3R 1R AL B

[0219]  sEjitafsl5

[0220] VL5 SE it 514 v F A 1 AH 1R 75 20l 416 . 5g sk A AL R, AN [F) 2 Ab 75 T 1
0. 30g il & S it 12— 1 FP3RAF AL A AR il & S a1 24P SRAS AL A1

[0221]  sEjfafsle

[0222] VL5 S 54 FE A 0 AH R 75 =0l & 16 . 1 g s A AL R, AN [F) 2 b 72T 4
0. 25g il & S it 1] 2-2 HP SRAF AL A AR il & S e 451 2-3 WP ER1S HIAL A1

[0223]  sjifafs7

[0224] VL5 S 54 v FE A (0 AH R 5 =0l & 16 . 1 s A AL R, AN [F) 2 b 72T 1
0. 1 3g il & S it 41 2-6 HH 3RAF HI AL A A il & St 51 2-3 WP SR1F AL A1

[0225]  sKjfafsls

[0226] VL5 SEjita 51 4 v 34 (1 AH 1R 75 =0l 4 14 . 9g s B A AL R, AN ) 2 b 72 T 4
0. 20g il & St 41 27 R 3RAF HIAL A A il & S5 2-3 WP SRS AL A

[0227]  sKjifafsl9

[0228] DL 5 St 451 | v 34 (9 AH R 5 20 il 4 15 . 4g B B AL R, AN ) 2 &b 72 T 4
0. 22g il & S 491 1 -2+ 3R 13 BB WA il 46 SS9 1 - LR SRAF AL &4, F FLAT 0. 30
il & St 1 2-3 TR FR A AL A0 o

[0229]  sijitafsi10

[0230] DL -5 St 519 v A (¥ AH [R) 75 =Rl 4616 . Tg sk AL R, AN [H) 2 b 75 4
0. 20 il 4 S it 1 2-8 FR 3RAF AL A AR il & S 51 2-3 TP FRAF AL A1

[0231]  sjf1l

[0232] VL5 St 519 Hh A (K AH [R) 75 2Rl 416 . Tg s A AL R, AN [F) 2 b 75T 4
0. 32g il & S it 41 2-9 HR 3RAF AL A AR il & S e 51 23 HP ERAF AL A1

[0233]  sijfafsi12

[0234] & 100mLH ZKEs N2 350mL i s 38357 T I B 2% 7, 1) He o 8 1 0g 284k ik (Grace
Davison,SP2410) ,F6 JG i HE , [ I I8 FHIR 2240 °C o 18] M 2% H9E A\ 30mLA 30 81 & % B &L
R (MAO) /FR R VAV (Albemarle Corporation), JIFET0C, #RJG LA200rpmdFE12/)5
I o B S V4 H A2 40 C 45 IR PERE o« BEAT 10T e I X6 S S VA VRBE AT AT HT o 1) S 7 28 F
AN100mL B R FEBERE 10 B, SR 5152 AL BERE o HEAT 10 - SR T B 06 BF 2R 98 WG AT 15T - 1)
97 28 Py N 50mL B 25 301 S S 2 T THIELE60°C o 1] S B2 2%t AR N0 . 18g il 4% SE it 41 3 rh 3k
B A SR 5 LA 200rpmdi $E90 4> 4 . 15 250mL SchlenkBeH H13E N0 . 18g il 4% St 5] 1 -2
RIS AL A A0 . 20g il £ S 191 2 1 HH 3RAZ (AL B4 5 ) 2L rp 8 N5 0mL FF 2 o 5 Joe i
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()2 VBT N SR 28 FF DL 200 pmdBERE 90 43 o 1 s B 2308 A HI 8 IR 1 IR P o 34T
1043 B YT B 5 0 s B Y 3R AT BB o ) s B2 2% N 100mL B , F0 O e 28 RL 4% 7% 2
250mL Schlenk B o X O eV TBBEAT UMY o 15 IS VA VAL 208 T el R 10 3 /0N A 1] £
16. 4g T B AL

[0235]  sKjfifs13

[0236] DA 555 451 1 2 np 438 1 AH R 5 5l 4% 16 . 1 g SR B Ab 1), AN [F) 2 Ak 72T
0. 21 g il & SE it 51 2-4HH ZRAF () A0 AP ) 24 St 9] 2- L R SRAF AL B4

[0237]  SEjafs14

[0238] DA 555 451 1 2 +p 438 1 AH [F] 5 5l 4% 15 . 1 g BB AL 1), AR 2 b 72 T8 H
0. 15g il #& SE it 51 2-7HH 3RAF (1) A0 A WA i) 2% STt 9] 2- L R SRAF AL 540

[0239]  SEjfs15

[0240] DL 55 4511 2+p 338 1 AH R 7 il 4% 16 . 3g SR B AL AL 1), AR 2 A 72 T8 H
0. 10g il #& SE Jiti 41 2-5 HH 3R AF (1) A0 A A i) 2% SE Tt 9 3 3R A3 AL & 40

[0241]  SEjfs16

[0242] DL 55 51 2Hp 338 1 AH R 7 Al 4% 16 . 0g SR B AL AL 1), AR 2 b 72 T8 H
0. 13g il #& SE it 41 2- 3 3RAF (1) Ak A WA i) 2% SE Tt 9] 3 3R AR AL & 0

[0243]  SEjfids17

[0244] DL 55 451 1 2 Hp 538 1 AH R 7 AUl 48 15 . 4g SR BBLABE AL 1) AN R 2 b 72 T8 H
0. 1 7g il #& SE i 41 2- 2 3R A3 (1) A0 B AR i) 2% SE Tt 9] 3T 3R A3 AL & 4

[0245]  SEjiifs18

[0246]  #%100mL 2K y3 AN\ 350mL /51 Hs 38 35 3 S 2 2% 5, [ He P s i 10g — S AL A (Grace
Davison,SP2410) , Fifl J& 45 F1: [ 4 5 2240 °C oK 25mLIK) 30 T & %6 FF SR 405t (MAO) /
KIEW (Albemarle Corporation)iFE NN EEH, INIE60°C, %R )5 LA 200rpmdFE 1 2/ 6
W MLV FNZ 40 CHFAF IR HE « BEAT 1020 BB I 5 S SLVA R AT WA o 1) s B2 8 RN
100mL F 2K -5t F1: 107388, S8 J5 45 L4t 4k o BEAT 102 B TR 1060 7 2R P VR B AT5THT o K5 50mL
DR N S 28t 0 S I8 2805 B IR 2240 °C 150 . 30g il 44 S it 451 1 -2 R SR AR AL &4
0. 20 ffil] & SZ it 1 24 ZRAF 4L S W A0 . 15g i) £ S i 461 2-6 H 3RAF 1 A A 03 N 250mL
Schlenk M, 1] Horp 8N 70mL B 2K B B A IR VA RN B2 P I B 200 pmdiit $1:90 93+
Bl WG S RLAHR S VA H AR R AT IR SRR o AT 104 BT RS I X s SLFE AT 9THT o % 1 0mL
TRV S 88 Hh s O R 6 72 25 250mL. Schlenk B8 A o W O 4 VA VREAT AT - 4 B
BVEAE F I N AEWE N T3/ N DA 4615, Tg S s R Ak 57l

[0247] i1

[0248] K& 100mL A A% 7E A 350mL 5 i 58 3 3 S S s o, 1) e rpr s i 10g — kA (Grace
Davison,SP2410) , ff i 45 1 7] BRI B 2240 °C R 30mLIT 30 B & % FF L8R 48 5t (MAO) /
FKIEW (Albemarle Corporation)iFE N M EEH, INIET0°C, %R G LA200rpm¥FE 12785 .
W R RIS H) 2240 C FFA4Z 1L BEHE AT 1053 Bt B I 0 S B2V AT BUHT o 1) S B2 28 HE
100mLER 28, 5t HE 104380, SR 5 458 Ib 3 o BEAT 1043 Bt B 0] B 2R3A W4T KT o K- 50mlL B
DRVEN R BLEE 1, TR0 . 30g il 2% S it 451 2-6 HR 3R 453 1) 4k & 90 R0 30mL FF 2, S8 5 LA 200 pmit
FEOO b A5 AR BERE 2 I, BEAT 1043 BRI RE 06 5 B VA B AT UM o K7 30mL BP9 N I o7 2%

23



CN 106062012 A w Bg B 19/20 7

o, ] FEHR IR N0 . 15 il #& SK i 1 21 H SRAF R AL A P AT 10mL 2K, 28 5 LA 200 pmdi #9043
B NG S RLAHIR PV A A R AT IR R o AT 1040 BT RS 3 X s SLIE WU AT 5THT o K 10mL
TRV S 28 R 4% T e B 6 85 45 250mL Schlenk B8R o 0 O SR VA TR AT WA o 44
FRVEMAE = N AR T T8 3/ N PL il 2615 Sg f s B (A k 57l

[0249]  LL#sf5)2

[0250] DA 55 Lk A 9] 1 b #6348 1 AH IR) 7 5K il 46 15 . 8g S 3 A (AL 7, ARl 2 &b 72 T
0. 30g il % S it 1] 23 1 FRAF I AL A WA 5 1] 2% S it 4911 26 3R I AL &4, 3 BT FHO. 10g
il 2% SE it 1 2- 3R R AF (1) 4k B A ] 2% St ] 2- L R ERAF AL B4

[0251]  EL#i453

[0252] DL 5 Lb A 2 b 1 3R 1 AH IR 77 5K il 26 15 . 9g S B B (AL 57, ARl 2 ab A2 T8
0. 11 gl #& SE it 5 2-4H ZRAF () A0 A AR i) 2% SE it 9] 2- 3R SRAF AL 54

[0253] V.ZRASLE

[0254]  Rr2mLijTeal CIMAEC firh ) MI80g 1-TL M VE N 2L S F 38 i F S ML &8, 1) Hor i
N0 . 6kg 45 , 2R JE IR A2 70°C FELLS00r pm i £ o 47 75 SZ i 4511 43 1 8 FI L 55451 1 43 37 ] 4 114
TS B 5O — BN R ES 3 — 2P N0 . 2kg CL i« 2R OB
A BRI T0CIE, 72308 K 45 He 777 LABOOT pmd it AT A2 A VRS SE L /NI o 5 N 58 ik
ZJa IR R AW ok Ok, ARG /ES80 C R B A b TS/ R A S ROR T
NERIM2H A, N T, R TAE TLG ChemLUCENE™SP330 Al
LUCENE™SP310 , H: Ay i ik 7 35 [] % 5% A 1. 25 1l 4 (1 78 FmLLDPE o

[0255] 1

[0256]

oA 5 7 55 A 5% 9 5 1 5 2 A 5 5
1 2 3 4 5 6 7 8 9

B E(mg) 501

B (gPEE A -
) ;22(}() 2100 2750 32200 3130 2910 3740 3620 4020

REMASS) 60 60 40 40 60 60 S0 S0 4S

[#]

0.0 503 290 304 32.0 212 222 236

H, ZAF(mol%) 612 012 012 (.08 008 0.03 0.08 0}4 0.08

MFRR(10/2.16) 8.3 9.2 8.5 9.5 2.9 10.5 8.7 100 9.6

To(T) 1203 122.0 1218 1208 1221 1225 1214 ﬁmié 120.0
Mw(x10% 10.0 106 98 IS5 148 154 101 M 10.1
Mw/Mn 41 45 40 38 38 40 40 4% 3.9
[0257] %2
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[0258]
%%@%%w%%w%ﬁﬁ%%@%ﬁﬂ&%ﬁ%%@&%ﬁ
1w u 12 13 14 15 16 17 18
WA S F(mg) 481 330 309 307 291 220 236 310 198
E M (gPElg B e _ ; ) .
#0) 2600 §3‘320 2540 2400 2780 3320 3740 3010 3800
ReEwB(a4) 60 360 60 60 60 60 45 50 40
Hy AAE(mol%)0.08  0.08 012 014 006 008 0.04 006 010
MFRR(10/2.16) 84 89 109 101 98 100 11,1 100 ‘11,[1
[0259]
To(T) 1205 1210 118.8 [116.0 1189 121.0 1232 1240 1201
Mw(x10% 9.8 99 152 147 138 140 151 53 148
Mw/Mn 28 35 39 38 42 30 38 36 41
[0260] %3
[0261]
ékbﬁ:ﬁi 1 HRERA2 RARH 3 EL,'UCENETM Slfl}CENETM
SP330 SP310
AN F(mg)  48.1 30.0 30.9 -
&M (gPE/g 1R 4A)2000 2320 1940 3 -
ReWE@H) 55 60 45 - .
H; A E(mol%) 0.10 0.06 0.12 - -
MFRR(10/2.16) 8.3 7.8 8.0 7.7 7.2
Tl C) 120.5 121,0 120.0 123.0 117.0
Mw(x10%) 11.5 12.1 15.2 13.0 11.1
Mw/Mn 2.8 3.5 3.9 2.8 2.8
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