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[0144]  Frid At B GE I o] 5 H AR A 0 6E G F1/ s 3E 3 K BE) sl SR & I
FLABAMA AL QbR AN IR (8140, % BB) S S EHH EAE F . W B SCRTiR , R & 58RI A
Peb BREIR SERL 2 1) 38 5 (0 A ELAE FH O 1 BT AR B A A I IR LA FR 3025 14 I3 o 49,
B A AR AR AL 2 R 1 R B RE AR T R A e s XM E e LR ST T e
PR AR I AR I AL P, 3X EE AR Ab A i LA ) vl (B, 50°C) i J 450FE (s i
tanS{E I FEARATHR 7)) /DT AN & DL 2R B BB 2R B W ARG AL A i 4 T B AL A e
Fr EL A 1 il i S5 30RE o el i S AR AR T LR 2 5% B 010 % B E R R P 15%
[0145]  WTTESLHLFT 7 I B EL A R 2 JEAEAE 51N K (A PR T IR A9) 2 71
HAERAGIRAECOH N E K5I NE AR A . ol 7 AR LR N2 6%  F /b
10% . %/020% 2 /050% 52 /080 % 2 Ja ¥ B Re AL iR N2 2R SR &4 b o 78 L S it
e, 7 B A 58 B AR SE B G IO B Re AL 3R] 74 e St i, T fE S BRI
% 5 Wit o2 BT T8 51N S 2 BBl [\ B B07E 51N % 2 Wi 2 5 o B e AR BN SR
&, e EE H FINo . 8, 324, 3297 R A FF I

[0146]  m] FH I B g A ik 7 G 6 75 S B I 78 58 & W0 B 1 A i B2 AL B R HEAS 20 7 2% B
B2 AR AMEEERAE—EILAY, UL T4 BB RSB I 25 B 2 20 A B IR Ek
HRAE —RUE AN K T AP BB R N 53 348 A B /e F v 2 11, frid
ANt B e B T8 i X 28 dsf i 7] AR A/ B AT I G R A BRI X T A
HNRTARTT  BOGB I E T S A W MME L H]: S5 E H FINo . 4,015,061 No. 4,616,069,
No.4,906,706.No.4,935,471.No.4,990,573.No.5,064,910.No.5,153,159.No.5,149,
457 No.5,196,138.No.5,329,005.No.5,496,940.No.5,502,131.No.5,567,815.No.5,
610,227.No.5,663,398.No.5,567,784.No.5,786,441.No.5,844,050.No.6,812,295,
No.6,838,526.No.6,992,147.No.7,153,919.No.7,294,680.No.7,642,322.No.7,671,
136.No.7,671,138.No.7,732,534.No.7,750,087.No.7,816,483.No.7,879,952.No.8,
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063,153.No.8,088,868.No.8,183,324.No. 8,642, 706245, L M ix LeEfi|rh 5] i &%
TR RBE 5 51 FHIX e R )« B AR B B e f A A 5 & R s A (B 4nSnCl )
R',SnC1.R",SnC1,R"*SnC1, ¥4 J@ i 164 (FIANSiC1,) VBhAk — S0z I 1% TG  GE AN - AR
file NN - ZHUARER MR IR SRR i R S (BRAR) - RIS & B s - BRI SR 4% & (B
WM T B (FFHEERER) 4,47 - R (2 fR) 28 F B Joe S A AR e bk Joe S B e Joe. (491
nsi (OR') ,\R'°Si (OR') ,\R™,Si (OR™) /28) IR b S8 5L - IR £ UL R A TR &40
(FE b= 32 AR C B hi 3\ C & C I3 . C B0, 5 BIC, 20, b dk )
MBI B e G EFESHCL, =T &b = T R &L, 3- —H &E-2-1k
W3R (DMT) o

[0147]  NMEBR SR GV B R BRI & o] Bk TS MR = B4 8 (D %4
VI = B BRI R AL BT 7R B B B KSR SE AR — N B AN S, T R EE R
(D) KA, B REAL R A B AT AE L)1 B 24920058 /R B L2952 £9150 BE /R il H 41105 2
100 ZE /R B FE A o

[0148]  [KI A e 1 58 A W0 A s 1 1 dth 1 s, T DA ] 0 0 2% 381 06 3R A TR P I
ZJEARA, B (B /DE— St d) 762 J530 £ 1040 80 K B AE LRI N B R AR &
Vi X LSRR A0 A 5 R i v VR SR A I RO R PR3 P IR S (4n, 0°C 2275°C) T AR
P e i O Lo 821 LN .

[0149]  WIECHATRAGBER AWM ZE D —HMo A B b (BN, 7548 M) 8L 546 B AR
(47 B ALK B R LA SN N R AR AW B0, il R 51 N Rl 28 (BLFE R
SR N2 BRI  ELA TR B2 BRI B LB RS R ARG

[0150]  BRARAN & o il PR 1, (L G SR 75 22, thmT 3R AT 40 oK DA AT AR] B 2 1) e o i 3R
AL T AP0 R 05 - W 7E25°C B 29150 °C W B R IE i 5 FE 3R S W s & S & Yk
YN B R R AT VR KR 2912043 % o 75— Be s il v, R KR m B0 & Z 32 b &0, sk El &
FINo. 7,879, 958 Ffr A FF 1) o W L AR K F1) 4 5] B« ¥4 A 2K 1) 2 i BRAR Invae ‘K ) 2 J s
InPTEAL T, W2, 6- —FUT 2 -4- IR E BHT) s R A ILEM AR T LR A
FEVIN 290 . 28 B %6 Z 1 B 06 o VR K RIS AL TR vT LA % s N, 3R D6 B2, m] AR K
EATRINEZR GRSV i1 8 A T v ) s A s

[0151]  — HEE VERA WA 1) FdeR (R A R ) 2 5em s R G R E)
[0 2% s 23 IR WAL o T d et (48] ) 2 R s A FH #2458 AN SR VR & 0 b TR WSO S B ) B o T
W [ETUS I BRAR AL OR AT, I B/ B0E TR PR [F] 3R A 2

[0152] AW =9l L £ O A 8 R R GRG0 B i, nT A 53R SR &
WiE I S A EAT R A, 1 A0 LA B AL, HeH ol i AR IS YR B (1D, £9100°C 2 £9170°C)
J RS REFNE R SR N 28 R RSB FE A PR T (4911 41, ARG w8 70 R0 A e B2 PR BRLAAS) & 57—
FRIEFEWS K PR LIRS J5 A 70 AR B 1 T BT 15 K 3R S S X — e 8
K EZEE AT RS L TREGRAYREER G . LR — Pk 5 K.
W BV VR T I B A AR L G s N SR AT k2, IR A v e wE LA T %

[0153]  mP K [RISC I 58 A 40 F A B AR 5 LA B/ B8 5 A R & (Bl an , 2045 08) iR
TNFRFEIE , DL T 3 r] F T35 Fh S B IR A4 FTid B AT & Bt —20 I B, #0k:
3T FH T ) S P RS A » AL (E AN PR 56 B A T M0 BE | 1 T 25 358 AR 1 3Bk o JLak mp
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FA A B A YR P 1) 388 25 751 R /B8 P 3 A R R o B i L 7 P 8 ) 2% L LA % 42 L ok
PRAG L CA S oA Tl & B TH 2% o o

[0154]  YER1S R AW T RaH BAEME APt , Hon] B s A Bl 554 a3 8% A A6 T s
BHGISLIR , B i o FR F 0 6 T BRI A4 R ARG AN / 85 AE B Be AL & AR IR , 1
A B AR E 2 I EE T BT Y R AN IR (i, R (T ) VR (R ) UL &
BT 26 e S AL IR ) i — FhEl 2 Fh SBR T RS ST #42 I JEPRVEPDM,
WG/ T ZJ@mt5 e (NBR) EERSRS & S AR L 0 / TN M BRI W EVA VR A BE RS IR Ak
R OIGEIE IR CIERBRIR S T IE IR DU O 0/ NG IR IRSE55 MM B RE R &
V)55 FUG IR VRN, HomE ] 7R S AGIRI 295 % 52 2999 % 1176 Bl N 284K , FF H 7 B IR #h 2
SRR R E.

[0155] YRR 1S R AW T RaH BAEME APt , o n] B s A Bl 54 a3 HH % A i A6 T s
BHGRSLIR , B i o FR F 0 6 T BRI A4 R ARG AN / 85 AE B RE AL & AR IR , 1
A B AR E 2 T BT Y R A IR (i, R (T @) VR (R ) UL &
BT 26 e S IR i —FhEl 2 Fh SBR T AR ST #42IK JEPRVEPDM,
WG/ T ZJ@mt5 e (NBR) EERSS & S AR L 0 / TN IS BRI W EVA VR A BERS IR AL
R OIGEIE R IR CIERBRIR S T IE IR DU &0/ NG IR IR S 55 MM B e R &
V)55 FUG IR VR, Hom ] 7R S AGIR 295 % 52 2999 % 1176 Bl N 284K , FF H # FUGIR #h 2
SRR R E.

[0156] TG JE T A4k iE (Si0,) T FHAESTRE . = S A fE — R 73 S8 NIRRT /K Ak — %84k
i, R EATTE I KA s OS2 AR, B e AT UG BRI AL 7 BT XK R PTE H o 1X L
Ji A2 KL o ZU 2 B IR AR AR, AH SR AN TR 4 5 Z Hh 2 S B A R AR . T B A BOME A Ak
1" N B 0 58 I 43 BOAE s P AL R A AR B 2B R RE ) (X nT i i U AR R ¢
2 AR A R

[0157]  RIARFEHE 7 A A LRER AR K5 LA AT 4E 8 2 s Brunauer \Emme t fiTeller
(“BET”) /7 (J.Am.Chem.Soc.,vol.60,p.309et seq. ((EEfLFSED), 5604, 3097
N JE T 4y) TR a2 BT e R AR AN T7 . AR BET R A — /b T
450m* /g , 3 FL 2 WAL AT FH 96 B A4 2932 5 £9400m” /g . 21100 5 £1250m” /g LA L Z1150 8 4
220m”/g.

[0158] AR MUHEIE R pH— N 25 B A TE A iy, PRIE N 215 . 552168,

[01591  WJ LA A — e i — Ak b 3EHI -Si17'215 Hi-Si1™233 MIH1-S11™190 (5% 47
v JE I M UC 2% E& I PPG Tk /A 7] (PPG Industries, Inc.;Pittsburgh,Pennsylvania)) T
A AR AR P LA R B S 1 ) B 22 L R BE A% B BT & ] (Grace Engineered
Materials (Baltimore,Maryland)) -3 & #7574 A 78 1A JE 1 g €] Tk 2E ] (Evonik
Industries (Parsippany,New Jersey)) -3 [ & 74 M e =10 B R /R4EEH] (Solvay
(Cranbury,New Jersey)) LA A 3 [B 573 74 M 52 2 A2 1) B 4E 4] (J .M. Huber Corp.
(Edison,New Jersey)) o

[0160]  —4AAbAERTLLZY1 2 2£9100phr ) & & W25 2 £980phr () & 18 H . o] Y _FFR 52 2]
ISR IERL AT BRI T 1 R R 1 PR )

(01611 HAm )] IRV FERT A TE U R 28, 45 (HANRR T4 28 Al SR ADAT 28 . 56 Bk i
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B, % BT 60 HE R S o B L S R R AR B R B A SR P kb
o B R S T TR R K A S S R A SR 2 p B AT P X SRR e 7 R R 2
(IVRA W) o AR I 2 R T A (BMSA) 9% /20m”/ g 1% B 2 £935m”/ g [t 7% 2 ; ] fi FHCTAB:
ARARFEASTM D- 1765 % 2 T FUE - & 2 0] LU R4k B 2 AR LB I, (B AR
T B AT AR 3 F T SR LR IA AL

[0162] JREHER HZ EZ)50phr,5phr £40phr N H#LA &, 4 25— F Ak —#efd
i, AR B A IR RR E 2 I phr s B 35 — AL RE R A%, 77K FH 5 /81 i T B3
St CanSA s

[0163] S AA Ak A5 1038 5 W 3E 78 1) 2925 %6 BIARFA 43 2, AR AR 43 ZRN BT i 0 SERH ) B A
FEBR DLt A SR A A A s Rt b s EORE (R, A E AR 22) B LA (456) NS
30phrZ:100phr.

[0164] X 4 A0hE FHAE AN SR ORI, S IR B TR (i Atk do) 2 1600 i » B I 7E T IR
BIFIR A T 3 e A b I S R B4R FH o — ORI, 38 T MR AL & W AR AR ) — AL
EERH B U, BTN IR S B BT 204 % 2220 % 2 B A8 4K .

[0165]  — Mokl MBI & e 5 — EALRESERL R i L 0 3L (9] fn % T ek 358 422
A/ B Ak 2 A 1 R e [ RN RE % 45 dn e et A e R A A 1 B RE T o SR AR IR A
ARG, BT, 2 6k ) e S ik ae e (2 W49 in 56 1B % FNo . 3,873 ,489.\No . 3,978,
103.No.3,997,581.No.4,002,594.No.5,580,919.No.5,583,245.No.5,663,396.No.5,
684,171.No.5,684,172.No. 5,696, 1975655) Bl SR A MU E L 7~ GIPE R BRI X [3- (=
R FE R REE L) TR ] DU BRAL A

[0166]  mIAs FH ¥ in (49 in T Bh 7 Sk 98 2 B oK R S 1) 1 o 2 A8 56 [ & F1INo . 6, 525,
V18T () A iy 182 B R A o L B3 %) 8 » ] R n 1 Bh R0 f S3 AN ECRHEL RS EH AR T
VIR RNE WL - OK S REFRER) B A OK S HEIRED) Al BECA S AR W3R W fR 25 AR IR
BN AL ) 2 B B AL AR . AR R R R A, 1H AR AR Rt m] BE = A T . A AN
TR DL iR 2 2 2940phr Gl 5 B 2 2 2920phr I & H .

[0167] 3 AT ¥ At 5 AR i 7)o 3% S8 8 e e 55 (9 2am) Jom T voly < B84 258 551) 70 B e 77
(W e AR AT LA ] A7) S 55

[0168] AT i FH A 14 152 4% 18 W B A1 B sl A i A BB VR IR AL BT 120 VR M T TR DA
ANERZ AN BT AR S B B GBS RO BEERIRBY BY) SR, TR MR E120°C 2 130°CH)
BTG, MG TR B2 A @R 163°C =3 CH AT IE R -

[0169] M7 A SR AHERT , 200 5% FH SR MU PR B DL S phas IneeE Joe 20 53 o i B Bt
25 TR ST BRI B B R F AR S BRI Z90 CABUARL L 22 29150 °C ) HERHE FE 1 8
T AEZIR A AR T R BRI IR

[0170]  KPomAZ AL A W0l H FH 200 . 2phr 2 Z5phr i) — Fhal 2 Fh 2 208546 75 G an i st
AP AEE AR R) Bl o X T 3&E LA I — M AT, BB R # 7] S8 W WKirk-
Othmer,Encyclopedia of Chem.Tech.,3d ed., Wiley Interscience,New York,1982),
vol.20,pp.365-468 (Kirk-Othmer, {(fb.2% T2 K 4), F3FR , AL E BR L= A 7], 4147, 1982
5, 552045, 25365-468 1) H AL 43I o BRAL T AR BRI SR S ARG BEIIN o A T i
TR A B A AN 22 B AR 1 IR D TR R A AR NI B R 34T, B inrE 2960 °C 2 2965°C
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IR EATHR Rl T 49105 CEZ5110°C,

[0171] "R B3R PR il P P 7= 451 1k S 451 A 5 S Ak T T SI2 B A i BH I PR 4 S A RIS L
[0172]  sfh)

[0173]  Bfi = HIREGAELT U T 28 RS . = R A SRR e LR 2 S R SR A I
TR E S [ 2 T3 LN SRR S T A PO RS Y B B v W] (Sigma-Aldrich (St.Louis,
Missouri)) , VU (FLIRARZE) BIERN, N- — H SR i) ) 2 o 172 AR M B2 7 & H B HE 6 2 7]
(Albemarle Corp. (Baton Rouge,Louisiana)) , 3 H =7k (AL IRIE) WIER ZE W B &%
W N B B RSB R B R A 7] (Strem Chemicals, Inc. (Newburyport,
Massachusetts)) o

[0174] i FHOCHER T ¥k il 46 T LG4 -

[0175]  1-- T R W R RGO e L 1, 3- A (= BE AR e ) B A, 3- R GRLG- T 2 —
AL A4 3E) Bi: A.Davison et al.,]J.Organomet.Chem.,23(2) ,pp.407-26(1970)
(A.Davison®E N, CHML BRI E), 234, B2, 5407-426 77, 19704F) ) Al
C.A.Bradley et al.,Organo-metallics,23,pp.5332-46 (2004) (BradleyZE N, {E ML &
J& ), 523%: , 555332-5346 11, 20044F) , £L (ITT) = [N, N- X (= H1 L F R e L) e i | -
D.C.Bradley et al.,J.Chem.Soc.,Chem.Commun.,pp.349-50(1972) (D.C.BradleyZ A,
(er e B 2B, 55349-350 08, 19724F) , L KB (- )\ e k) HY AL DU (F ) iR
2h:3EE L FNo. 5,919,983 RosenZEN)

[0176]  F7EBE G fb gt , “Me” SRR 2.

[0177]  sEffilla.1- =S H b L el

[0178]  [AJ & MEAR IR AEATIR R YA F1K1500mL Schlenk B3 HH ¥R n200mL TG /K THF , il 5
NN .64g (14. 1mmo1) Bfi K iZIEA E 5 -78°C , SR )5 FRE 1L Z1590 B3R N9 . 29mLEA 1. 55M
IE T R O AR IR AR NI N A 21043 8

[0179] g B4 % UKW, I Z N BV B FE 2130 8, R 5 — kA5 . 0g
(14.8mmo1) = FRIEEFENE . BERIKIB Z JG, RPN A A 2 EE, A G FHEZ167)N
s

[0180]  EBRIERY), HHHMRAE C be b 3 FH20mL ) 1 FNa, CO, R a7 B A HLZ 78
MgSO, b4, IR AE el 78 # k4 - 8 5 LE IR/ N e ) (£913.3Pa, 0. 148) T & Je4iftik
RPIUL F B8 AR S SLT e, SR 5 53 B H AT 7 P L - =R R b 2L 8T (4. 3g, 2940 % URER) o
[0181]  sEf5f1b. 1 -3 — FA L F e Sk

[0182]  [AJ & MEAR IR S AEATIR R YA F11K1500mL Schlenk B HH ¥R i200mL TG /K THF , il 5
7NIN3.0g (25.8mmol) Bfi K VA MRV HN 2 -78°C , SR 5 AL 29573 B i 16 . 9mLI¥ 1. 55MIE
TR OBV AR AN B R R N L1053

[0183] ¢RI 4% 4% UKW, K Z N BV B FE 230 8, R 5 — kM5 . 0g
(27.2mmo1) R — R GUIE L R VKIS 2 J5 » VRSN BV 2 =00, 2R 5 FiHE 2116
NI o

[0184]  ERRIERY), HHTHFRAE O be b I FH20mL ) 1 FNa, CO, R a7 B A HLZ 78
MgSO, b4, I AE el 78 # Lk 4 - 8 5 LE RN e 7 (£913.3Pa, 0. 146) T & Je4ifbik
RV LB AR R, SR G5 B AT =1 - 5 R 2L B (6. 2g, 2992 % IR
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)

[0185]  Siffi|2a. B 1 - — FIE HT Rk etk Bl AR FL (AR 45 5 1)

[0186]  YEAr I, K¢ ESL{1a (0.627g, 1. 5mmol) H il 4 (K114 & H ¥ 1 5mL O 4 78432 I
1.00g (1.6mmol) Gd (ITT) {N[Si (CH,) ,],}, (FE R 3CH N “Gd [N (TMS) ,1,) f) 15mL L BE L -
1E80°C K %R A B A (U147 M) |, 78 L HATRD , T Ao 7

[0187] RS B &4 B B ARG AE A N RER AR

[0188]  [AISTH #0091 . 34g (L1100 % F1 7™ #8) K A (a2t ft [ 4% , FLEE R T F

O
ok

d
TN(SiMe3)2

[0189] (I1a)

(Me3Si)N
[0190]  S{FI2b. & 47 1 - 353k — B L b e S el L AR (0 28 )
[0191]  fEAr &, M AESLHI b il % 4k 54 (1.22¢,4.6mmol) AM1.50g (2.35mmol) Gd [N
(TMS) 1, 30mL L BE i3 218 N2, 22mL 1,1, 3,30 A 3 — Rk %Ue (1.25g,12.5mmol)
PRI /B 3 ETE .
[0192]  7E80°C N IR AW FE I (LI L/ ARG FEAT T K% 0% 35 (0 IR T e 75 Bl be
L AE RS BERIE N, A 21 . 92¢ (Z1100 %6 H 7 32) 3 s i -

Me,

Si\E)

Ed—N(SiHMez)z (IIb)

Q$>

(01941 S2fil2c: B 1 - 40T 3 — PP 5 PP el S el B OAA IR 28 2400

[0195]  fEAr T, A 1- AT 2k I SE ARk kE 2L B (1. 416g,6. Immo1) A12.00g (3. Immo1) Gd [N
(TMS) 1, 30mL e 218 N2 22mL 1,1,3, 3P0 A 3 — Rk U (1.67g,12.5mmol)
PR b B e -

[0196]  7E80°C MHHZIE G WIAE I (L14/N) ARG FEAr T A% A8 LR R B 2 B
o FE RS TR R BRI B 22 30g (£993 %6 17 3%) L1t -

=

=

[0197] Gd——N(SiHMe), (IIc)

[0193]

~Si

[0198]  sffj2d: B 1, 3- X GRCT 2 — F B I fk e k) B SR AA Y 4% 54
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[0199]  EE & SEH2cH SN, ANF )& 2. 116g (6. 1mmol) 1,3- 3 GRU T & — H 3L PR T e
3) BIARER 1 - BT JE — L I ke B

[0200]  7E80°C FHZIR SWPi I (Z112/88)) SR G IEAT T 1% v B (o VA TR 7 3| Joe
AR A TN RBRVE A, [FISAS H3. 00g (£1100 % (17~ 2) 35 €7 «

>
[0201] %sz Gd—N(SiHMe;), (I1d)
~Si

[0202]  S2f5l2e: & 751, 3- XU (= FP L R R o 32k B L FC A 1 4% &)
[0203]  #EF sel2dff it B2, A& F1.600g (6. Tmmol) 1,3- X (= H At B ff kv 322) gfift
B1,3- 0 GRUT 2 — I B R e 28) i R I P-4 N2 . 46g (£199 % 1 77 3) 35 (871 «

\
Si“

~d
P

[0204] s/ Gd—N(SiHMe,), (ITe)
=S

~Si

|
[0205]  sEff2f-2h: HAhZE &)
[0206] A5 LR ABLL AU T, 386 & T N5 HAh % &9 -

Me. Me
<=
\

Gd

~

(I1f)

Me
(Me3Si)N N(SiMes),

p
L

\
[0207] A —n(siMes), (Ilg)

(Me3SipN

Jaee

NdH
N(SiMe
(Me3Si)2N/ ( 3)

(ITh).
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[0208] i 5L fl2a- 2hi & Wb —F RIS HT T @M Em 20— RGN
[ EAL )

[0209] N T A Bh FLL AR AL 2 28 S I AR R 4 2 R A1 I AR DL e 2
AN Al AR B R R AE 5 SRTT X AN RGN N A PR PR o AR R 3 — Pl $2 aik th 2 4, 498
AT AS R 207 LA A1 ) A7 B AN M A A (91 i - Jd ) FIRR T & LA 2 0 o ik o] el AR
REEHN A4

[0210]  =f5]3-7 A FH &5 2 (1) 264 Wi (i 4 75 i 58 4

[0211]  Bg 7 O A4, N AT T RN R EER T

[0212]  Ja] SN, R B SLANE AN 25 38 I N TG /K ¥ 7] (1. 80kg H 2R Bl 1. 7TTkg Wb, 2 WL
KD MAFETE S WERD P4t TR, 3-T 4, AR 5 F 265 SN 83 K 220 . 2MPa. i 3
LB FERS W KB INIRES0°C , HAH SN 3% N BT 2R

[0213]  7E-P4ir ik R , K 42 1IN, I (9 200mL LB AR Ar B A8 P o A2 R A
50mLIC /KA, AR JE IIAAIF & (B W R 3R 1) BIDIBAHI 1. 02 0. 05ME VAW NI T (a) 4%
G, G A (Z KD B T2 5 %

[0214] (1) 7EFF 2K AR A BT AN IR S 1 B RN N- — R R DU (L3 ) - IR
(DEATPEPB) , &,

[0215]  (2) fEC b FAEIEFIRIAE OL R, ARV 2 X (1 )\edE) B 388 DU (L9 oK) ARG 21
[0 . 0326M¥F L e 78 WK

[0216] W ZIREWEEHIFENFERPEH.

[0217] Rz /NI N BEPEN RS2, HHAS TR OIRIE R R NS, %R 1A
1.72MPa. Ff i IR M A B SR B (BT ERD .

[0218] I ANE RIS A] (2 W F 3R 1) 5 W PR G R R 2] & A2,6- —8UT
Be-4- AR — A2 - T BEH .

[0219]  7E120°C R XF RN 1) R A Wi AT e 51158

[0220]  BR-AWDIE HE T A DU H AR M B B S AR T 2 b AR AN P ONMR Y B K 4
THEEE IR H 4, 4+ A5 B U =R GPCI e .

(02211 SR1:A45FE BAE SR, X (Ta) KEEY
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3 4 5 6 7
%54 49%, mmol 0.045 0.045 0.045 0.138 0.138
AN B 4L 9%, mmol 0.0473 | 0.0473 | 0.0473 0.145 0.145
DIBAH #5%, mmol 3.6 3.6 1.8 6.1 3.0

AT ZALET 1) (4% ) 20 20 15 0 0
) TR i TR ThT Tk
1,3-BD #4&(g), R A% 200 200 200 230 230
BABE(C) 80 120 100 100 100
[0222] RAE (54F) 120 50 180 122 180
RoMesE, g 295 221 148 236 288
THAE . mol % 473 44.5 55.9 53.7 67.2
T4, mol % 52.7 55.5 44.1 46.3 32.8
J'l?ﬂ:‘»\“-l,4 BD# %, % 57.8 51.2 o 18 - 1.

BX-1,4ABD#¥, % 38.1 44.3

1,2-Z4 A BD#T, % 4.1 4.5 7.9 53 8.4

S e BDEY, % 32 29 60 48 79

M, (kg/mol) 43.3 49.5 101.8 53.1 73.9
M/M,, 73 4.7 58 | 126 10.2
%—Twn (C) 52.4 47.9 -16.8 18.3 15.5
[0223] #F —Tm (C) n/a n/a 16.1 46.2 45.3
£ =T.(C) nfa | wnha 46.7 n/a n/a

[0224]  “SRME R 7 544, RAPFTFIME N EA L, 4A- RO s A It E .

[0225]  {EZ)150°C 229200 °C { i FEJu A , A DS CI X S 451 3 ) 643 (6. 05mg) B4,
MRS RAEE L 7R A8 SRR R B B R B i B (B, A 58 A8 BT A ) , 45 ri
FEMZL (T~50°C) AL B TR A T M1 A ST, 15 s () 812 4
ROPEETT R HAXSFR . (B BEEA B0 T @B B AT ~-15°C, M3
N (ERIEEA FIR) ZIFEETT B AT ~120°C ARSI , R TS5 T 75 5 22
fRNIE S — 5 CE10°CYER N )

[0226] i SEA3 A H AR EB 40 B A Wi T AR U & 2 e A - 28 S2NMR Y6 15, 4 FH 1) 1
NP

[0227] 2 .NMRYGIEAN X B

lH le

iR E(C) 120 120

KEF (F) 4.0 2.0

[0228] 1% (kHz) 300.06 75.46
1R F% (Hz) 1796.60 7907.60
1244 5%, /% (Hz) 4803.07 18115.94

Bl R 24.0 30.0

[0229]  'H NMREIZER 2 bR A5, T 1. 95ppm % 1. 9Tppm Ak 2 A B i [R] g i 3%
AN PITE 73 BT AR BET, BIJFARET ) B ™% A R B Uik B — 0 T A2 JE £ 2 M i
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T BT e

[0230]  °C NMRig P 7E &I 3 7 o 3543 0 T 2932, 1ppmZE 2932 .. 2ppmfI A4 2 A7 F% o ) fry i
FORAFAERTR B V& BT e AR A 1 43 B 0 T 850

[0231]  (ff FH I eNMR i ] A AR X T T 0 % 15 1 i A 0eg (1) AR T AR 2 R T 35 0 6 3
(R R AR 23 T A SR T SR TR B T B o)

[0232]  sf8-15: 4 &30 (I1b) - (ITe) 5 EWIMIMENANIMILRAIEH

[0233] [ T N CHTEH R4, B AR FE R S 3- T I AR

[0234] {1 R Ot SE1 O A T : AL RN S0 NN 25g 1,3- T =/, A )5
JI NDIBAHYA 4

[0235]  sf5| 1370150 8- 1E R F5. 78mL 1.05M¥IDIBAHC, k%A , I B A% FH4 . 45mL
0. 0326MA) A (- )\ e dk) H 3% DU (FLgm ) BINE £h 1 B4 O e 35 VR T AEDEATPFPBIR A o

[0236]  ZRAFFNEE GV LSS5 7E T R3

[0237]  K3: kiSRS

8 | 9 10 | 11 | 12 | 13 ] 14 | 15
%bth (Ib) | (Ib) | (Ilb) | (lc) | (1Id) | (Ild) = (Ile) | (Ile)
%4469 %, mmol 0.045 | 0.045  0.045  0.045  0.045 | 0.045 0.138 | 0.138
PIER 69 F, mmol 0.0473 0.0473 0.04730.0473 0.0473/0.0473 n/a | n/a
DIBAH ¢9%, mmol 36 36 36 | 36 | 36 | 61 39 | 6.1
HACH AR (504F) 20 0 20 | 60 20 20 | 0 | 20 | 0
) iR IR IREIRE IR ARE IR
1,3-BD 85 %(g), RAEH 200 | 200 | 200 | 200 200 | 230 @ 216 | 230
RABAE(C) 80 8 | 8 | 8 | 80 | 80 80 | 80
RAutin (a4F) 120 180 | 180 | 120 120 | 120 @ 120 | 120
[0238] [REHNE, ¢ 100 = 282 | 291 | 240 | 220 | 245 | 232 | 235
TH4EER, mol % 39.5 | 47.5 | 539 | 279 | 212 | 26.5 | 23.5 | 175
T=54%, mol % 60.5 525 | 461 | 72.1 | 788 | 735  76.5 | 825

AX-1,4BD4F, % | 487 589 | 46.1
AXN-14BD4#%, % | 439 | 358 | 48.1 | ‘
12-ZHA BD4Y, %| 74 | 53 | 58 | 1.8 | 29 | 36 | 22 | 29

98.2°  97.1* | 96.4° | 97.8° | 97.1°

S Be BDEYT, % 42 34 46 <1 <1 <1 <1 5
M, (kg/mol) 644 | 812 | 616 | 762 | 595 | 349 615 | 39.6
M.,./M, 135 | 112 | 126 | 102 | 73 | 106 83 | 13.0
%—Tm (C) -12.6 | -152 | -152 | -11.5 | -13.2 | -14.0 | -10.9 | -12.7
B=T. (15 16.8 | 40.7 | 17.6 | 121.4 | 124.4 | 117.4 | 124.4 | 114.8
FE2T (1) 438 ' nfa | 428 | na n/a | na  n/a | na

[0239]  PORNSE R 2y Sk, b AR RN BAT 1, 4- oW S5 IR BE T K A O

[0240]  7EZ150°C 2229200 C Hila EETE I A, F FHDSCHll R S 518 - 10 #4735 &« 24N
RN R T REAEAE 2 MR BY, HorP T~ - 15 C A I R B R B oA T M85, T~40°C -
45°CAbIER AL B S A T e M IR BE T X R S R — 10 BT e
I (S W3 3) W] 3R B 1Z 5 TH 1) 2 03 B TE R A A 1) (SR AR ) B

[0241]  S2416-20: fd FH-& 30 (T1F) 28-S MR AL SL R 1

[0242] B 845 S2p13-THI 2

25



N 110283280 B W OB P 94/26 T

[0243] SR AFFIR G AP s A 4E F R4
[0244] 4 fEUFIE B ME S YL, X A0 REEY

[0245] 16 17 18 19 20
AW E ,mmol 0.138 0.138 0.138 0.045 0.060
TR 25 ) & s mmo 0.145 ]0.145 [0.145 |0.0473  |0.063
DIBAHF) & ,mmol 6.1 6.1 3.0 3.6 3.0
AL 8] (8D |0 0 0 15 15
% 7] [y (Y [y GEP/S FH R
1,3-BDIIE (g) , R Mgy |230 230 230 200 200
REWAE(C) 100 100 100 85 85
REWE (8 120 180 244 180 240
REVNE,g 196 392 215 126 288
L IFEETT ,mol % 61.3 65.8 63.7 56.8 51.7
T T EBETT ;mol % 30.7 34.2 36.3 43.2 48.3
1,4BDBETT, % 93.7 93.9 93.5 91.1 94.3
1,2- 2 )%FEBDEETT , % [6.3 6.1 6.5 8.9 5.7
Iy BHIBDEE T, % 80 85 83 70 86
M (kg/mol) 43.9 47.6 72.8 63.7 82.3
M /M 6.4 8.5 7.9 4.0 4.0
T (C) 15.3 17.0 17.4 -15.0 -15.2
T (C) 47.9 50.0 51.2 31.2 32.0
F=T (C) n/a n/a n/a 97.7 44 .5

[0246] E;Mﬂ L9 R A, TET~100 C OIS S A TER WA AFAE LI 51 R B

[0247]  7E£)150°C & £5200°C FR FEE FE P, R FHDSCIM R S5 1614 3 . 83mg 5 & R i » 45
FAEE AR A FE S AR AR R B R A& R B, IF H2E I AR 2R (T~45°C -50
C) b E B TR SA T G A e .

[0248] Mg s 16/ FL AR ER 40 AW T AR IS £ e H FF 48 H & 2 NMRG 1, 45 F 1 %
BUWTHIR:

[0249] &5 NMRIGIEAX 4% B

lH le

F iR E(C) 120 120

KERFE] (#)) 2.0 2.0

[0250] $1 % (kHz) 300.06 75.46
&R #% (Hz) 1796.60 7907.02
1244 5%, /% (Hz) 4803.07 18115.94

Bl R 22.0 30.0

[0251]  'H NMRFI'’C NMRi% [ 43 5 76 [ 5 A 65 7w H o 44, KB T- 5 iR B2 F0 & 3 4H
] {4k S RS A R B KU 2R BH 43 B A T I B 1 AP AR =
[0252]  s2H|21-22: 4% FH &30 (T1g) 8- /AL 7 it He B 16 FY
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25/26 Bl

[0253]
[0254]
[0255]

[0256]

[0257]

[0258]
[0259]
[0260]
[0261]
[0262]
[0263]

AR FH G SIS T AL .
FAF IS YINE US54 R6 -
R6 MG SR EWIE I, 3 (1g) REEY)

21 22
A4, mmol 0.045 0.138
HRER 3 692, mmol 0.0473 | 0.145
DIBAH 45%, mmol 3.6 6.1

AR AT 8] (44T ) 20 0
2 TR Tt
1,3-BD 492 (g), R % 200 230
BAERE(CT) 80 100
RAuria (44F) 60 120
ReMmiE, ¢ 256 367
LHEET, mol % 49.2 63.3
T 4%, mol % 50.8 36.7
1,ABD4Y, % 95.0 94.4
XA, % X 12.1
BAMA, % X 82.2
12-ZH A BD#T, % 5.0 5.6

> EE BDAT, % 37 75

M, (kg/mol) 32.1 459
M,./M,, 16.3 7.8
% —Tm (C) -16.2 12.5
% =Tmn (C) 19.4 47.0
% =Tm (C) 43.8 107.0
F9Ty (C) 107.6 n/a

FERXPIFPER SR, FET> 100 °C AL FE R A7 7E R M AFAE SR BETT R R B

15123 -25 A8 A B =X (TTh) 2% -5 W1 e A 1 2L S84

FHREEA EERSH3-THE AR
FAF RS VIV BB S5 A N R T
RTAEWGE SR EWIE R, 30 (A Th) SRE 5

23 24 25
AW E ,mmol 0.045 0.138 0.138
TR E2 10 &, mmo 1 0.0473 0.210 0.145
DIBAHHY & ,mmol 3.6 6.1 6.1
AT AL 8] (9 %h) 20 0 0
%77 FHR (Y [ S
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1,3-BDHI & () , R Via% 200 230 230
REIRE (C) 100 100 100
RAWE (8 135 240 330
BAEVINE, g 95 164 244
CIFEEETT ;mol % 39.5 47.5 51.0
T IEEET mol % 60.5 52.5 49.0
1,4BD&EST, % 94.3 94.2 94.3
1,2- ZJ%FEBDEE TS , % 5.7 5.8 5.7
Iy B HIBDAE Y , % 59 82 86
M (kg/mol) 99.2 43.0 48.0
M /M 3.7 8.7 9.2
T, (C) 32.3 31.3 50.2
FT (0) 47.3 43.7 n/a
=T (0) n/a 100.4 n/a

[0264]  #££)150°C 22 £9200°C iz FE G BBl A, F) FHDSCIMR S 451124 ()4 . 08mg 58 & WU FE il » 25
RER TR AETA40°C -60°C A A7 AEMIX 5532 A SRR LS A T BB R 2 4
BET, Forr —FhEE T 0] B8 B BTG HE ) HL AT BEAS XS AR

[0265] S5 24 1 HL AR R4 IR -G W0 T AR Y & & ot vh FF 48 H 2 52 NMROYG 1%, 458 FH 16 4
R NIV

[0266]  £&8:NMROG:HEAY % &

lH 13C
#owi B (C) 120 120
REaFm () 2.0 2.0
[0267] | 31 (kHz) 300.06 75.46
&R A% (Hz) 1796.60 7907.44
4244 5% /% (Hz) 4803.07 18115.94
T H 28.0 30.0

[0268]  'H NMRAI'°C NMR% ] 43 3 76 EIS RIEI 9 U th 45, KB F5 ik B 2RI 34
(7 AR A ZA LA AR IR BRI R I 7 B R T A BE KT il e o
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