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B, 2 TR T HEE, R OB S ARIE B AN RST(0R) -, BIEESEREAL S
W, 4 R A C=Cy IBEEE, BERE T 5, Ry 2 A 1-4 MKIR FHIBEEE, n 5 0 <n <3
(RIEEEL, o) an 2 3k = A E e (PTMS) , 2R3k = Z 5 E R (PTES) , — gk — A A bt
(DPDMS) , D1 40 — LA b ot , — A0 — A e ot o

[0150] A% BHARAE I AR AL IR R IR SR A B AR (AL R4 7 AR S Bh ik
F P RIER I EE SR EE A 12 1-1: 2000, A% 1:10-1:500 3 Fh2E B 744 55 [ A Ak 57 40 43 1 EL 4%
Si/Ti JE/REEA 1—100, JLik 1—50. W] LRI A RIEBSMHEREG T2, B A
FE 4 20-100°C, fiLik 40-90°C..

[0151] A W4 (L 1 [ A A0 50 FH T T 0 25 W LA AR van RO 12, 49 4 >R FH N= () UK
- 2 (R TR LIS ) AR P 4 W R IR, 7R AN FH NS B AR S DL T
AT N4 58 A, JLUG RN 31371 AW / ve (T1) /MBS T (BOC, 1 /B, IR A )
T HLAEFH T 0 17 A I, ZEA 000 S B R 288 v A an SR A N- ARG 2R3 - — (=R
FRTETR IEIE ) A A P9 25 W AR IR (AR, 286 N FH 2R3k = AU SR R A R A1 25 v 7
A 13 BN B R T M SRR R 98 % o FH Tz A8 A 0 LA AR ey (0 2 » BRI A L) 2% R 2R S
rP AR ) A A 50 R B B KO BRAIG, A 2R A7 il ) 5 TP e BE 4T

BRLHEA R

[0152] "IN YDA b A9 4 0 B AR R B (B R B FEAS R T Ik

[0153]  SEzf T sl 4 A AL FI R B VR 948 B Schlenk (XS 45 M4l 58U/ d N kAT » HAK ST
BT .

[0154] St 1

[0155]  250mL = AR 45mL Je/K el 15 507K MgCly,, 144mL Jo/K 1E T B, 7%
HOPt IR R MENRE (10°CLA ), 35 L EE I 45 1) MgCl,— 1E T By
HBOMENSAA 100mL A 85I 0. 32 50 L AU EE — MR AR 500mL — U, LL 1000 ¥ / 7311
B 30 2r8P, 13 R — M M P I B HITE 35 C AL, H 40 2 BMEIE R N
26mL5M 1] SiCl,~ CUGEH v, A 50°C, fREF 1 /NET. YAH1, DUFE, s EEA M. FHS
FL2) 100mL oK CRest =i, #1115 6. 3 AL B S E k.
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[0156] ] 250mL [ = OB NN 1. 3 ba [l AARE-S )84 M e /K Bt 30mL, F#F A 0. 65mL
() = AR, BHZIR A INIE 50°C, Y3 1 /M. 1k, FHPeke vk, K i 1e (B 6 [l A4 1e
90°C R N4 v 74K = PR PRET (3. Smmol) — PEEEVAETR (0. 3M) AT 2 /i, ik, FH B
Fe g, —30°C RN 20mL 1M ) TiCl,~1, 2— 4 Z By, 16 hn5e J5 {54 20min, FHE &
80°C, JFORFFIZILAL 1h, Y& FJZVE NN 20mLIM ¥ TiCl,-1, 2— 5 SHEHs i, 4
SE SR RFRZIEEE Lh, YES%, T4, i 15 0. 43 soEAMALT. KSR 2.28%.

[0157] M1 250mL = [ WA U078 20 B 40 i, 7 FH PO UMk 78 0 B 48, (1A &R
(¥ RS T 1. 1013 X 10°Pa, A 100mL BEKE, IHFE] 50°C 2247, BN —E &1 AlEt,, 18
SETLEE N IMAMEALT], CREFIZIEAE Lh J5, I\ 100mL 218 SRR (#h1R 5% ) Z41b RV,
FEYH T K OGS B2 T, BRI 6. 27 5. EAFITEME N 14929 R AW
/v (Ti) /NEE T, R PERe iR ZR A4 6 /NI 1K 7 VA 2 S, Sl S5 LRl 92% o
[0158]  Sijifs] 2

[0159]  J7VA[RISETtif) 1, AR 2 Ak 45 L 1R SK A N- AR 0t - — (=9 R PR I )
Tz, 1530 0. 65 53 [E AL, B2l 3. 86 % o MEALFIMITE I Jy 5518 B4 / 72 (T1)
AN EE R 93% .

[o160]  SCjEfH] 3

[o161]  J5iE[RISEERE] 1, ANFZ Ab s h AR I N- 2838 - = (= e e s ) Wi,
1331 0. 49 solE AT, B E 3.95%  MAAFIREME R 11797 5REY / 50 (Ti) /b
i SE R 90% 6

[o162]  SZJEfH) 4

[0163]  J7VE[AISEHtM) 1, AN[FZ Ak 25 AR N=(2,6— N AEZR0E ) - — (=T
SEMEPRRIEIE ) WM, 1921 0. 43 SRl ARMEALTR, SR 80 3. 94%  HEALFIIE TR 14645 5
FEW /58 (Ti) /B SR 91%

[o164]  SCjtifs] 5

[0165] 7[R Silids] 1, AN[R] 2 Ak [l 2 5 f 7 (AR F N- TR U SE - = (=0 R PR 2 )
T, 1231 0. 51g BARMEALT, SR Gl 3. 72% . JEALFIIE TR 31371g B4 / 75 (T1)
ANBE T ZE R 90% .

[o166]  SCJifs] 6

[0167] 5[ Silifs] 2, AR ATE T TR A IR 3 = L8 SR A4 1R,
ALTIRE A 2462 A / 5w (T1) /NI S5HLE 98%

[o168]  SCjifs] 7

[0169]  Jy [ Silifs] 3, AR ATE T TR A I IR 3 = L5 b R A4 18
AT RIS TE A 11494 w84 / vi (T1) /PN 28 80RF 92% .

[o170]  SCjEfH) 8

[0171] L[ SEilits] 4, AR 2 ARTE T TR G I IR I = Z 8 b R A4 1,
ARSI 3858 s &) / 5 (T1) /BB T S5 97 %,

[0172]  SEjtEfe) 9

[0173] M4 ERTE MgCl, 2. 85C,H,0H ik 2. 0 30 548 I A\ B4 56mL TiCl,, I Flve 22—
25°C (1 [ R, B 5 FHEZ 80°C, NN 2mmol P24 HL T4k N- [i)&l 60 - — ( =4 Pl

12



CN 101323650 B WO B 10/10 Tt

WEdE ) I i, AR R IR B 30 43k, FHELE 130°C Y 2 /Mo iy, BN 30mL TiCl, T
130°C Y. 2 /MBS L IE CUBEdeisk 6 20, B8 T, A3 AR 1. 1g, Bk & &R 2. 93%.

[0174] M1 250mL = 11 A 078 70 B i » 175 T A UMk 78 o LA, (AR &R
(¥ A8 BT 1. 1013 X 10°Pa, I 100mL JEE, IHAE] 50°C A4, BRI — & & (1) A1Et,, il
NG LR ZR IR = SR TR, T E L T IMAEAGSR, CRFZIELRE 1h 5, S 100mL 25
M CRERW (BhIR 5% ) &b RN BEVM K CREG, AT, 13RI RN 2. Tg.
AL A 6143 e A4 / 50 (T1) /BB 25 HUE R 97% .

[0175]  SEjEfs)] 10

[0176]  J5iE[RISEHEW] 9, AN A2 ALTE T 25 LR F N- TR G4 - — (S T ER LSS ) I
F A tmmo 1, S ERTEAEALT] 1. 0 58, BKE =4 3. 29%, WG PEA 10000 5o R E54) / 5 (Ti)
NI SRR R 94% .

[0177]  sEjfsl 11

[0178]  JvLRISEHEf] 9, ANFZARLE TN P45 HL 1R N- TRV EURSE - = (=% PR IR L
) WREIESY 0. 5mmol, fSERIEAEAT 1. 1 50, BRE RN 2. 98%, iGN 7114 5REY) /
5o, (Ti) /M ZE RN 93% oo

[0179]  SEjfs] 12

[0180]  J5yAIRISEiEfs] 9, AR ZALET I P45 HL 11k N- TRV EURSE - = (=5 PR RR Ik
) WHZREA 1. 5mmol, fFEKIEAEALT 1. 2 38, SRS &N 2. 57%, G R 5019 SR G /
5o (Ti) /B S5 RN 96 % o

[o181]  LbAsLifsl 1

[0182] 5y [AISEHEM) 1, AR 2 A AE T I P9 25 TR A0 2K — R —=E 1 2. 4mL, SUALEE
REG R 2g, 13 BN B AT 1.4 38 HEAFIRTENEY 301 5wREY / w (AR /b
I SRR 72% .

[0183]  LLiesijffsl 2

[0184]  Jj A [F] L Sl de) 9, AN A 2 ALTE T I N 45 FL 7R 402K — G — T 5 0. 54mL,
AL A 58 s AW / 50 (AT /i) T, SR R 98 %
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