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5. R AR ZL R AFTIR VA L, BTl (1) 78 R R T A5 EL R VIR MR Y K B bar B
M7

6 . FR PR AU Z R 5 FT IR R AR, Fedil 8 ik an R

YRR 1 1) 5 75925« ¥k KRR G e R AL A BSOAR AT, B R IR 300 °C - 380
‘C, J /15MPa-10MPa, #5 K [A]30min-60min, BT B K F0.5-10 mm, 2R 5 K45 211
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m R, EE B, BN A K, (R ¥R J15-20MPa, i E35°C-80°C, 1-5hjE i@t it &
K 28 P e BT B A e, B SRS A o S RO SO e e Y I B 9 150°C -250°C
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[0013] e _@@@ I \—/ . O ~0 O O o
? /O /O O 0 O

(00141 = (D) *m,n,p NREHE, W NEE,10< (mtp) <100,5<m<<60,5<p<<60,10<n
<100,

[0015]  ={ (ID) Hm ,n’ ,p »qd NREE,BIANEEE,10< @ +p +q ) <100,5<m’ <60,5
<p <60,5<q <60,10<n’ <100;

[0016] 2. AR BHIEFEME HIR R G W dl& 7%, RPN - 5 20 W0y Ak 4, 4- —
BT R A R/ B4 4 - o IR BRERAAR | 22 0 M AR I R ARG R L A KRR RO S B2
&, VR EE130°C-180°C, FE AR IIEOL T, (I3 7K 1 - 3h, S8 5 HE H 7K 57 S = AR 1)
K, FHEFHR A 180°C -230°C ) L2 -5h, A e Ji ¥ 38 i 1) SO SR &4, B IR 3 130°C -160°C
IINABEAR T 7K A, B L - 3h, BR 25507 7K 51, FETHIR 22 180°C -230°C )R MW 1-4h, 45 S M
JAN,N- ZH 3 2, Wk iz (DMAC) #0R% , B J5 7E £ B - K PR G I R U0uE , # e, JF 2585 1K
B PES -6, BERA0min-90min, T/#15 2) H br X W SR K.

[0017] P BRARMLIE ) & B B S fla- v R —Ppal ZFhLL 1.
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a
[0019] Fﬁ:‘iaﬁ4,4—::z*ﬁ@lﬁﬁ%,4-:ﬁ:3‘1§@@ﬁ4,4—:§pzﬁﬂﬂqﬂEl@ Fhel =
[0020]  PFiR(r)4,4- —pd —RBAN4, 4- 5 R INER4, 4- R IR I — FhEl =R
[0021] XMy 54,4~ —pq —oRERELA, 4- 2RI B & L1~ 70:100-99: 100
[0022]  Z ey 5 XUy A P o 1 & L 451 91 - 100-20: 1005
[0023]  ¥AFINIR T AR (TMS) « - H JEE AR (DMSO) N~ FF JERE s 5 Bl (NMP) o g — il —
PLE, EF R AR SR R 2 2-84F;
[0024] 3 7K R0 F R H SR AR i — Fhale — b, 5 7K R o R ) iR 25 %6 - 70 %
[0025]  fREAL I BRI B Bk R DR IR £5 H (1) — Pl P A DA _E2H 4, AR P o i) 2 A
4,4~ R (AR 1. 15-1. 5%
[0026]  DMAcI¥) B N A & BEL B~ &0, 5- 84
[0027] £ W -/KIRE Y LBERK R AAEFREE 7990:10-40:60;
[0028]  ABHAAA 45— &My FR Ak , Iy — i A2 X AR B AR, DL 2 IR 5 1 -7 () —F

B AL b (EAN R T A 17
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o o o NC o}
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[0030]  ABHAL{A 5 2 Julh B ) BEJR EE 7920:1-100: 15
[0031] 22 JuMy B4 AT LA = Jciy DY Sy - Foel /N Jol b i — Rl — AL b, fiak i
e L ta- g K —FPE AL B EAR T 4iia-g:

G ;zn
ol Begae

a b

OH

5 Lo O o

HO ‘ O OH
[0033] 3. EAHX (1) dzﬁ(n) BRI RS DI IR AR BT B AR AR T A A i
TRBOM IR ER R DA SR b, Il & 7701

[0034] Y IRARAA I 1] £ J5 325 « 9 B AR S A W AE #0538, B 300 °C -
380°C , J& J75MPa- 10MPa , 145 & I} [A] 30min-60min , BT /3R A4 JE 0 . 5- 10mm, 2R 5 1445 21 (K B
ME T mEET, BE 24, AN AW, Pr¥F & /15-20MPa, 7 £200°C -350°C, 1-5h /5,
T o R S8 N R P R B R T T SR B AR A J A =, B 2 H AR AR
W o YR BRHL AR 1) 86 5105 0 ACIR S A 3 5 BB T 5 HE LN R R ST S STk R] , LR
0.5-3mm, 8 5K A3 B bR B TR RS, BB 80, I8N S Am, FENUMRIE R 251
{545 £ /75-20MPa , 5 E200°C -300°C , 0. 5-2h & , il i it 75 1K 58 9 s 7 bRk 4 259 T, 9
PREFRLED M 1058 1, USCER I8 200, 49 31 B PRI iR BRoRL

[0035] i b A4 1 1l £ 5 ¥ - B AR SR A W AE # RAL_EBE F je A A, A5 3L B 300 °C -
380°C, J% J15MPa- 10MPa, ffﬁ}iﬁﬂ‘momin—(ﬁomin,)#MEEO.1—0.5mm,ﬁz§)54%?%£um)#ﬁ§
Fr s, BEei, BN E ALK, fRFF K 715-20MPa, i1 £ 35°C -80°C , 1 -5h 5 i@ it it &
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1)K 28 P s g PR b 2 T, B SRS M SR AR RO v iR s B B s R A B (150
‘C-250°C) H &I, 10-120s J5 B H A HTRIAS 21 B bRyE & 41

[0036]  ACHAiERE ™ A A il RCR ELHE « A% R WO SCRE SR I KR (BR) 1) 43 1 4510 5 6 ik
T 2T 1ot B e A B R E I S AR A, R FHABRAR AT Y B I m o T =
fR U T A FRAE A A SRS I TR (R0 Hh A B ) 75, 5o T o 46 e B AL RE AN LA
PERE 1) SCHE SR J7 TR (X)) B A SEfR s X, b —20, HUIL SR S ke il £ B oA KL, 7548 )
WM N B E LR IR

F3 15 RF

[0037] P& 1 Mg B ST it 48] 1 ]
[0038] |2 A BH S it A5 1 ]
[0039] &I 3 A BH S it A5 1 ]
[0040]  PE|4A kB S5 1 i) %

FAF BN R GRS
AT B AL IRARR B FLSEMBE A
AR IRERAL

1S 2URHUR P 44 (1 SEMIE

BRI

[0041]  sEjiifsl1

[0042]  [a] = VR I N BL (100mmo1) <4 ,4- % 2587 (127mmol) <1,1,1-= (4- 33
SKFE) 2%t (8mmol) \K,CO, (125mmo1) VTMS (130m1) FH 2K (50ml) , B MRS 414 F 4% Eik IR
EPINFAE] 150 CHLWhER K, fEIR 2h, B 25 FOR R AR I OK, 4k 2 i 21220 °C Je B 2h, B i
F150°C, AN (4-8A) - (4-F2 5 -3 FE) HEH (150mmo1) A1H 2K (50m1) S % 2h, Fi 2 H
2, B TR 31220°C [N 2h, 45 S, IN250m] DMACH: B , 78 2.1 - 7K (50: 50) Y& SV
VUUE , YU A I IE i, I A B TR R 2 B W& 5K, TR 60min, B 25 ToHL 3L Ak B
VT, T, RIS B B A S (TTT) 25 M1 7K Sk 45 14 58 D5 Tk o (10<m+p<15,5<m<10,5<p<
10,20<n<30,10<y<20)

14
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[0043]

I11
[0044] K n B MR 4 19 B3R M AR S E R ML B AT B R, IR 350°C , & 15MPa,
30min /55 1B nE, RRi EERE 2250°C LA R Ja , itk FEHCHE A A, 75 215 B Amm P BROM
[0045] SR A iR AHE AR L2, @it d ik & a5 200 . 3mm 5 A4
[0046] Rl & IBRM CE T 38, % 284k, His R CO, e 3 e 2- 31k, H I =2 HFRR
Jis N B S ARG 3 R R G ) e R S TN CO, A, FE IMELE R /19 10MPa , T 32 i
F280°C , JRIGL PR 2 . 5h, 4R J e ik 3 i 1R 4 s 77 VT B 220 1, [ P s 28> 1 OMPa, HE4T 138
RE YRR 78 #0250, TS BE IR, VR 35 2 0. 081g/cm”, JE4 8 41 . 07MPa.,
BAAR A ME T E RS, S5k, N AR, 35 E J18MPa, i7 JE50°C , 3hym il it
T P 1R R 5 A R 7 PO I 220 T, HCH B i S RO SO el s (180°C) H A i,
60s i B ¥ A1 RIAS 21 B AR A o KA IR G (1 _E IR A i dd e BB A 5 L s R T
BIEIRIRL, EAR0. Tmm, 28 J5 K 43 B RO E T 3 R 28, B R, I8N AR, TEAL
IR AR T R4 & /1 10MPa, i% JE230°C , Lh/5 , 30 it Fe i 258 P s bk b 2% s, 18
TRERALRI A 1055, ¥4 20 9F ISR 15 21 H PRI ERA o
[0047]  XfEL A1
[0048] ) = 13 H Hn A TRSER (100mmol) 4 ,4- 9 2K (117mmol) < 1,1,1- = (4- ¥t
SKFE) 2%t (8mmol) \K,CO, (115mmo1) VTMS (130m1) FF 2K (50ml) , B LIRS 415 T, 4% EikiR
G INEEN 150 C I FRK , THIR 2h, BR 2 H 28 = AR ) K, 4R R N 211220 °C [ i 4h, B
BIA250m] DMACHR B , £ L BE /K JTUE , UTIE VAT I8 i, HEH 5 TR R B b & b
5K, BRI 60min, B 25 Jo ML 3L AIAER BRI 770 BT, BP 7S 212G 5 (IV) 500 & KSRk 45 1 5%
75 BB .
[0049] szt fol1 IR 2 AL FE T A NN - -4 - Fe s — R BT I 88, S 800 T

15
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BRI, SR FAAE IR 90 T 245 20353 M0 . 080g /e’ R UK , IR 4538 % HA50. 080MPa.

[0050]

(IV)

[0051]  SiZjstif|2

[0052]  |a] = B A I Ny K (100mmo1) 4,4 - 5 2K (125mmo1) . [A] 7 =y
(8mmol) \K,CO, (125mmo1) JTMS (130m1) < F 2 (50m1) , GTARI 5 AF F  H5_EIR IR S Tk E]
150°C B /K, fEE2h, B & H R, gk 82 A 21220°C I Bi2h, FFR 21150°C, fIA4-5-4 -
¥ RN (150mmo1) F1H 2K (50m1) [ W2h, B 2% B 2K R P= AR K, B THIR 211220 °C J i 2h,
SEAR N, IIN250m] DMACHR B &, 75 L1 /7K (50:50) HPTiE , YUIE WL I8 i, o F 25
B KR B BESIR BRI 60min, bR L ToHLER AIER B I 55, e, RIS BB A SR (V) 454
() B K S B A5 0 B8 5 BRI . (10<m+p<15,5<m<10,5<p<10,20<n<30,10<y<20)

(o1o- OO 1O

[0053] (g%

(V)
[0054]  ReHy 4 T 1 47 1) b 3 by ACIR A ot A2 B AL B AT 4, R BE360°C L [k J75MPa,

16
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30min /G {5 LN, FRIR PR ZE50°C LA R & , R FEBCH REAR , JE RS . 5mm.

[0055] R A iR AHE AR L2, @it da il ik & a5 200 . 3mm 5 A 4

[0056] Rl & I ARM CE Ty eS8, % B 2844, Fis R CO, e 38 e 2- 3k, H I =2 HFRR
i P R 25 S0, AR B 1 T AR G 1) i TR A8 PN TR N CO2/S A, 35 iE 58 JE 71 R 15MPa, T 21
F270°C , JRIGARE2 . 5h, 4R Jo 8 ik 3 i 1R 4 i 77T B 220 1, [ P s 28> 1 0MPa, HE4T 58
RHHRE VA 20 28 300, T A5 B URRE S, R 35 590, 093g /e’ , TE4E TR A1 . 23MPa.
[0057] KR BIFI A ME T EESS, BE B, 8N Ak, R J710MPa, I 50
‘C, 3h i i i i 1K 58 9 R 0 DR B 2 T, B B A M R RO =R v (170
"C) R I, 60s JE B H VA ZIRP 1S 21 H PRI 47

[0058]  KEA A b 1) b i 5 ot il ok BB AT 5 LN T RROR ST 3 S kL RE , BLAR0 . Smm, 2R J5
BAEBKREE TEESS, FEHEM, BN A, PS4 R E S
10MPa, i fE230°C , Lh /i , 38 3 it 1 1K 35 P i 79 PR 22 1, VLR Bobar B M R TP 1
A ENFFUSCEE , 15 2 H bR ERRL o

[0059]  Sijstif3

[0060]  [r) = 1683t F N K (100mmol) 4 ,4- — % 2K (127mmol) . 1,3,5- = (4- &
) K (3mmol) \K,C0, (125mmol) TS (130m1) H A (50m1) , BRI SEAE T, 4 EIRIESY)
INFAE]150°CHL PR K, fHIR 2h, B 25 FOR S = AR 7K, 4k 82 in#k21220°C 2 822h, [ i 21150
T, IMAN4-5-47 - 32 288K (150mmo1) FTHI 2K (50m1) e Bi2h, B 25 H R, TR 51220 °C %
Ni2h, G5 SN, IIN250m]1 DMACHRBE i , 7E B/ /K (50:50) JTIE , UTIE AL JE Ry 1
HH 2B TR R BB E D5 IR, BRIR60min, B o HLER 5% BE 5550, ME+, B3 2L 2 A 5
(VI) S5 A1 2K S 28 MY 38 5 B . (15<m+p<20, 5<m<10,5<p<10,20<n<30, 10<y<20)

[0061]

(VD)
[0062] M A TG 4 1 b 3R ) ACIR A i 76 AR ML R BEAT ML, ¥R FE360°C , J& J15MPa,
30min /G b n#k, FRIR R 2£50°C AT J& , & I ECH BEAR , & B 4mm.
[0063] SRR iR AH[R B4R 25, il 42 ) ekl &=l 4530 . 3mm 5 (1 A 44

17
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[0064] Rl & IBRM CE T 38, % B 284k, Fis R CO, e 3 e 2- 31k, H I =2 HFRR
Ji P 28 S, AR e I 48 R R G ) i R 28 N VENCO2/ U4k, 338 l4E 32 T 7 M 15MPa, T 28 i
F270°C, PR PR 2 . 5h, SR fa e i ok 14 I 77 G P 22 1, B R T 28D 1OMPa, FRE4T T 28
RHHRE VA E 28 SR TIPS B URRE S, IR 25 90 1208 /e’ , TR AE TR 41 . 9MPa.,
[0065] CKAREIM A M E T EIEEF, BH SR, @A AWk, (¥ J18MPa, i 50°C,
3h e I e ik 1K 58 P R g R R B L B SR S R M U N = R TS (190°C)
WY, 60s Jim B v Z1RI5 21 H AR IR F A4

[0066] Wk A4 (1) b 3R B it e i B MR B5 HE LN TR R 4 A kel , BAR0 . Tmm, 28 J5
BABRRELE T m RS b, E Sk, A A AR, TENU SR, R IR/
10MPa, ¥ 5£225°C , 1h & , 38 ik it s IR K 28 A o 0 PRI B 285 T, YRR BRORE BT s 11055
A I 15 2 H AR IR ERKL .

[0067]  Sjitifs4

[0068]  [r] = 1683t H N K (100mmol) 4 ,4- — % 2K (117mmo1) . 1,3,5- = (4- &
) K (3mmol) \K,C0, (125mmol) TS (130m1) «H 4 (50m1) , BRI LT T, 4 EIRIESY)
IFAEN150°C HFBBR K, HE 20, i 25 H 2K, 4R 4R #3220 °C e i 2h , F% iR 21 150°C , T AAB
FAAAR3 (150mmol) FHHI 2R (50m1) S B 2h, Bk 25 F R A AR 1K, B FHIR 31220 °C [ BV 2h, 45
SN, IIN250m] DMACHE R Jo , 78 Z.% /7K (50:50) HiiE , TIIE A ik K we , I 25 1
K B VeI, FER60min, [ 2 TE AL ER AER B ¥a 7], ML, BPAS 2 B =0 (VD) S5/ 1
B K S B R TSR . (15<m+p<20,5<m<10,5<p<10,20<n<30, 10<y<20)

[0069]

(VD
[0070] b BT 42 4 1 b3 A AR AE B R AL JE A7 18 % L R 2 360°C , J& J15MPa,
30min /515 1N, REiR R 2250°C LA R JG , itk I B AR, )& B 4mm..
[0071] SR A L AHE B T2, @it d] ikl & a5 200 . 3mm 51 A 47
[0072] Rl & IARM CE T 38, % 284k, Fs R CO, e 3 e 2 - 31k, H I =2 HFRR
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i PR 25 /S, AR B 1 T AR G 1) i TR A8 PN TR N CO2/3 A, 35 #iHE 58 JE 71 15MPa, T 21
F|290°C , Pri PR H2 . 5h, SR fa de ik ok s 14 1 77 TG P 22 1, B R T 28D 1OMPa, FE4T T 28
RHHRE VA H 28 S0 T A5 B R RE S, IR 25 90, 072¢ /e’ , IR AE TR A1 . IMPa.,
[0073] MG EIM A ME T EES T, ZEH S, @A S8, (R EFE J18MPa, i f£50°C ,
3h e I e Yk 1K 58 P g BRI B B T B SR A B M R U N R iR S (180°C)
HR I, 60s i B A H1BIAS 3 H ARIE IR A4

[0074] KPRy b (1) bR 5 ot e ok BB AT 5 AL T RROR ST 3 S Bk RE, BLAR0. Tmm, 2R 5
BABMRELE T m RS rh, E Sk, A A AR, FTENU B2, R IR/
10MPa, i fE230°C , Lh /i , 38 3 it 1 1K 35 P R 77 PR 22 1, VLR Bobar B M R TP 1
A ENFFUSCEE , 15 2 H bR ERRL o

[0075]  Sijitifl5

[0076]  [r] = N BEIRH I XU} 25 (100mmol) <4, 4- % —ZKMK (125mmo1) < 1,3,5-= (4-¥¢
JRHE) 2% (2mmol) \K,CO, (125mmol) JTMS (130m1) « FH 2 (50m1) , BUARI S AF K kiR A
YINFAE|150°C IRk, fHiR 2h, bR 2 B K, 4R 2R i 31230 °C e i 2h, B IR E1150°C , i
4% -4 - ¥ 2K (300mmo) ATHE 2K (50m1) S Mi2h , [ 2= B 2K K r= AR ) K, BRI 31220
‘C I Mi2h, G5 H B, IIAN250m] DMACHR# J& , 7E L% /7K (50:50) HTiE , PIIE M Z L I8
W, IF 22 B T /K R & 0k 2 50, Bk 60min, B3 2= TEALEE AR BRI 70, ML, B 2 2
3 (V) S50 & K S e 45 1 B8 F5 AL . (25<m+p<40, 10<m<20, 10<p<20,20<n<30, 30<y<40)

[0077]

(VD
[0078] b B4 4 1) 3 AR B R AR AL AT %, J B 370°C , K J15MPa,
30min /515 1N, RRiR R 22 50°C LA R G , itk I B AR, )& B 4mm..
[0079] SR A LR AHE B T2, @it s ik & a5 200 . 3mm 51 A 47
[0080] Kl & PRI AR M I E Ty eS8 v, B 2844, H s R CO, e 38 e 2- 3k, H I =2 HFRR
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i PR 25 /S, AR B 1 T AR G 1) i TR A8 PN TR N CO2/3 A, 35 #iHE 58 JE 71 15MPa, T 21
F270°C , JRIGARE2 . 5h, 4R Jo 8 ik 8 i 1R 4 i 77T B 220 1, [ P s 28> 1 0MPa, HE4T 158
RHHRE VA H 28 SR TIPS B RRE S, IR 25 190, 2208 /e’ , TRAE R A3 . TMPa.,
[0081] G EIM A ME T EEE T, ZHE S, @A S8, (R EFE 18MPa, i f£60°C ,
3h e I e Yk 1K 58 P g BRI B B T B SR A B M R U N R iR S (180°C)
HR I, 60s i B A H1BIAS 3 H ARIE IR A4

[0082]  KEMp A dr (1) b ot e ok BB AT LN T RROR ST 3 S R RE, BLAR0 . Smm, 2R J5
KRR E T m RS, S5 B Sk N B ALBR , WU BE SR T 4255 K J18MPa.,
TE220°C , Th , @ik ik i R4 28 3 R 0 DR I 28 5 T, PR BAORL B AIHE R T HY L ¥4 13
W 4R , 15 21 H AR iR B AL .

[0083]  Sijitifl6

[0084]  [a] = [ K& A NN X 2757 (100mmo1) v4,4- 4 A Hd (120mmo1) . PY [y 25
(8mmol) \K,CO, (125mmo1) JTMS (130m1) < F 2 (50m1) , S TARI 5 F  H5_EIR IR S k2]
150°C B /K, fEE2h, B 2 H R, gk 82 A 21220°C I Bi2h, FFHR F1150°C, fIA4-5-4 -
¥ K (200mmo1) F1H 2K (50m1) [ W2h, B 2% FE 2K R P= AR K, B THIR 21220 °C J i 2h,
SEHR N, IIN250m] DMACHR B , 76 4.2 /7K (50:50) hITTE , TIIE A L JE ki, 3F F 25 58
TR LI, BER60mi n, [ 5 TEHLER AR BE A 770, Mt RIS 2 1A 50 (VID &5
()25 K S e 45 P B8 T K (10<i’ +p” +q” <25, 5<m’ <10, 5<p’ <10,5<q” <10,20<n’ <30, 10<y<
20)

[0085]

(VID

[0086] Y B 4 4 1K) 3 M AR AR AR AL HEAT 15 % L L 360°C , K J15MPa,
30min /515 1N, RRiR R 22 50°C LA R G , itk I B AR, )& B 4mm..

[0087] SR A LR AHE A T2, @it dl ikl & a5 200 . 3mm 51 A 41

[0088] il & AR M I E Ty eS8, % 284k, His R CO, MR 3 e 2- 3k, H I =2 HFRR
JE N 1 23 S AR T B 3 R R Gl e R S8 N TR NCO, S, 45 i 1 7 i 3 15MPa, TR &8
F290°C , JRIG PR 2 . 5h, 4R Jo 8 ik 3 i 1R 4 i 77T B 220 1, [ P s 28> 1 0MPa, HE4T 158
RHHRE VA 2028 S0, T A5 B URRE 5, R 35 590, 0662/ e’ , TE4E 58 0. 97MPa.
[0089] H1FEIM A M E T mEET T, ZH S, BN A, (R EFE J18MPa, i f£50°C ,
3h fE ok it 1K 55 N D PR 2 B SR A A R DU ARON = L R (200°C)

20



CN 114249887 B W OB P 14/14 7

Hr R, 50 JE HUH ¥ 21 ENAS 21 B ARIIA B 44 o

(00901 Kk hi i 1) _E SR A it BRR A HE LI e RS S 2J bk}, EAR0 . 4mm, SR
WA BIRRLRLE TR R, Bk N A, TENUIRIERE A T, IR KR K J18MPa,
IR SE210°C, Th5 , 3 I e 17 35 A s g PR 550 e, SR BR ML RITAHE I 158 1, v 209
e £R , 13 21 H bR I IRERHL .
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AccVY / Spot Magn  Det WD Exp | ——— 2um
. 15.0kv 5.0 8000x . SE 88 0

L3P
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