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N (= (IETHE) %) PERE. A (= (IET ) #) +—WRh 0 (= (1IET %)
B ) AR N (= (T ) ) FEPINER SR N (= (T8 %) =&+ =
R S AEB B TSk s = CIET 28 ) X (1 &+ Zaiiesh ) &gl (11D W (=
(IET3) ) W (+Fe+ ek ) St (11D & @M B i ihss.

[0221] 1B AW EEAL &4, BARTT DABI 2% 4- BRACUIIEE (14) <1, 3— —BRASUBlEE (13) .
6,9- AT IGE (14) - A -1 2R3 -1, 3- AL . A -1 - B -1, 3 R
RALIEE & -1, 3- -1, 3- ZRfRulEeE . 7, 8- ZER A —Allbe (13).2,7- ik
RA—ke (13) +—5 7,8 B -7,8- A+ A -1 - B -2,7-
AT —8le. = CIET 2 ) % —1- AR TalmREh . = (IET 2 ) % —1- AR —BlER £
= (CIETH) % -1- e F e sh. = (IR ) 8 -1- =HFREFREGEE -1- w10l
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b = (IET &) A -1- -T2l . = (BT &) % -6- i TR L (14) .
= (IETH) B -6- Ui ey (12) .= (IET ) 8 -7- A+ —EREh (13) = (1E
TH) -7, 8 iR SR (12) V= (IETT A ) B -2,9- AR AlERER (12) .
= (IETE) b s -8- A -7,9- Zaf iR = (IETH) 5 -8-4&
B -T,9- ZRACT IR EL . = CIET L) & 8- TR -7, 9- AR ElR L =
(IETH:) #+—5 -8 Jmmdt -7,9- A+ —mesh. = (IR T ) %5 -9- =
FROE FRREESE -7, 8- AR —HER k. = (IET &) #e+—4& —4,6- 3R -7T- A+ —
MRS B R Eh s = CIE T2 o (LA -1, 3- ZaARUUINER Eh ) #5 iR sk (T1D) .
= (IET ) 8 (& 7,8 2 F—Ee st ) gk (11D .= (IET 2L ) #A
(+—5-7,8- A+ —BmR st ) &M (11D .= (IET3H) #x (+—4% -7,8-
RF—BEREL ) BLEREL (11D = (IET ) A (F—4& -7,8- A F—WlER L ) R
3D = CIETE) #30 (F—4 -7,8- it —Eg £t ) 4@ 11D .= (IET
B H (JUE 7,8 ZHHE -7, 8- AU HlER £ ) kmREh (T1D) .= (IET L) #A
(JLE 7,8 ZH & -7,8- A H—AlREL ) &Ik (11D = (IET ) 8 (=3’
R 7,8 AV —EIER EY ) Bk (11D .= (= (IETHE) #) W (+—& -7- 4%
T—BlEER ) BRERER (T1D) A (= (IET4) %) W (+—& -7- A +—WiRt) &
BREh (IV) A (= CIET ) #) W (F—& -7- A F—WEeEh ) &hmesh (11D %W (=
(IETHE) ) W (+—& -T- A0l &) s (V) & Emil &1

"
2

[0222]  ZRZALE VI E A B B R AR R DA A AL B8 S AR RAS A gt i —
PHECP AP LA BRI A HARR UL, AT DA BEAR IR A DL IR AL IR B 48 IR 45 e IR Tk 4
PR A R K EH R 4 B R BB R B0 BH IR A IR B A 1R L 0 A 1R IR A IR TR I L IR
FEAGDLIR B A AU IR A AH AL LR L B A A IR L W AH B R L IX R 1 £h 9t 5 e R JE A AR
5 IA TR TTAREIGE B AR o B0 B0 56 B VB VA5 VER VNS )i L DA S =R
HOHREBFANLE UL RFZA G, (HIEAR T I,

[0223]  Z&Z2ASWIAIE ZAL GV FHF AR T LIRS Y i — P, 7T LU R L L.
[0224]  F3RRY (b-3) BB F AL -& Y n] LS B — P, ] AR RR DL 41 A i
o

[0225] G FAFE A & BH 04 18 5 A P AR B9 1, W R DA Rl AR 2R I TR A, 4 )
AT CIRAE NGRS OU T, 1- O kR & .

[0226] 40, JEFH AR AL S AR ANEY (b-2) 1E BT 2B, X 245 &
AR S = BT TE, vl DUEIE 1- O, B, M =R TT ( fLFm st ) Wi
BEEFUEFHELEY b-3) fERBMENTI S, 1Ee0 DL R 47 1935 4 BLAEE & ik
EHOEHRAT 1- Ol

[0227] 5546, AR K& 5 A AR A S [A] iE S BRAL L &9, iR E =5 2
7 [B] M (b-1) ANLEELEY. b-2) GYEANEGYLL 0-3) S FhEFHEAE
Yyrhk e 20—k &Y, B RE T, v U E EIA R [C] 3.

[0228]  [[C] #ifk ]

[0229] AR RYEFEZI K [C] Bk & BHLBCE TG, J2 RURLIR BURORLR 1)
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44, AR B, Britn [C] Bk 248 T s irad [A] A1/ B¢ [B] 3k, fEMH PR
WAL AW, DLtk 2 FL B E A TEAL s A Rl = R 0 D EGE 7 2 e IR A4
[0230]  fENZ LA, BART] DEH S10,.A1,0,, Mg0. Zr0. Ti0,. B,0,. Ca0. Zn0. Ba0.
ThO, 5, B E A & X 28 1) -5 M BUR & 4, 1 R ARG ik 1+ S10 ,-Mg0. S10,-A1,0,.
Si0,~Ti0,+ Si0,~V,05 Si0,~Cr,0,+ Si0,~Ti0,~Mg0 &, HrPfLik L Si0, M1 / BE Al L0, h 3 H
A 2 LA 2.

[0231] |3k 59 B HLE ALY 7] LLA A 2D 8 1 NayCO,. K,C05. CaC0yy MgCO, Na,SO,-
A1,(S0,) 5 BaS0, . KNO,. Mg (NO,) ,» A1 (NO,) 5+ Na,0. K,0. L1,0 S5k R £k  FRIR £k B G 28 . A0
&5

[0232]  IXAE) 22 FL A ALY R DR IR b SR V2 T AN [, A & I PP AR 3 6 ) O 3dA oy, ki
128 0.5 ~ 300 um fLiE 20 ~ 200 wm, LR 50 ~ 1000m* /g fLik 100 ~ 700m’/g ]
T, AL RLE N 0. 3 ~ 3. 0cem’/g I3 il o XA (1) 38044 AT LAAR 4 75 Z24E 100 ~ 1000°C.,
ik 150 ~ 700°C I N RERCRAEA .

[0233]  fENFEHLxI1EY), AT LAE ] MgCl, MgBr, \MnC1, MnBr, 5 . JoAl i L4 ] LA E 3218
H, ] LU BREE AL RBN B S e e AT . I B, m] DUE AP el i s T GBS
7 T AT AR 2 SRR AT i 45 20 4 5

[0234] AR EA A, FIAEAEUE RS 1 DS IR 4 Y08 3 B A B . 53 4k, AR B
FIAE Ao i 16 18 5 A8 $ VR 2 R AL B ) 2 B A e i 88 S S5 A 1 P T A B2 () DA ) &
G AT EBMIE R AR S AL S, S A S FRE AT . R BORG £0
V) S B JZ R A o S oh AR IR, = R 201 S SR M IR E ), FEAS
BT R AR =4, o m] LUE A A A .

[0235]  534h, VR R K A M BUES F SS Brth JZ RS, P DA 280, = R £ B
B BANTTEHERRAL B, CACL AL, CdT A5 R4 S 45 19 [ 88 4 b AL B 1) 5
[0236] A IX FE (R = KG 2A7 4, FTRLA 2% 0 L B R ORISR i R LK
BREAHSE L MEG. =R ERh AR B SRALXEEL AR A 2K
T A 2K E I S, BN A P E R A PT BA B %S a ~Zr (HASO,) , » H,0.
a —Zr (KPO,), * 3H,0. a -Ti (HPO,) ,» a -Ti (HAsO,), * H,0. a =Sn (HPO,), * H,0. ¥ —Zr (HPO,) ,+
Y =Ti (HPOY) v v —Ti (NH,PO,) , * H,0 FF 24 & A &5 i PE R TE 2 55 o

[0237]  IXAFEMIRG T A B B A RAL A, i 2 DAAKAR 5 N V00 52 11 2
1220 UL ERISALAS AN 0. Lee/g BA ERIIBT, FERIfidk 0. 3 ~ See/g BT XH, f#
FLBERUR, Wit A T AR L TR FEN VAT T AL 20 ~ 3X 1092 [y Bl #E4T
TISE . AR 20 32 DL ERIBALA TN T 0. Lee/g BIMIBAE AR, A 3 A4S 3 /& 1) 58
AIETERT BT

[0238] A% BH AR A A AORY b R o i i AT A 22 b B . AN AR, B Ji R T
Bt 2 o 2 T AL ER L 2R L SR AR 25 M R Ab R R85 R LS A o B Ak b 2R, HAR T LR
R AL PR B AL | Eh A0 TR AL ER AR . FRALIEER AT LARR 25 R 2R 5T, 38 B8 e T AT
EZERI ) AL Fe Mg S5 1 BH B4 H AT KR TAR . Bl AL 38 v, Rl 1) i A 25 A e
I, FECR LM BN 546, SR AT, R IENE FE A1 T EE
A A BUAT A, I AL 2 T ARURT 22 [A] FE 2
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[0239] A% BH rp A (9 88 22 # MR 2 IR A 0 PT DL AR A S 2 8 1 3t £ 2 TR 1
LM 5 F AN AR RS T AT A BT OR T R M PRSI G4 o X R R K AR
S T RIS Z R SRR A, I PR N “ ST (pillar) 7. 5 4b, X RE R
A JZE B SN AL R RO RN FE NIRRT ARG A, AT LAFIES TiCl,,
7rCl 2B AL S, Ti (OR) ,.Zr (OR) ,.PO(OR) . B (OR) .25 & @ B2 h (R AR %),
[A1,50, (OH) ,, 1™\ [Zr, (OH) ,]*"\ [Fe,0(0COCH,) o] "4 4 JB& S A AL M B8 155

[0240] X ueqb A4 m] DABSRAT A, i m] DAFT AP DA 20 &3 A

[0241]  534b, FE R AN X EEA A4S, AT DAE Si(OR) . AL (OR) 5 Ge (OR) S5 & JE@EEEE (R N)E
H4) FKAEE RN R S0 SRR TN EWEIAT . F ok, 1B RS, 7T LT
2 A R S EAE F RN B Z 7 2 S5 B K AR s A &

[0242]  ZRJ B AR A3 FH EOORE = R 209 B A Pk AL A mT DL BT A S ] BAAE
BATER BRI - S5 AR 2 JE AT o S 40, nT DAE 2 3535 B K 4 BT I #R IR K Ab 2 S
A B, ] DA A, B m] DA RR DA B &8 A o

[0243] Moo, PR Al LB L9, CHLEZE M A B A B EZ R A BN ER s
£,

[0244]  fENEHALEY, AT LABZERIARAE 10 ~ 300 1 m Y0 [FE P B ETRLIR 3ok [ 44 . B
PRZEBIR AN, ] DR AR TR 1= T 04— B3 -1 - BRI FEON 2 ~ 14 10 o - &
ENFE A AERE (32) BB LR O IR LM N AR () R,
DA IR EE IR AR

[0245] AR K W0 1 A AL ), A5 v [A] S & B IAL AL 54, R4 =5 22
& MR [B] (b-1) HHLEBALEY. (b-2) HHAREAL ML (b-3) BFibE 1tk
AW R DR AE Y, AR R B PN [C] 8, MR YE F 2E m] DA,
FIERR D] AU ST A -

[0246]  [[D] HAULADIA ]

[0247] AR, ] DARYE & 22, AR m R A RGN B BRI H AL &5 [D]. fE
NIXFE R WAL YD, AT 28 MBS W AL A1 R IR VB AL A DL AR 31 %, (H I AN PR
[0248]  {ENEERFB VAL A, 8 F A R°-0H RN EY (X B, REFRRIIEF5
1~ 50 BRI AT 1 ~ 50 Mxitbiedt ) A MRS, ik R A KBRS
[0249] 5540, AE NI AL AW, RIEFR R o, o’ — LT HBRIEF20 1 ~ 20 FREERT
Ew.

[0250]  {EAFRIR, 85 R°-COOH FRHIML M. RELRBRIRFEL 1 ~ 50 [EHko
TRJEFH0 1 ~ 50 b JE 2L, 5 AL IR IR 40 1 ~ 50 Bt

[0251]  {E NG, DL FH 2 A P-O-H SRS LA P-OR.P = O SRV TERR TR . 5
LAY -

[0252]  fEoMREER &L, T FREt (VD) RRma.

[0253] [ fh573K 22]

[0254]

32



CN 101687776 B w Bf B 29/59 T

Xy —MH?) o—ﬁ——R20 (VI)

O m
[0255] X (VD) o1, MURTCR A MRS 1A ~ IVARRIEF . RRNEIREFE 1 ~ 20 (1
J R B A1 ~ 20 B ifb Rt . XONER R IR i EON 1~ 20 R Tk
JEFH 1~ 20 fpifbiEdt. mA 1 ~ 7S, n MBI EL1 <n <7,
[0256]  ARKRAMIMGRE S BRI LA T ARG ERER ktlze s a8
W 1= T 1= DA 1- O 4 TR —1- G QIR BN OR R O - el - IR 5
CITHEACEY) 52— T M RS IR O  BEUK R I 5 R 8 R AR 205 o mT DU 3 id
B2 MR IRHAT IR
[0257]1 N, X AEFTAE R RS ENARALAT, #FTHEN RS RNERES
(1)l 3 77 VAT U
[0258] [ Ml EGWIRIHIETTIZ ]
[0259] SR TR A MR it 77 A AT Ui BH
[0260] AR RV I I 1 S A & 77V, RAEFTIR IR IR R A AR AZ /e N kT
W IR R A RN, LI AT = R R R
[0261]  PRIERAE, M CAGAE NIRRT 205 B E RN, Bl L i 75 1542 , it 244 1)
=R PR AE 1- Ol
[0262]  FESRAW 4 Lk [A] HESERAEY CBUT, B [A]7) ST kA
A BITT VL A5 B B AV S BRI T7 3 B L i) AT EOE R, 25 LR 77 v
[0263] (1) 7ERMLES PRI [A] BI77925
[0264]  (2) REfsr [A] A (b-1) AN ELEY. (b-2) AHEENEY L (b-3) &
FHEF G P ERER 2D —FRi ks [B] CBAR, fBFR“mes [B]”) DAEEITE#InT
RN H T
[0265]  (3) Rpfdiplisy [A] Fpldy [B] s de il () Ak R0 in T I ML 88 H (1 77 1
[0266]  (4) AT R [A] FHR A [B] PS4 P AL R R 7 DA A R 3 [B] DA T
WINT R BEAEFEITT2 . Bemy, B4 [B] AT LUAH AR AT AASFE]
[0267]  (5) DUKGAERAE [C] HAECH s [A] B R AN T S REES HR I 72
[0268]  (6) ¥g/EHAE [C] EEA R [A] BRI DL B [B] DM B T i
T R BLEEF I TT
[0269]  (7) ¥gAEddk [C] BB A [A] FlRsy [B] MBI T S BLEs 77725
[0270]  (8) ¥gAE#AEk [C] FAEcA ria [A] Misisr [B] BB RS BA &4y [B] BAME
BRI N2 7715 BER, e [B] AT AR R AT LA .
[0271]  (9) ¥gAEEAE [C] EMEA R [B] AR BLE R [A] DME R 7
T R BLEF I TT
[0272]  (10) A% [C] BAEA s (B RIS s [A] BA R (B BAME
BTN R 2% R T5 5. BRI, ses [B] ] DAAH R AT DAAS [
[0273]  (11) $AE#E [C] EAEA S [A] BIR o BLRRAE SR [C] 5 3a s [B]
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¥ B BME R I8 00 T S L2 o K759

[0274]  (12) RAE#A [C] LA e [A] B AE#E [C] B e [B] BIK
g BLECR gy [B] AR BN 8 N T BB s rR 07594 SRR, gy [B] AT RAAHFEIB AT AAS
Al

[0275]  (13) #Fks [A] AL AR (D] DR A8 T BB s o (757
[0276]  (14) Ko [AT o> [B] BAL Ko [D] DM R I A5 0T B R gs o (75 7%
(02771 (15) KAk [B] Ak sy [D] FSeifbif i BLE R [A) BAE R A Z8
TR BLEE P ITTE

[0278]  (16) KfE# Mk [C] EAEA e (D] KB AR [A] DR R ain T
R RLEE T [T 1

[02791  (17) KfE#ik [C] A e [B) M (D] fIpr BLE s (AT DUERE )
Wity 0 S RE 2% P 751

[0280]  (18) (Rl [A] Aksd [B] FScdihb i EALT L BLE e [D] BUE R
Feanin T R T 75 1%

[0281]  (19) Rl pkesn [A] Aoy [B] FGHEARAIEALA K A Sty (B esy [D] A
R AINT RS2 77k . U, idy [B] AT LUAH R AT AANFE].

[0282]  (20) #5 Moy [A] ARl (B FSe Ml MBI R BLR AR sy (B A sy [D]
TSR AR 1 7 AR RIS 35 00T S R ds RO T7 i . SRR, jlgr [B] ml DARE B AT RAAS
Al

[0283]  (21) RpfEaik [C] A i [A] e e [B) BLE &y [D] DR M
Feanin T R T 75 i

[0284]  (22) KpfE#iAk [C] EOusA gy [A] MR BLE Ry [D) BHERRIBP A T
SRR T R T 1

[0285]  (23) RKpAE# Mk [C] BB R [A] IR BARAE 7Y [B] A7y [D] FilSGH%
Ml ) 8 3 DA B OB 8 TN T s 2 2 T AR 7V o

[0286]  (24) KEAERes (AT AN (D] FRIGHEAR A HEAL I IN T SR RL 2 (1 77 1

[0287]  (25) KA (AT Res [B] Aoy [D] TS LA AN $2 Ak i A AL 7705 m 1
S RLEE [T 1

[0288]  (26) K Ao [A] /s [B] ARy (D] F15a LA NG 42 Ak ) 4 Ak ) il 2 DA
Lo peay (B DHER RGBT RN 755 By, s [B] m LAt R LA
[0289]  (27) AR [C] BAEA s (A FlResr (D] AN T R BLES 77
e

[0290]  (28) WFAE#HAA [C] LAEA Resr [A] RS [B] FELS: [D] MM AL A I T S B
BPITR.

[0291]  (29) HAEH A [C] EABA M [A] Ao [B] A [D] BIPEALTR a BALZ A%
7y [B] PMERE R0 T OB as i 759%.  BElE, Besy [B] ml RARH Rl m] BAAS ] o

[0292] A WM Je S S R il J7 iAo, I AR T B I i e 5 AR 1 47 A2
RGN R R A AR, AT DUV R SO 85 S NSV S BRI
S AR EAT— FhoRSETER & o

34



CN 101687776 B w Bf B 31/59 T

[0293] A J RLyZ: A M PRI BT, AR R BT S F e PR A T, BRI DAzt A e T
ST 2 O B TN TANE = 9B 0 TN T - TN 2 TN &N ot 7y 81 31110 SR B2 B S
Fie s B EEIR SR SRR PR (2R FOR . HOR = EOR NSRS S BIRE A L
AR CE TS LR B IR A . M N R RLVE T, B s | IE ke 1B PR
it

[0294] A FH 1 b BTk 45 0 T8 A P AL ), JE I 2006 10 = AL Rl 1- SJE, sy
[A] $& BRAE BT OB AR @ H N 1072~ 10 “EE/R RI%E A 10 "0~ 10 BRI ERALH o
AR, B AE DA EL SR (9 P A0 F e 2y [A] BOA% 0 R, B R A8 DL s K 5 A vl TR A 2
IR RE .

[0295] A4, M Aes [B] BIEL T, s (b-1), I8 R4 (b-1) Hka [A] it
W EET ) BIEERE [(b-1) /M] J@% 5 0. 01 ~ 100000, fE3% A4 0. 05 ~ 50000 [ E K
.

[0296] sy (b-2), #Z B R4 (b-2) TR F 5 [A] PRI E SRR ) 1E
IR [(b-2) /M] 3@~ 10 ~ 500000, fE3E A 20 ~ 100000 F) = RAEH .

[0297]  Fi4r (b-3), #BE AL 7 (b-3) 5o [Al iy iE&E i+ M) fEERLE
[(b=3) /M] HHE N 1~ 10, L% N 1 ~ 5 FIERMSH

[0298] 4y (O), #HEAT R (O) WIE (g) AHX T R [A] FEEE /RTS8 i+
(M) z bk [g/mol] JEH AN 100 ~ 10000, H1%& A 1000 ~ 5000 F &R H .

[0299]1 X T f 4 (D), AHX T He 4 [Bl, fE R A (b—1) (1% & T, #& R A R /R Bk [[D]/
(b-1)] 1EH K 0.01 ~ 10, i~ 0. 1 ~ 5 WERMEH S [D], /£ (b-2) BIELLT, #
RAT R4 (D] 5 s (b-2) H iR BE/R B [ID]/ (b-2) ] MH 24 0. 001 ~ 2, ik Ky
0.005 ~ 1 FIE R A D], £ 85 (b-3) K& T, # BB EE/RLL [[D]/ (b-3)] JEH
N 0.01 ~ 10, ik 0. 1 ~ 5 KIERMH D],

[0300] {3 FH A AR A 440 0 5 PR AR SR RO 06 08 3 PO SO R JEL B, BB A —50 ~ 200°C, 3%
0~ 170°CHIFERE P o L 7700 & s~ 10MPa [ 264, 1% i~ 5MPa 261, 5
A LA PABA R R e s R T S R A — RO VE SR AT .

[0301] i HIXFER AR 5 A AL R IR 12 5 A 1R OBE, o] AES Inp i Rk 3047 . 1E
RpER R, DI ST RN R IR TR ER . £ % -PEG-PPG— ik B AL IR Al i A
TLEERG A RERE ARG e ARG R AEAE (B, R T - B - B
L BB EY) (PEG-PPG-PEG)) &, Fr ik KA LA (PEG-PPG-PEG) o XL HiF
R & (g) MXTTF RS [A] PRIEEREE SRR F M 2 (g/mol) MH K 100 ~
10000, ik 100 ~ 1000 [ &k fF .

[0302]  ff HHIXFER AR 5 A BRI R R R A R B, AT LS ISR AT RIS
[F1%E 734 0. 01MPa ~ 5MPa (254, iz A 0. 01MPa ~ 1MPa f2&14-

[0303]  SLjiEfs)

[0304]  DATR BT St i) 0 A B AMCEL A Ui B, AE A R B AN B T ax e S i 41

[0305] M, i FHAUMH a4 (S GC-14A, J&W Scientific DB-5 4% ) k4 #r ik
I ER 1- OISR,

[0306] [ k7% ]
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[0307]  FH sk RS2 IS) )45 2] 1) s B2 A= BSe P 1 o &5 o LA SR P A FH 1 et 982 < B 14 A 771 Al
FREE SRR T E (ZEER) KRAE.

[0308] [1- CUiAIIEFER

[0309]  #4E TIRE X KRH 1- ClirkEsE.

[0310]  S(% ) = Wp/Wr X100

[0311]  S(% ) :1- CMARIEFRE (EEH %)

[0312] Wr(EE) JRMAKREFECN 4 DL ERAERN S ES

[0313] Wp(EE) JMNAEKK I- O ES

[0314]  DARZSH T AR AR [A] 139 & BALG W BARK & B, DL A SR A 1 Bk
SE it 45 A L34

[0315]  sEjEf] 1

[0316]  (HLEW 1 HIEHL)

[0317]1 [ {223 23]

[0319] [ 7853 TR 100mL SETEREIE (i =R, AR HFEF) A 3- BERER
K5 —1— i 0. 62mL (6. Ommol) « 2— FA 5 —3— (2 S HETHE —2— H ) JEFREE 1. 20g (5. Ommol) ,
HEMRT 20mL Z B, 78 500 T RS 6 /N o ST 78 Yol S 2 T VA 70 % s R ¥ o 7% 4
B2, 153 1. 63g BIALEW 1 (i 100% , Byl ) o

[0320]  XP15 B A A A B U4 R R

[0321]  'H NMR( & ,CDCl,) :13.63 (s, 1H,0H),8.29 (s, 1H,N = CH), 7. 49(d, ] = 1. 6Hz, 1H,
Ar-H),7.46-7. 12 (m, 6H, Ar-H) , 6. 88 (t, ] = 7.9,7. 6Hz, 1H, Ar-H) , 3. 56 (t, ] = 5. 9Hz, 2H,
CH,),3.38(t, J = 6. 2,5. 9Hz, 2H, CH,) » 3. 29 (s, 3H, CH,) , 1. 92-1. 82 (m, 2H, CH,) 1. 74 (s, 6H,
C(CH,) ) »

[0322]  (ALEW) 2 FIAHL)

[0323] [ fk273K 24]
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[0325]  7F 78 4r T #R A9 50mL — D A JE Be i (7 =@ IR, A M i+ ) HnA
311mg (1. Ommol) FIALAH 1, [ M T 1omL — 2Bk, BGiZIR SRS HIE -718°C /5. 7
INIE T 241 1. 6mol /L [ Ot 0. 63mL (1. Ommo ) , ZEASFHRE 2 =, FIF B 1 /N
TEAZR PR AN 0. 5mL (4. Ommo 1) SAk = FAEREST, 7E IR N RM 15 /NI i, FBGE T I8
AT IE, ZETRER VAR, TS B2 o A iR T &R T dmL A, 78 —78 C N T
HIUSEALELR 1. Omol /L — & 4R vAW 1. OmL (1. Ommol) - &L F %% 10mL [ 784 T-HR 1) 50mL
TR O =, AR IR T ) e R NS FHE 2 =, IR R
24 /N, SRS WRAR 2 2 5L, N 20mL [8A%s , AT AT H [ 44 o DR B 440, FH AR BRI, AN
M43 2] 292mg 454 2 (2 63 %, FE A4 ) .

[0326]  XPAS BRI HT LR T . TH NVR EAIGRIE SR TE 1 .

[0327] 'H NMR(&, CDCl,) :8.06(s,1H, N = CH),7.58(d, ] = 7.9Hz, 1H, Ar-H),
7.32-7.06 (m, 7TH, Ar-H),4. 35(t, J = 5.6,5. 3Hz, 2H, CH,) ,4. 13 (s, 3H, CH,) ,3. 91 (bs, 2H,
CH,) 2. 20 (bs, 2H, CH,) 1. 79 (s, 6H, C(CH,),)

[0328]  FD-MS :m/z = 463 (M" C,H,,C1,NO,Ti)

[0329]  sEJEH 2

[0330]  (f4L&W 3 BIA )

[0331] [ 4L 25]

7Y
7 OMe

[0332] L&) 3
HN aw

[0333]  7EFRA AT 200mL — CIHIEREHE (e v Eas =l , A WL 0 Bide+) A

2— FAR L IR LR 3. 44g (20mmol) «2- JR R 3. 19g (21mmo) & ALAT 0. 355g (2. Ommol) « =

ZRHEE 1. 05g (4. Ommol)  F R #H (30mmo1l) , {37 H: &yt T~ FA 24 50mL 1, £ 100°C AL 9. 5 7

o 7EZ R BRI NIK 50mL, A 2RIEAT 2B, S8 5, FH MgSO, THRANLZ , ATk %8, 153

3 6. 3g FRLAE A B HRER A G (BERR Okt / LR ABE= 3/1) A A R, I
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33 1. 76g HILAY 3 (UK 44%, BEAEE ) o

[0334] XA EI A A oA R .

[0335] 'H NMR( &, CDC1,) :7.38-6. 98 (m, 6H, Ar-H) , 6. 85-6. 75 (m, 2H, Ar-H) , 3. 80 (s, 3H,
CH,) , 3. 67 (br, 2H, NH,) »

[0336] (HLEW 4 WIERD)

[0337] [ fk2=3K 26]

&

PA®
[0338] (%,OH WA 4

\

[0339]  7E 78 73 1 M () 100mL A6 JE B R (F =M W, AR A EE ) Pm A
598mg (3. Ommo1) HIALE4 3.721mg (3. Ommo1) [ 2- F&Ht —3- (2- AL be —2- 1 ) RHRE,
fFHVAAET 15mL ) LB, /E ST N 18 /NI o FEJE T M SR A 2848 b 22 7857 )i
R BEE 2 5, 1255, O eE 450, AR 2 240mg FIAL G4 4 (R 19%, s il {4 ) .
[0340] X3 BIAE ) AT RWE .

[0341] 'H NMR( &, CDC1,) :13.21 (s, 1H, OH),8. 44 (s, 1H, N = CH),7.50-6. 58 (m, 16H,
Ar-H), 3. 32 (s, 3H, CH,) , 1. 51 (s, 6H, C(CH,),) »

[0342]  (ALEW) 5 A RL)

[0343] [ fk2g3K 27]

N

[0345]  #£ 78 70 TR 19 50mL — M50 M BE I (r =18 I, 287 RE AT B4 1) mA
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240mg (0. 57mmo 1) FIALAH) 4, [ HIEM T omL 1 — 2Bk IR G E 2 -78°CJa,
DIE T AR 1. 6mol/L i CLE¥A VR 0. 36mL (0. 57mmol) , 218 iR 2 =I5, [N S RE 1 /M)
FEZ SN SN 0. 5mL (4. Ommol) FY &AL = Ferk 5, 76 = I8 N AH H SR 2 /NI i, FH 3
I PR AL U8, Z8TRER VAR, TS 228 oyl o [ s M T sml S P ke, 7E -78°C i
T A TU&EAL R 1. Omol /L & HEiAW 0. 57mL (0. 57mmo1) «5mL [ & F e il 78 T
FRE 50mL — OIAETERIR (77 =W, 2 AR 0RE ) . iz MRS EE =,
[EIR) SN 8 /N, BRI, Wi 240 2mL, NN 20mL [RoBE, AT At [ 44 . DB i [ 44, i Tbe
Yok, M52 58mg LA 5 (WZE 18%, BE Al {4 ) .

[0346] XTSI AR A HTHIEE R R . H NMR 338 1990 5 45 Fon T’ 2 .

[0347] 'H NMR(&, CDCl,) :7.95(s,1H, N = CH),7.67(d, J = 7.6Hz, 1H, Ar-H),
7. 42-6. 98 (m, 15H, Ar—H) , 4. 10 (s, 3H, CH,) , 1. 87 (s, 3H, C(CH,),) 1. 70 (s, 3H, C (CH,) ) -
[0348]  FD-MS :m/z = 523 (M'—CH,C1 C,H,;C1,NO,Ti)

[0349]  sLjiEfsl 3

[0350]  (fL&H 6 BIA )

[0351] [ fk22 28]

[0352] O OH a6

[0353] 7E 78 4 T /R A0 100mL AE TR BE R (7 =@ W, A M A +F) FImA
877mg (4. 4mmol) MIALA4) 3. 1. 02g (4. Ommo1) (K] 2— 4k —5— FAJE —3— (2- LA bt —2- &)
R, F AT 20mL ZEEH, NN i AR, AR =10 T RN 18 /N o ZEME T MM
WP R VAR, R B E A i, BB H O 4, M52 1. 29g BI4b&4 6 (Wi
74%, EEAEEE) .

[0354]  X[A5 B4 A A B & R a0

[0355] 'H NMR( &, CDCl,) :12.92(s, 1H, OH),8. 38 (s, 1, N = CH),7. 38-7. 07 (m, 12H,
Ar-H),6.98(s, 1H, Ar-H) ,6.89(t, ] = 7.6,7.2Hz, IH, Ar-H),6.58(d, ] = 8. 2Hz, 1H,
Ar-H) 3. 31 (s, 3H, OCH,) , 2. 32 (s, 3H, CH,) , 1. 65 (s, 6H, C (CH,),)

[0356] (LG T HIERL)

[0357] [ fk43K 29]
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[0358]

[0359]  7F 78 4> TR /0 50mL — 1 A TR Be i (7 =@ I, A M A+ ) FInA
436mg (1. Ommol) MIEW) 6, 8 HIAM T 1omL — 2Bk %R SWA N E -78°C G, Hin
IET 24 1. 6mol/L ) CE¥A VR 0. 63mL (1. Ommol) , 212 2 23, RN B 1. 5 7N o
FEZR IR F I 0. 5mL (4. Ommo1) Sk = FERELE, 78 200 T RN 12 /N f5 , FH 3 8
ZREUE, 2R VAR, TS 25 . i hiA fE T dmL & R kT, FRAE T8 N T
A VO SALER 1. Omol /L S LEW 1. OmL (1. Ommo1) « & F 4% 5mL [ 78 4 T-1 1 50mL
TGRSR i =, BA R IR T ) B R NS FHE 2 =R, RN R
N8 /NIE, SR FE, NN 20mL e, AT BTt 44 . S8 BGZ B 44, FH O ke, I im1S 2 245mg
WEW T R IR G (UE 42%, B AR E ) .

[0360] %43 EI AL A AT HIEE TR o "HONMR B I e 45 R on T 3 e

[0361] 'H NMR(6, CDCL,) : (X & £ W 5 M) 44 3 17 & 78 )7.90(s, IH, N = CH),
7. 47-6.99 (m, 15H, Ar-H) , 4. 09 (s, 3H, OCH,) , 2. 31 (s, 3H, CH,) , 1. 85 (s, 3H, C(CH,) ,) 1. 67 (s,
3H, C(CH,) ,)

[0362]  FD-MS :m/z = 537 (M'—CH,C1 C,,H,.C1,NO,T1)

[0363]  sLjifsl 4

[0364]  (tLEW) 8 HIEHL)

[0365] [ fL22x 30]
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[0366]

[0367]  [a] 78 43 T /B A9 100mL AE TR BE R (7 =@ W, A M A ) FImA
2. 23g(11. 3mmol) LA 3.3. 06g (11. 3mmol) [ 2— ¥4k —5— AL —3— (1- S NIkEdt ) ZEH
I, A0 AT 50mL F 2R A, NN 10mg %) ORISR, £ 110°C RN 17 /MIf o 3l IS AR 2%
R E R MAZ R SR 2T 25, F OB B 45 i, A 31 2. 8Tg IALA4) 8 (I # 56 %,
LA A )

[0368] X453 EI A AT R .

[0369] 'H NMR( &, CDCl,) :13.02(s, IH, OH),8. 48(s,1H, N = CH),7. 45-6. 85 (m, 8H,
Ar-H), 3. 75 (s, 3H, OCH,) , 2. 25 (s, 3H, CH,), 2. 11 (s, 6H, CH,),2. 10(s,3H, CH), 1.78(s,6H,
CH,)

[0370]  (HLEW 9 K& R )

[0371]1 [ fk2=3 31]

[0372]

[0373] 7EAA TS E B 100mL — DM (=@ &, a0 ) $

BN 50mL FRR, BN 6. 2mL ()P0 S ER FF 2RV (1. OM) o RHZiE A E 2 -78°C e, 1

20 3 BPE NS A 2. 80g (6. 20mmol) A4 8 I H 2RV R 26mL. fFiZ R BRZIEFA I 2=

M, RN RN 12 /NI o JEEAE SR J B HH R [ A4, B BmL — 2 KBRS, BEAT D& 105, AT

1321 3. 08g &M 9 (e 82%, LM tauldlfd ) o XS B HI A ) A I 45 R .

[0374]  'H-NMR( 8 . CDCl,) :8. 11 (s,3H),7.58-7. 04 (m, 10H) , 4. 44 (s, 3H) , 2. 34 (s, 3H) ,
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2.22(bs,6H), 2. 18 (bs,3H), 1. 81(d, 3H, 12Hz) , 1. 93 (d, 3H, 12Hz).
[0375]  FD-MS :m/z = 604 (M'C,,H,,C1.NO,Ti)

[0376]  sZjiEf 5

[0377] (L&) 10 G HL)

[0378] [ fk223 32]

[0380]  7EFHRIY 50mL BRI (A5 =@ IR, 2RI HEFEF ) HnA 0. 623g (2. 5mmol)
) 2— (8— FRAR L — 25 —1-J5) ZKJ%.0. 7362 (2. 7Thmmol) ff) 2— $2J —5— AR —3— (1- At —1- ¢
- ) RFEE 12, 5nl A B (1), 78 60°CIRML 4 /N, R T 28 1R 25—
WA B 3SR, AR B AR BT IE ), 4931 0. 50g (1. 03mmo 1, YK 41% ) 11k
AW 100 MBI AT R .

[0381]  'H-NMR( & . CDCl,) :1.47ppm(s,3H), 1. 49ppm (s, 3H) , 2. 24ppm (s, 3H) , 3. 29ppm (s,
3H) ,6. 54-7. 72ppm (m, 17H) , 8. 30ppm (s, 1H) , 12. 17ppm (s, 1H)

[0382] (L&) 11 BIEHL)

[0383] [ fL5=3 33]

o ©
O~vicl,

[0384] a1

[0385] FEFEFH, M 50mL A ACH =8 1/, 2 F M W+ ) PN
0. 33g (1. 00mmo1) ¥ TiCl, (thf),. MFEFF TR BEIEFIR A, 25N 4mL IR 7K THE, SR )5,
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i FF0K / BB, GRS A A EIE -78°C . £ W 4K 30mL BB B (1 =1 i, 2
HHESIWEFET ) F2EN 0. 50g (1. 00mmo 1) [IALEW) 10, X HEIEFEE B #AT A E B )5, 28
A 2mL IR 7K THE, i E4) 10, /£ -78°C HI4E%E (cannula) FAL&4) 10 1 THF R
T AR A & o WG, BRETUK / FER, FRMIREE AR = /EER T RN
12 /NI, AR T Z8 MR 25— BB vl 7R R NI PN 20mL B 7K b , 76 20T I8
RN FH K CObE BEE AT 21 [B 44, 7698 T T4, 4331 0. 628g (LAY 11, X432 A Ak
IR ESE 1

[0386]  FD-MS :m/z = 637 (M', C,,H,]NO,C1,T1)

[0387]  SLjiEfs] 6

[0388]  (fLE&EH) 12 BIEHL)

[0389] [ fk22K 34]

[0390] Ev 12

[0391]  7EF-1RM 50mL AL (7 =3I, 2B AHFET ) TN 0. 623g (2. 5mmol)
[y 8—(2— FR4 L — ZE0E ) — 25 —1- £ - 1%.0. 636g (2. brmo1) ) 2— $2Hk —5- FIJL —3—(1- B
B -1-ORE - ) R 8L A AR (13 ) , 75 60°C WL 5 /INb] i, 7/E I RBE 12
/N o S PEAT B B A PTVE o FH CRE B BE AL A fS , AT IR T8, 15 21 1. 10g (2. 33mmol,
2 93% ) LG 120 SRR E B A4 R .

[0392] 'H-NMR( & . CDC1,) :1.65ppm(s,3H), 1. 74ppm (s, 3H) , 2. 33ppm (s, 3H) , 3. 40ppm (s,
3H) , 6. 20-7. 85ppm (m, 17H) , 8. 03ppm (s, 1H), 11. 49ppm (s, 1H)

[0393] (L&Y 13 BIE L)

[0394] [ fk523K 35]
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[0395]

[0396] fEFEF S, M 50mL A IR ACH =@, AW i) PRA
0. 584g (1. 75mmol) [ TiCl, (thf),. N FEFEFEUHAITEEM A, 2 A 5mL (¥ i /K THE, 28 )5
EHTUK / BRI, BT A B A2 -78°C. 1E B 4N 30mL BhFZ e B (1 =Jd I, 2%
AHEFIEFEF ) 2N 0.822g (1. 7T5mmol) LG 12, XL B AT A A B )5, 2%
N\ 2ml (B K THR, FE AL & 120 45 ~T8°C FIHEE AL &4 12 16 THF SR In T At be
AT WG, BRETUK / PR AT RN R SR /£ TR 12 /M,
FEJHE T 78 18BR 25— V. BRI A3 10mL B 7K Sk, 7E BN I dE R B
7K CObE HEis 15 21 1 [ 44, R80T T8, 1321 1. 40mmol (U ZE 80% ) HIMLAH) 13. XF13
B S R .

[0397]  'H-NMR( & . CDC1,) :1. 74ppm (s, 3H),2. 00ppm(s, 3H) , 2. 27ppm (s, 3H) , 3. 87ppm (s,
3H) , 5. 28ppm (d, 1H) , 6. 50-7. 91ppm (m, 17H)

[0398]  FD-MS :m/z = 637 (M', C,,HyNO,C1,T1)

[0399]  sLjitifs] 7 ~ 31

[0400]  JEEHSEHEH] 1 ~ 6 FFERERAE, HATAEY 14 ~ 38 (& L. A~ aHrd
[0401] [ 4k523K 36]

[0402]

[0403] 'H NMR( 8, CDCl,) :8.16(s,1H, N = CH),7.64(dd, J = 7.91, 1. 65Hz, 1H, Ar-H),
7.52-7.14 (m,9H, Ar-H),7.07(t, J = 7.91,7.91Hz, 1H, Ar-H) ,4. 39 (s, 3H, OCH,) , 1. 54 (s,
9H, C(CH,) )
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[0404]
[0405]

[0406]

[0407]
[0408]

[0409]

[0410]

[0411]

[0412]

[0413]

FD-MS :m/z = 513 (W) , 461 (W'~CH,C1) C,,H,,C1,NO,T i
[ fb52 =K 37]

J =

Ph
FD-MS :m/z = 651 (M Cyyl,,C1,NO,T1)

[ L 38]

MeO

WEY 16

'H NMR( &, CDC1,) :8. 19 (1H),7.59-7. 19 (9H) ,6. 81 (1H, 2Hz) , 4. 44 (3H) ,
3.81(3H), 1. 56 (9H) .

[ a3k 39]

'H NMR( 6, CDCl,) :8.18(s, 1H, N = CH),7.80-7. 15 (m, 10H, Ar-H),4. 41 (s, 3H,
OCHs) , 1. 53 (s, 9H, C(CHy)5) , 1. 28 (s, 9H, C(CH,) 5)
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[0414] [ 4£523K 40]

[0415] WwEY) 18

[0416] 'H-NMR (& . CDCl,) :1.48ppm(s,9H),2.40ppm (s, 3H), 4. 36ppm (s, 3H),
6. 98-7. 60ppm (m, 10H) , 8. 09ppm (s, 1H) »

[0417]  FDMS :m/z = 525 (', CysHoNO,C1,T1)

[0418] [ 453 41]

[0419]

[0420] 'H-NMR( & . CDC1,) :1.54ppm(br,9H), 2. 43ppm (br, 6H) , 4. 28ppm (br, 3H) ,
6. 96-7. 61ppm(m, 9H) , 7. 96ppm (br, 1H)

[0421]  FD-MS :m/z = 539 (M, Cyll,NO,C1,T1)

[0422] [ fk223K 42]
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[0423]

[0424] 'H-NMR (& . CDC1,) :0. 76ppm(br, 3H), 1. 46ppm (br, 12H) , 6. 06ppm (br, 1H) ,
6. 95-7. 66ppm (m, 11H) , 8. 05ppm (br, 1H)

[0425]  FD-MS :m/z = 461

[0426] [ fh573K 43]

[0427]

[0428] 'H NMR( &, CDCl,) :8.37 (bs, 1H, N = CH),7.53-6.91 (m, 13H, Ar-H), 3. 65 (bs,
3H, OCH,) , 2. 36 (s, 3H, Ar—CH,) , 1. 78 (s, 6H, C(CH,),) » 1. 26 (s,9H, C(CH,) ) » 1. 25 (s, 9H,
C(CHy) )

[0429]1  FD-MS :m/z = 699 (M'C4H,,C1,NO,T1)

[0430] [ fh& K 44]
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[0431]

[0432] ZEZIE N, A CDCLIER AT "H ONMR i il 2 45 Ron T’ 4 o,
[0433]  FD-MS :m/z = 525 (M, C,.H,NO,C1,T1)
[0434] [ fk223K 45]

[0435] WEY) 23

[0436] 'H-NMR( & . CDC1,) :1.49ppm(s,9H),2. 29ppm (s, 3H) , 2. 30ppm (s, 3H) , 4. 39ppm (s,
3H) ,6. 87-7. 60ppm (m, 9H) , 8. 10ppm (s, 1H)

[0437]  FD-MS :m/z = 539 (M, CyeH,NO,C1,T1)

[0438] [ fk573K 46]

[0439] EY) 24

[0440] 'H NMR(&, CDCl,) :8.04(s,1H, N = CH),7.43-6. 86 (m, 13H, Ar-H), 4. 16 (s, 3H,
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OCH,) , 2. 53 (s, 3H, Ar—CH,) , 2. 33 (s, 3H, Ar—CH,) » 2. 29 (s, 3H, Ar—CH,) , 1. 91 (s, 3H, C(CH,).) ,
1. 74 (s, 3H, C(CH,) ) »

[0441]  FD-MS :m/z = 615 (M Cy,H,,C1,NO,T1)
[0442] [ fb223K 47]

[0443]

[0444]

'H NMR( &, CDCL,) :8.20(s, IH),7.65-7. 04 (m, 10H) 4. 43 (s, 3H) , 2. 30-2. 00 (m,
18H). 2. 00—1. 53 (m, 12H) .

[0445] [ k27K 48]

[0446] | WwEY) 26

[0447]1 'H NMR( &, CDCL,) :8.17 (s, 1H),7.57-7. 09 (s, L0H) , 4. 43 (s, 3H) , 2. 53-2. 40 (m,
H),2.21-2. 15(m, 9H) , 1. 97-1. 65 (m, 10H) , 1. 48—1. 21 (m, 5H) »
[0448] [ k272 49]
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[0449] E 27

[0450] 'H NMR(&, CDC1,) :8.18(s,1H, N = CH),7.62(d, ] = 2. 3Hz, 1H, Ar-H),
7.49-7. 26 (m, 8H, Ar-H),7.15-7. 11 (m, 1H, Ar—-H), 4. 42 (s, 3H, OCH,) , 2. 22-2. 16 (m, 9H,
Ad-H), 1.95-1. 91 (m, 3H, Ad-H) , 1. 81-1. 77 (m, 3H, Ad-H) , 1. 28 (s, 9H, C(CH,) ;)

[0451] [ fk223K 50]

[0452]

[0453] 'H-NMR (& . CDCl,) :1.46ppm(s,9H),2.27ppm (s, 3H),4. 29ppm (s, 3H),
6. 97-7. 59ppm (m, 10H) , 8. 08ppm (s, 1H)

[0454]  FDMS :m/z = 525 (', CysHpNO,C1,T1)

[0455] [ fk573K 51]

= T
[0456] ol é oy A2
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[0457] 'H NMR(&, CDCl,) :8.16(s,1H, N = CH),7.72-7. 03 (m, 21H, Ar-H), 4. 31 (s, 3H,
CHy) » 1. 32 (s, 9H, C(CH,) ) o

[0458]  FD-MS :m/z = 585 (M'~C,HsCl C,oH,,C1,NO,SiT1)

[0459] [ fb223K 52]

[0460] &4 30

[0461]  ZEZIE N, A CDCLIERN AT "H ONMR S il 2 45 Ron T’ 5 o,
[0462] [ fk2E3K 53]

[0463] EY) 31

[0464]  FEZIE N, F CDCLIAEF M "H NMR PRI 2 45 Fon T’ 6 .
[0465] [ k272K 54]

[0466]

[0467]  'H-NMR( 8 . CDC1,) :4. 34ppm(br, 3H),6.94-7. 70ppm (m, 16H) ,8. 1 7ppm (br, 1H)
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FD-MS :m/z = 481
[0468] [ L2723 55]

[0469] &Y 33

[0470]  ZEZIE N, A CDCLIERN AT "H NMR S il 2 45 Ron TR 7 o,
[0471] [ k223K 56]

[0472] EY) 34

[0473]  ZEZIE N, F CDCLIAEF MG "H NMR P8I 2 45 Fon T8 8 v,
[0474] [ 4k22 57]
[0475]
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{b&¥ 3 5

[0476] 'H-NMR( & . CDCl,) :1.31ppm(s,9H), 1. 46ppm(s,9H) , 4. 34ppm(br, 3H),
6. 97-7. 58ppm (m, 10H) , 8. 09ppm (br, 1H)

[0477]  FD-MS :m/z = 567 (M, Cogll,,NO,C1,T1)

[0478] [ k523K 58]

[0479]

e 3 6

[0480]  7EEIE T, A CDCLYEAIAHTHI 'H NMR P I 2 45 3R T/ 9
[0481]  sLjiEfsl] 32

[0482]  (4L&H) 39 BIEHL)

[0483] [ fk2=x 61]

[0484]
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NH,

NH ba# 3 9

[0485]  7E 78 4 TR 10 100mL = LI TR R8I (7 =8 1", AW H+) FInA
12. 2g (50mmo1) [ 2,2 — “AHIFEELIR.0. 61g [ 5wt % Pd/C, BEFT 75mL LFEH, FEER
T, fE IR 44, 5 /N o iZ R TR EETEEE £ (celite) it yEJa , FEIRUE T 28 1RER 25147,
MR A S . FEER A EIE (PR Ok / R CER= 6/1) aifb i AE sk, Mifi
B3 6. 95g HIHL A ¥ 39 (W 75%, AEEE )

[0486] X153 EIM A S AT RWT .

[0487] 'H NMR(CDCl,) :7.43-7.03(m,4H, Ar-H),6.82-6. 71 (m, 4H, Ar-H), 3. 51 (br, 4H,
NIL)

[0488]  (fL&H) 40 FIAHL)

[0489] [ fkh#3X 62]

[0490]

NH,

O N
Y
XO
e 4 0

[04911  £F 200mL HEEREMH (7 =@, 2GR0+ ) I 2. 22g FRE 30mL 7K
40mL AT 3. 69g (20mmol) HIML-AW) 39, FHUKIRAEIE 0°C o, N 4. 37g (20mmol) KJ —
TR BT B, ARG, DLXFIRESFHE 2 IR, FR AL 6 /N o 751 B A i — 22
2. 18g (10mmo1) A xR BT BE, 285, /LW T RBE 24 /N o FEIZR B A N 100mL
Ak f5, FF 2R 100mL X 1.50mL X 2 FEAT A BL, FH MgSO, T A AU, 7Rk T & 185 £ 18
7, ATT, 13 B AE B TR (il (BEMVK - Okt / LR CBR= 6/1) AR AE ),
M, 4321 3. 07g BIEH) 40 (i 50 %, il 44 )

[0492] X4 EI A S R T .

[0493]  'H NMR(CDCl,) :7.99(d, ] = 6. 8Hz, IH), 7. 27-6. 81 (m, 7TH, Ar-H) , 6. 54 (s, IH,NH) ,
3. 58 (br, 2H, NH,) , 1. 37 (s, 9H, C(CH,) 5) »

[0494] (&M 41 WA HL)
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[0495] [ k273K 63]
[0496]

N

W SN framan

[0497]  7F 200mL BEIEERIR (7 —1HIE, 28G B AIHFEF ) PN 2. 22g BREREN . 30mL 7K
40mL —E 4. 2. 84g (10mmol) FI4L-& 4 40, FH KB A FZE 0°C JE, 0 2. 78g (22mmol) )
IR S, SR a, PUXRRSFE 2 =E, RN R 24 /NS . 7E1Z N 325N
1. 26g (10mmo1) MIBRER —FES, S5, fEZIR N R 8. 5 /N o 7EIZ R B NN 100mL &
K G, FH R 2 100mL X 1,50mL X 2 #EATAE, H MeSO, T A AUAH, fE9HE T 2Bk E 1557
B, 7T 100mL &R, NN 10mL =5 AR, 7E =10 R M 20 /N o E1Z S SR AR iR
A 100mL FA 1 F1 NaHCO7K , JRECA A, $245 , 4Bk BEBAHAE, 2855, F MgSo , 1A L
FH, 7EJRRE T 280 BR 25 0, AT, 15 B AR B . AR (il (VR : Okt / 4R B
= 19/1) AL AE R, T, 1321 0. 338g HIMLEY) 41 (e 12%, FEE A ) .

[0498] XA R4 B BT IS R0

[0499]  'H NMR( & ,CDCl,) :7.33-7. 00 (m, 6H, Ar-H) , 6. 87-6. 74 (m, 2H, Ar—H) , 4. 17 (br, 2H,
NH,) , 2. 62 (s, 6H, CHs) o

[0500]  (Ab&W 42 AR

[0501] [ fk22K 64]

[0502]
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OH

fband 2
[0503] 7F 78 7 T 8 /9 100mL A TR B (7 =@ W, A M A +) A
0. 223g (5. 25mmol) FIML-E4) 41.0. 254g (1. Ommol) ] 2— ¥4k —5— FIIL —3— W ke L o8 i
1, [ VA AR T bml 1 SBE 5, NN 11 SR, 7R 208 T IO 16 /N o AR T A NI
o AR 22 VAR G, H CQBE R 45 5, MIMAE 2 0. 380g FIMLAH) 42 (UK 85% , Bl 4k ) o
[0504] X453 BI AR DTS R .
[0505] 'H NMR( &, CDCl,) :12.77 (s, 1H, OH),8. 24 (s, 1H, N = CH),7.36-7.03 (m, 12H,
Ar-H) ,6.90-6. 85 (m, 2H, Ar-H),6.94(d, 1H, Ar-H), 2. 30 (s, 3H, CH,), 2. 20 (s, 6H, CH,),
1. 64 (s,6H, C(CH,),) »
[0506] (L&) 43 A AL )
[0507] [ 4L&4 65]
[0508]
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k&4 3

[0509]  7F 78 73 T 8 /9 100mL A B B (7 =@ W, A M A +) P ImA
0. 234g (0. Tmmo1) F{J TiCl,(thf),.bmL & THF, H F 4K - B B B ¥ ) & -18 C. %
0. 314g (0. Tmmo1) WIHLEH) 42 VAT 2. 5l 1 THE F I N TR &, R 5, FHER =
18, R SBE 13 /N o SN » SEERMT Hi 420, H 20mL e ik 0 » 1 H 088, M43 20 0. 321¢
AL AH 43 (IR 76 % , B A [l 4A )

[0510] X3 B A AT R E .

[0511]  FD-MS :m/z = 602 (M'C,,H,,C1,N,0T1)

[0512] [ sjafsl] 33]

[0513] (L&) 44 BIEHL)

[0514] [ {k223K 66]

[0515]
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b5 4 4

[0516]  7F 78 43 T #R /9 50mL — [ A JE Be i (7 =@ I, A M A+ ) FinA
311mg (1. Ommol) WAL 1, [ HVAME T 10mL — Z®krh . MG IZIRG WA EHE —718°Ca,
BNIE T 241 1. 6mol /L I TGt 0. 63mL (1. Ommol) , S22 FHR 2 %I, [FIR SR 1 /N
1E —78°C A 1% J SV A 8 N = &AL B8 19 1. Omo /L (1) PUS R YA YR 1. OmL (1. Ommol) o 1%
RN RENSFHE R =, IR R 4 /N, SRS, W48 2240 SmL, I\ 20mL 34, M A
I A . JEEZ A, A s, TS 2 302mg FIAL &4 44 (UREE 64 % , M EfEl 44 ) .
[0517]  sEjfs] 34

[0518]  FEF A HEAT T A/ B B A A 100mL K& R NN 28mL B 2K, 824, In A LA
R JE i HA 1. Ommol %) B4R 4804 (MAO, IM FRZRVAVR ) o 44, SN\ 0. 001mmol [ 3k
AP 2 (M BRIRIER ) » F 205 (0. 8MPa—G) #HAT N R dh IR B o — 1 DLAH R A3 fikeh
LI, —IAAE 25 ~ 28°C N 30 4381, ARG, NN/ S0 R R, AT S A58 1k o e o 45
Jei, 0. 1 2 &AL EK BB S K ek SON I, 7E 980 T 8 B VR Al R 2%, A i s oy
R 0 o3 B AR s B (R JEF2 10 DUR ) S e AT 0 i o £, 1- &
ISR RN 35% o AE N HANRIE B, A0 A E 1 1 RIS AG 25, B’ LR e R
N 65% , FHIXSE A A & 1A T AT AL 14 0. 08kg— A B4 / (mmo1-Ti « h) o
[0519]  SLjiEfs] 35 ~ 64

[0520] & T fH FHALEY) 5.7.9 11,13 ~ 38 AXBAL &M 2 DAL, 52t 34 FRE AR,
TR, &RRTRL .

[0521] F 1

[0522]
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. wEE (M%) 7% e [kg-£ R4
RAMEH 1-TH B X RO Ammol-Ti * h)]
5364 35 A4 5 87 11 2 59
% 3645 36 a4 7 86 12 2 6.1
%364 37 o9 92 6 2 3.9
% 3647) 38 14 11 58 wE 42 0.1
3647 39 144 13 43 47 10 0.9
3647 40 1ebdh 14 89 9 2 4.1
5 3645) 41 184 15 77 E 23 0.1
5645 42 WA 16 80 9 11 1.2
364 43 14 17 87 8 5 3.9
F3647] 44 e 18 87 8 5 48
3647 45 b4 19 73 25 2 5.3
% 3645) 46 184 20 92 wmE 8 0.6
53645 47 14 21 15 Mg 85 0.1
% #647) 48 14 22 88 5 7 3.3
3647 49 1A 23 86 9 5 3.5
3645 50 14 24 87 12 1 42
5347 51 A 25 92 7 1 4.8
347 52 14 26 92 6 2 4.6
FE 4] 53 144 27 92 7 1 4.8
% 3645 54 144 28 86 8 6 3.4
sk 3649 55 144 29 85 11 4 3.6
5% 347 56 184 30 82 12 6 4.4
3645 57 144 31 89 5 6 3.3
F 7647 58 et 32 87 6 7 2.5
F A4 59 A4 33 80 15 5 2.9
& 3645 60 b4 34 76 20 4 1.1
%3645 61 1ei4 35 89 6 6 22
%3645 62 144 36 24 b A 76 0.3

[0523]  SEJEH 65
[0524]  TEFR 4334T TR/ E B A AR 100mL [ & RS0\ 28ml 28, $#:545, N\ BA

B HE A 1L Ommol [ F AR AL (MAO, IM FRORVEVR ) o $2&, NN 0. 001mmol f F3A
A 43 (ImM B ZEVEVR ) » I 2003 (0. 8MPa—G) HHATIN & K U8 S B o — 321 LAKE F) s A48t 45
L, —IUAE 25 ~ 28°C ML 30 43 B, S8, BV E R AR, M AE R R IE . RS
WG, A 0. 1 M EE AL KIE RN A /K Beiss S BRI, 7RI 3 AV U SR 28, A\ b i Ak
SRR IR (TREE 148mg) o B K S (R4 10 BUR ), i S i 3t T
M. AR S A 1- B4 (3. 6mg) .

[0525]  sLjiEfsl] 66

[0526]  FEARAT VA E BRI 100mL 1) P 28ml FOR, #55 , InA LA
BIEFHE A 1L Ommol [ F B4R 4S8 (MAO, IM FRRER ) o« $&, NN 0. 00 lmmol [ F3A
A 44 (1M B 2EVEVR ) » I 203 (0. 8MPa—G) BEAT N R KA UG S B o — 321 LAKH ) A7 ik 45
Sy —IUAE 25 ~ 28°C ] L 30 438, SR, B /b &= 1) R A B, AT RORE A 1k o J R4 3R
Jiis 0. 1 S S S /KA TR A 7K B ROSEL, AE 98 T AT P VR AU S 25 A b s il
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MR (THRERS. Ing) o B K Sk (BRIEFE10 LUT ), A g d AT
Bro A S 42 1- B0 (0. 2mg) o

[0527]  Lb&:H) 1

[0528]  7E 780 EAT T A B S A AR 100mL B K NN 28mL O, B, I
PR JEF #5411 Ommol ) AR S0 6E (MAO, IM FF 2RV ) o 3235, NN 0. 001mmo )
W0/01/44324 “5/MFFIE 80 N R4k &4 45 (ImM FERIEWR ) » F 20 (0. 8MPa~G) BTNk
KALUR I . — I AR AR 34 203, —I0AE 25 ~ 40°C ML 30 43 5F, 8% 5, I /b &1
SR, MW R RS 1. RIS, B 0. 1 Y RS K A RN 4 7K e i R SV » 75 Ik
JE N R AR A, W 20 oy B AR s e (B F 40010 BUR ), 8 AU i 3t T
T MENAERN), 133 298mg JE LM, AHIERAGIH 1- T

[0529] [ fk22K 67]

3 |=

N

/

[0530] TizClir 44 45

./i V
OC{CI

[0531]  bb#if| 2

[0532]  AEFA AT T A/ B AN A 100mL B & ES PN 28nl B 2K, 55, In A
PR JEF #5411 Ommol ) FF AR S06E (MAO, IM FF 2RV ) o 3235, NN 0. 001mmo )
Chemistry Letters Z%i 1999 4F 1065-1066 T1HTiC# M N L& 46 (ImM 2RV ) »
L) (0. 8MPa~G) BEAT IR SN — 1 AR R & 34645 205, —IUAE 25 ~ 40°C B
10 7380, SR )5, /> B0 TR, I e RAs b o IRBEEE UG, AT 0. 1 M E S EKIE R
R K P % I LV, FEJ R T 3 F VR A B 85, TR 205 P o B R s il (BRI %1 10
DA ), A AT 28 AERAER), B3 2. 54g K M ABFERIEIH 1- O,
[0533] [ fk2%3K 68]

=TizCly 2y 16

0534
[0534] cl

[0535]  sEfitafs] 67
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[0536]  7E 784 HEAT T B B H I AR 500mL (1) B R NN 144ml B Ok, B2, NN
PMRJR #5500 5. Ommo 1 [ FRALER (e ( AR EPRG4EAL T MMAO-3A, IM CUReid vl ) « B8,
BN 0. 0005mmo ) FiR 4k 54479 (0. 5mM FEZRIE IR ) , F 20 (3. 2MPa—G) HEAT N Kt ih
o — i LAAH R FE 34628 2.0, — 075 25 ~ 32°C 8 60 434h, SRS, i in/b & 1 ST B, M
MR R 1L RAER G, 0. 1 48 S E KT RN Al 7K Bk S SR, 7 9k T A3 A
FHEEERS » M a5 B R 5 200 T A B Ao S (BRI 4010 BUTR ), A AR ta it
T M. IS T M 2R A B R 24 (0.48g) « AT, 1- CERIIEREN
93% o VN HABAE KA, SRR RN 6%, BRI N 1%, HOX S i 84
THET B A FAE T 2 114kg— A2 R4 / (mmo 1-Ti » h) .

[0537] St 68

[0538] 77840 HEAT 7 A/ B H I N 28 500mL (7 2 R NN 144mL TF R %R, 3255, Il
DARRJR #0085, Ommol (¥ R ERAR 4000 ( AR EPRG 4 AL T MMAO-3A, IM CURRiEW ) » 5,
AN 0. 0005mmo | ) R4k 5427 9 (0. 5mM FEZRVE R ) , F 20 (3. 2MPa-G) BHAT IR kS ih &
o —il LLAH R FE 730648 203, —i07E 25 ~ 32°C 8 60 434h, SRS, i in/b B 1 SR EZ, M
MR R I RMER G, 0. 1 U ESAEKIE RN AL K G5k s SR, 7698 A3 A
BIHEERY , M s R R 5R 20 A B AR e (R 2010 BUR ), A A0ME e
1T . WIS T M 2Rt A ERR 28 (0.09g) « AT, 1- CARIIRFERAN
94% o MR HABAE KA, SRR RN 5%, BOIRIRER N 1%, BX A i 84
T A TR T 2 114kg— A2 R / (mmo1-Ti » h) .

[0539]  sEjfs] 69

[0540]  fE78 43 HEAT T A E BB A A AR 500mL 1) = R 2 NN 144mL 1E 368 A 0. 3mg
P RRE e 5 L 72 (Adeka Pluronic L), #:&, I MR EFH# 5 0H A 5. Ommol ) H
BT (RERS AL T MMAO-3A, IM TLe¥E il ) « 4255, I 0. 0005mmol 1) ik 4k &4)
9 (0. 5mM HZRVER ) » F 0 (3. 2MPa—G) AT IR AR IE I B . — 3 LUAH Rl 38k 244
—IAAE 25 ~ 32°C )X RL 60 48, SR 5, IS N/ S T B, M e R Ak . NSRS
F 0. 1248 S EKIE BN A 7K B35 R, 7298 A3 F R 2 B2 25 A =1 i Bl o
B LT B S iR 2010 LU A A T o4 WA R CIEIE
TER LA FEM B o AR T, - ORI RN 93 %« 1E N HAR A ), 22051k
PN 6%, BOIHHIETERN 1%, BHIX L i) & A Fri b L5035 T2 89ke- A=
R / (mmol1-Ti + h) .

[0541]  SEJEfH 70

[0542]  ZE 74 HEAT 7 A/ B H A A8 500mL (I RS R NN 144mL TF R %R, 325, I
DR R #5008 5. Ommol [ ERAR 4000 ( AR EPRG 4L T MMAO-3A, IM CURRiE W ) - B8,
A 0. 0005mmo1 [ iRk 549 (0. 5mM B 2REW ) , FH 244 (3. 2MPa—G) FIE S (0. IMPa—G)
BEAT IR KA IR B — 10 DAAH [F) S A3 3645 2.0, —IU4E 25 ~ 32°C OB 60 4358, R, s
b S/ R EE, M R BT Ik . RBZZEHR G, H 0. 1 48 S S /KIS A K Gk & B
B TRV 3 PR A S 28, i a5 B3 FH 3R 20 23 A i il (245 10 DA
) AEHAA TS FAT T WA R OIS T RS o AT, 1- ORIk
FRZEN 92% o VE R HANAE B, Z2IHRINEREZEN 7%, R OIRRIE RN 1%, HIX LA B

61




CN 101687776 B w Bf B 58/59 T

Py & A v TS R AL R PEAE 84kg— A / (mmo1=T1 < h)

[0543]  sEjidsl 71

[0544] (44 1 )& )

[0545]  FEFRATHEAT T AV E B P 2B 300m FBEIR A N 2 AL SEURRE (RS54t
H=31)6. 2g (1. 0 BE/R )  FR 2K 80m 1, KRR IR L R FFAE 15°C , [RIRTR NN REAR 4 5E (MAO,
IM FF IRV ) 120mLe RS FRBUARIR ETHIR E 95°C, INFRRE 60 23 Bf o 45 , it
T PERAR B A 73, FFR 2R T8 ek Ja N TR, TRt 1 I AR )

[0546] S 4b, it Bh b A AE b % A3 1 A9 PR ORI — B0 EAT IR, TR ALK
25 AR L AT 27,9 HE %R,

[0547]  (BEA AL )

[0548]  BiA 1 BYFORIR 5 5 DUARE T 0. 1ommol AH S BEAVHIA 1, -5 A
AmL R R A 1R RO EIR A1) 9 (0. 0005mmol) 78 = I T fiAT— /N, il 2
AL AETE D HEAT T R E IR R 500mL 1R 22 PN 145mL IR0, 24,
IR VU IR 550 0. 05mmo ] {1 =284 (0. IM SSKeii i) » BEATHERE . R Pl & 1
AL L2 P, B2, I 208 (4. 5MPa—G) HEAT IR KA IR R BL . — 121 LAAH &
T 205, 34 4E 45 ~ 52°C ML 60 738, SR, A8 I/ 10 S IR, AT 3 B2 A% IE .
REEEAA  F 0. 1 2 B A A SR RN A I 6 S LR, 8 980 B 18 V2 SR 4% » AN v
RSB A b o BARBE s e CRRIE T4 10 DU ) A AU G BEAT 0o A2 R
T, 1= OB RBERR RN 87 % o MR NI A B, SR IABERR RN 1%, R OMRIEFERN
2%, RIXLEE N E A VTP AL RS VE R 104ke— A BY / (mmo1-Ti « h) .

[0549] sl 72

[0550] (%44 2 [l & )

[0551]  fETE/K &AL EE 95. 2g (1. 0 BE/R ) L 384 442mL il 2- ZJETURT 390. 6g (3. 0 BE/R ) 7E
130°C SRE 2 /NI, B PR HEE W K2R 25mL ( DLBR IR 7SSt 0 25 22 BER ) 24
AFEHAT T RESIAFR 200mL BIREIR R, AL SELE 100mL RARRE . 55 , R4
LI ARFRAE 15°C, IR NS = 23848 26mmo 1 . SR , A FE FHELZE 80°C, FE VRN
HNZ IR 49 IR, BB 150 438 o R BLAS RIS, I3k ok SRR A S 43, F R
PRIC G YRR T, I TR 2R, T A 2 1) AR 2Rk

[0552] 534, X il BL_E #4042 (0 R RO — B 0 HEAT TR TR LA 45
BBk 2 PEHEBENIT.0 EEY%, BN 2.9 EE%.

[0553]  (BEA AL )

[0554]  Fdd 2 [ FFORICH R A -5 DURIE 5T 0. 15mmol AH 4 & Y #UA 2, 5 F
AmL R R B 2 B RO EIR A5 9 (0. 0005mmol) 78 = T fiEAY— /N, il #
AL . FEFEHAT T R TE BRI AR 500mL 1) SIS 2NN 145mL 1R 5E, #4,
IR VAR IR 55 0. 05mmo ] (=2 2840 (0. IM SSHeii vl ) » HEATHERE . R Pl & 1
AT BN L2 o, B2, I 20 (4. 5MPa—G) HEAT IR SRAR IR R BL . — 121 LAAH A&
T 20, — AT 35 ~ A2°C IR 60 738, SR, N2 B 7 U B, AT i e R4 1E o e
RLEEAU, AT 0. 14 B R SR IR Al 7K PL i SO R, 7RI AR AL AR &%, Ay
Wb A R ) (TERE R 1. 63g) T B R mi oy (2010 LR ), S A=A
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TEHEAT 0. AR RSN - Tl (0. 44g) MIZEMEE (0. 09g) o

[0555]  SEjfs 73

[0556] Bk 1 A ZRIE &4 5 VR EFHE Y 0. 15mmol A &R iR #EIA 1, IF
A AmL B, %A 1R RROBLAT FRAE 4 9 (0. 0005mmo 1) 7E = T HiFE— /N,
il B AR IR . AE 78 34T T BB S A A 500mL 1Y) @ 3 N N 145mL 13245,
B, MNPV IR FH S0 0. 05mmol (19 =3 440 (0. IM ZEKEIA ) , BHAT i RE . TG
2 AL BN N OB B8 T, 356, FT 20 (0 ) 4. 5MPa—G) FTES (4% 0. IMPa—G)
AT IR KA LG L . — 1 VAAH R 73 1E25 20, —344E 45 ~ 52°C L 60 438, 285, s
/b & B R, AT AT b RMEE UG, 0. 1 Y& S E KB R 2l 7K B RN
T, TR R 3 FH I SR AR A8, M\ (110 B R R 20 o B AR s i (S48 10 DA
) AFRASMEERT oM. AT, - O REEE N 88% . 1E NHAbAE KA, 2805
ERGEPRN 1%, BLHREBERN 1%, HiX S il & 4ok Ar 5 L7512
102kg— A Bt / (mmo1-Ti « h) .

[0557]  SEjiafs] 74

[0558] Ak 1 [H RIEI T EA 5B EFHE TN 0. 15mmol A &R FTiA#E L 1, I
T AmL B BAZ AR 1 IR RRR IR L A4 9 (0. 0005mmo 1) 7EF IR R HEFE— /N,
Bl . AEA AT TR A E BRI A AR 500mL K m RPN 98, 1g 1) 1- &
I B35, I\ DV R F #5018 0. 05mmo 1 19 =37 3448 (0. IM Z26EiAW ) , AT HeHk . B
S il 2 B AL R RIS RE#s 7, 3255, F 20 (4. 5MPa~G) AT NSRRI RN, —il
PUAH [F) R 4L 45 20, —1AAE 45 ~ 52°C v 60 2340, S8 5, I N/ & 1Y S5 TR B, M1
MAF IR ARG, 0. 1 &S AL S K IETRN ALK B S SR, AR T A8 A VR AR
a5, MR A RUER 20 T 43 AR ey (B R %k 10 BT ), fl AU (3l 14047 45
Bro B 1- OIS ER 143. 9g. MERNHARRI A ), 2K AERERN 9. 48, KL )
A ERN 1. 38,
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