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ks 1 F T BRIFE 1 45 28 TR R 28
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tig S HARY = W0 v b T B8 A A0 A 1 10 11 R0 5 4 1 1k BEL W 2H i Ho 52 A 5 ] DA $10fi| JR Ak
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6 7 1

[0027] I, 2PER1) Fr IR JE A & RN E Ay, B FEIE 10 a0 iS40 240 Sl E 4L
B, I E AN 5 1208 S5 5 R A 2 2R B g ) R EE IR =0.25~1.0:1.0,fL1£0. 25
~0.35 1.0 iEFINFR IR, “HZE, A RO T BB, 2 R R AR
e 2—FF 5 Y S0k e 1) — RSO L A AT R L VR A » 0% R 2R s S BT BE0~40°C L, LI
10~30°C ; R BZA ] 1 ~24hr, Pl 1 ~4hr s Forp ARG B A A0 R m] 2 A DY T 28R A . = 2, 2%
SR =AM BUR 2 FE200~2000, 01 Y T IR IRk AR s MHES R4 ) 5 TR) A 3
SRR HOEHEE SR L =0.001~0.01:1.0, L% 50.003~0.006:1;

[0028]  DUR2) A HILAEIE SIS a3k A6 B Tl S R I S - ) i 2 DR B S B
PR S5 DI R R R 0 s o FH A D 1 79 1 e FH S0 A0 B A 3 A LB
FTEA (Z 2. %) DIEA (SR E 28 DBU (1, 8- &% 3+ —WR-7-4%) At iE .DMAP (4-
N, N- R ) S5 ML, 012 S0 A AR s Bl 5 3 -T2 R B (L& 44) I BE 7R EE M. 0~
2.0:1.0, 81 1~1.3:1. 0, A AUEBE S 2EY) i 5 3-THA R BE (&1 1 HE BRI
HNL.0~1.5:1.0,f01%1.05~1.1:1.0; KRR Z0~40°C , Lk ~15~30°C ; R BLI [A] 2~
24hr, fLi% N2~5hr;

[0029] D ER3) rh 4 Jy A I 1) B Bz FH &L Al - S AL B A BB 3 TEA (Z 4%
DIEA (SR IEZ ) DBU (1, 8- A Z =3 1 -7-45) JWLIE . DMAP (4-N, N—— FF & kit
WE) SEA LI, DL S AN s Bl -5 0] FF ORI IR — (3-HH L) BERY AR /REE 1.0~2.0:1.0, 11
T 1~1.301.05 WRIE 55505 B 280 IR - (3R %) BRIMEE/RLE M1.0~2.5:1.0,fti%1 . 1
~1.2:1.0; MR EO~40°C, ik N15~30°C 5 ;) Niff (] 8~24hr, fiik N12~16hr;
[0030]  JBUR4) R FEAL S, AL 3% FHRaney Ni Pt/C.Pt0255 G ATAIE HPd/CY
AL T, AN AR 0 5 R B B, A0 B WD T 2 4k 4 I B R ) FR R DR i) L p %
Raney Ni,ZJ51% FH A IR R IR IR = L G R 5 , Lade Ho s AL o IR A (w/'w)
[115% ~30% , 1k 15 % ~25% s Ak INE B ide & 771 9 CL-CA R EE L DU S0 | 12 186
(1) —FE UM TR LGRS, ik B s ) REE FE20~100°C , Pl 840 ~60°C s I B JE
J1 N1 ~8atm, fLik2~4atm; 5z NI A6~ 20ht, 1% N8 ~12hr;

[0031] D ER5) Hp il 4% 560 Sk I e PR R oM S B2 A o, T PR ) Joa & 1 4 B IR 10 % ~
50% , flLif 20 % ~25% , T iR 5 i) (A7) BRI N1 .5~5.0:1.0, 811 .8~2.5:
1.0 28 o B ER K B 2 LI ROBE AR, S B A B FHIR IR , TR PR 1) B & 1 40 FL R B 10 %
~50% , Lk 20% ~25% , IR -5 fr i3 A L BE/REE N1.0~5.0:1.0,f01%1.3~1.8:
1,055 B EB0~100°C, ik H70~90°C ; S MR ()4~ 16hr, flLi% 6~ 10hr ; J5 b FE ik
FEIMNC1-CARI B ISAE AR5 77 (CA Gl Ab ok R 45 B Bk TT v 78 0 Bl AL, e P I s sl v
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FmE 2K EEALE S BT R BR BN Bk FR A 25 AL, ik =K .
[0032] AR EHIEW KA A Bk Jrikd— b6l & BV TR EREE (L5 9) kR, A

(LSF
[0033]  6) tb 51 4EDMSO (- FF B E ) o , £ AL, AL AR T T 5 3-SR R IR

HZ0-Fe AL S NAF B S HIA 5

O, - e — (L
[0034] OH 0" NH,
1 A

[0035]  7) Ak G AR £ R 4 ve il i 7 S LS 4 B AE L [ e i, BT = 29048 T AL 1%
MLh e o FIR SRR AR BBV 5 T EIR L (k519

Lo — O
OH
GN\/O\O/\/\NHZ + HO/U\/OH 0/\/\?[*/
A
8

[0036]

) ZIOH LN P— CK/Q\O/\/\N/(IL/OH /2 :IOH

H 0 ][‘ Hi (0]
9

(00371 AR SRS A B3 B v il 4 1 v T Aok il 2 B0 8 T I 0 G 56 P 2k
L FE, B -
[0038]  8) fh W 9L i i B A5 B LA I BV T, BRI L BS B DV0 % T e
Ml , B S HCL I A B R A2 A 2903 T B BB SR A 2k o

O’\/O\o/\/\?jk/o” 172 H:IOH — O”\Q\o/\/\ v)ok/ou

0 H
8

[0039]

Yy — Gl L

+  HCO  —— E::L\v/[::l\0/\\/»\¥ji\,ij/ « Hel

FHRTRRMERS

(00401 ey ] e Aok % Y B ) 46 2 1 50, A8 P LA S 60 " - L B 7 49 80 ) 1) A 2 2 B Ay
IR R PR T AR T AR a1, BARF ZE 2 P RA R AR &1, H
TR 2 B BT LR HIAS 730 18 vh TR B SRl 4, AN fRiAL T Ak o el TS 40 J5URL )
i 2 2 I L [R) P o R R SN I EL 49 B g 4 PR e R 5 /D (202, 5% BE IR R AR
ELLAHEIRE) B0 VI BN B D R L€ & A R s P R R AL S LY
JAS AR P T 2 P REE ) i 2 P AR AR AR

[0041]  AESRIG rh, FATT S 10 7] A 22 2 R P R I L4 S 12 1) 46 A0 5 PG 1R B it 2k, i 1
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B B T IR = 2 R AR 9 I, A R B R B R AR AR, 81l 7= %, A AT i 48
il % DV T REW) A, £ 2 RS , B R LA TR) fiE 2 R R R 1 aide Sl R L) R
A A T I i A 5 M W S I ) I 2 8 2 7 R SO, A T2 B 5 iR B VD
TRAY.

[0042] 5 Y AR AT et RCR A2 « R F S R - B 2 45 1 1) i 22 2 P B D o T A 4% 5
BUDE T RS £R R R I O B (A4 3— (1-WR g FFY L) “R Mgy 5 8 LA Ta) A2 2R FR e (T 5 903)
ST OB 26 AL B D6 I 25 20 BR P i) o TR A S R P & HL ] AN IR gk, PR L
WA BLEGHAT T — P BoR AL AT b AL fei (R A s AEAR B BT Z IR 10— R 51 S LA
e HE SR, %o AR 7 U # e IETC R R 2 5K 5 HLRE RO A5 31 DG i o 8] 43— (1R g FF ) 2R
P73 o A T S 3 DR T e 22 Y B 46 L R S 17 ST VA BRI 17 D0 5 Bt G DAL Dy ) 3 02 2 T i
AR 10 T 1 28 3 Y 2 7 s A 34 PR 1] 7

BREHES

[0043]  SEf 1 - 3— (1-WR e FF 25) A2 (b &4206) 1 il 2%

[0044]  ¥51500g FF 2K B s REHEH , 2R G I N604g (4. 00mo 1) (B FHE R R % (tb 543
FIING. 0V T B IR v AR 16 C LA PiHE T, 167545 5¢ (1. 20mo 1) BNE AL AN /K&
TR N R RL A, 5 I BEAE30°C AR o N s BB i , R R AE20~30°C ) S 2hr o HL &2
i) i 2 O R i A 0 S B2 58 K2 M 1k o

[0045]  FfIN Ak & W3 5E A B, A R BV TP AN 1800g /K, it £ , F M A 820g
(4.31mol) i FF RTEIE S, 45 il S S 230 °C LA TR L 3 N Fi S i il 4 (1) 7% 200g (5. 00mo 1) &
AN K AR, TN 58 BE S PR B AE20~30°C S B3~ 4hr , BL B AL A WDA4 T SR 58
B IR AL R B 5

[0046] iy Ji , 44 il ¥ A5 30 °C LA B I FR S TE hil 4 (9 7% 2008 (5. 00mo 1) S A AL A I K VAV,
N SE T, i HE30min, BRI MN392g (4.604mo ) WRIE , 4 il BEAE30 C LA T , M s e )
P BEAE 20~ 30°C S N3 ~4hr , 7K RATE  TLCIM 15 R, BL AL A W54 3 SR 56 HE Ny
1k

[0047] 55, § &, 7 KAH FH400g B R AL o A FF A HLAE , FH 7K (6008 X 2) F A
90g EAL BN AK I AT — IR, 5 tHA LA AR /K B BR A 5% o b 98, Wie S 8, 9B e TR 4
BRNHCIRVI AL A P16£1920g (R i 5 :880.38g) »

[0048]  #ZHEEUHE :"H NMR (CDCls) :8=8.23 (s, 1H) ,6=8.12(d,1H) ,6=7.73(d,1H) ,5=
7.50 (t,1H) ,6=3.60(s,2H) ,6=2.45 (m,4H) ,6=1.59-1.64 (m,4H) ,6=1.44-1.52 (m,2H) .
[0049] S fs2: 3— (1-WRHE F JE) 2R i (L A47) 1 il 4%

[0050] 5L 1+ BT A3 BT A HeIR Y (BLER i 28808 1T 5, 3.995mo | s 1L &-406) I\ 2 Jin
AETDRIGIMATIO0H B, fit #5151 Ja I 176g 4k 7fIRaney Ni, H F1100g B 23 10K
HEAL T T3 3 I INE b BB B2~ 3K, A E H2~ 3%, HAE S 1) 3atm,
FEAEA5~B0CI A, B2 M 5eEENIE .

[0051]  HIAL A6 AL RAL AT 2 5, ¥ VB S0, S A ) B SRV, Mk 4
FREE , 19 B[ 44, BT R 19 B AT RS A 1A T730g GRIB & : 760. 26g) ;U :96.0% .
[0052]  #¢ i FH Ayl Tk il $244 J5 ,mp: 108.7~110.3°C.,
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[0053]  #ZHEEHE - 'H NMR (CDCls) :8="7.16(t,1H) ,6=6.76 (s, 11) ,6=6.74(d, 11) ,5=
6.64(d,1H) ,6=3.69 (s,2H) ,6=2.43 (m,4H) ,6=1.60-1.67 (m,4H) ,6=1.46-1.53 (m, 2H) .
[0054] X bk 48] s 3— (1-WRWe R 28) Rk (b & 407) 1 il 2%

[0055] >R FH <& i 1] 1 e i & I AL S 406 (3 RE AR E 220 TH 5, #0BE L5 . L glA) il 2 R F
Bt I BN S, HnA FEE200g, BEFES &) 5, B 2g (BL T3 115D #6715 %
Pd/C(EKELBL%) B AEH2~ 3K, AN EH2~ 3R, HAEE L1~ 2atm, {7 AE45~
50CHAE, AR RMNFEENIE.

[0056] AL A6 E AW ARG, & E B =I5, L ST, AR SRR, VR4 FF B, 159 2IKG
BELARA [ 7 5, 4 2 3 B R ST R A Al 48 . 4g (BRiRE:19.03g) UK
441 % (W RART LB 20U ) AT E T & I o — 4 Ay la) B R k44 Tg .
[0057]  SEjifafs]3: 3— (1-WR e %) 2Ky (LA 41 1 il 4%

[0058] ] e IR NN IK 1750g, Y2 H 10~ 15°C Z [8] , #+E R n500g (£15.000mo1) i
TR , 35 HE EAE30°C UL R W INSE ¥ 5 , o H1 2215 °C, I N SE it 491 2743194 75¢ (2. 50mo 1)
AT, REAT L SE AVE R, IR 2 0°C LA R, W N 181 (2.63mo ) MV AEFREAMT 7K VAWK - 15
HIHEJEAES CLA R M NsE Y 5 , fRIEAES C LA R B0 . 5hr, TLCH L B0 7 45 I b 58
J& & FH (& L) o

[0059] [ S5 — AN RBIEH N 125087K , 3 iN375g (£93. Tomo 1) WER IR - 78 N 5e 5 5 , fn A
IR REAETSC ~80°C o ik i VAR 1 W n & VR L o 3= L RS AE 80 °C £5°C o W N SE B fa » IR
FRR EEAE80°C ~85°C R M.6hr ~8hr, TLCHA 14 & B o L %8 (R I Ay 2k o

[0060] Ak N SE RIS , W IR B AR RIA HI A 30°C A AT, BEINAG00g BT , i INZ1350g (£
19.8mol) 2K, #EHIMEZAE60CLAT , W pH=9~10 (A ZUK B AL I 72 b 2 By th [ 446) o 1
e 5 B RS IR 10 C LR AREMT d 3 ~4hr . 1 3E , 60 ~80 °C 8l KU T 15 2 R A £
&1, TH450g GRIB & 477.45¢) ;U :94.3% .

[0061]  # 5 R I /7K A il $2 46 5 ,mp: 135.7~138.1°C.

[0062]  #ZHE%UHE :"H NMR (CDC1s) :8="7.10(t,1H) ,6=6.76(d,1H) ,6=6.70(d, 1H) ,56=
6.64 (s, 1H) ,6=6.38 (br, HKZHJGWR) »3.43 (s,2H) ,2.45 (m,4H) ,1.57-1.60 (m,4H) ,
1.42-1.44 (m,2H) .

[0063]  SEjiffsi4 - 3— (1-WR i JE) AH LT (b &4206) 1 il 2%

[0064] ) Je LRI 150g BB , 5 #F T IA50g (0. 331mo ) [RIAH 32K RS , fic ¥ Lhr , ¥4
HB0°C LA, W IN70g (0.824mol) WRIE , HA AR 10°CLAR, N7 . 1g (0. 132mo1) #ll
SAER, IR IEA I 30 °C BN S TE BR T, WG T, TR B A 2008 7K 43 B, BN N90g ¥
IR, A, OB CBRAEEUZR BT (%28 BN R AH AR R ) IR B K AH , 20K i pH=
102547, M FH B8 CBEAHL 1), IR IR AN T8, 1 98 BRIV, ot ok 4 T3 57, 15 21 5%
B (e A516) 31.5¢ (FRILE:72.88g) ;% :43.2% .

[0065]  SEjif 55 3— (1-Wk e ) AH LR (fh&4406) 1 il 2%

[0066]  [a] Jx R N300 R , #  T iA\40g (0. 265mo 1) [A)fiF 5 25 FF %, S8 J5 I
45g (0.530mo 1) WRIE , F N AN40g (0.397mol) = Z.J1%, 5 I #260~70C [ M. Z)2~3hr ; BN
WAE110~115CRMLI3~4hr; SN N 585 o 5 B 2280 ~90°C , ek & iR 4 FF I [ 5k B
YR I 200g7K 43 5L, BN TOgU $h 1R , 784 Bt , H 4R & R A B oa , IR BE /KA, FHE
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KA pH=102E4 , B H 2 BR . BEZE B W), FHR BREN T4, 1 98, WO AR DRV, U IR 4 T
), B3R E Y LA 106) 36.9g (i & :58.30g) ;% :63.3%.

[0067]  SEZiff516: 3— (1-WRNE FF L) ZRAE IR % (L A0 1 il 4%

[0068]  [A] /e MEJE HH TN\ 7508 — R B A, TN 420g (2. 196mo 1) 451 (SETE 51 31H14F)
M A340g (8.5mol) &AL, I, FHEEL190°C , I 14gBAL 4, BeRE R, o fE A
340g (2.615mo1) 3-5 P I Eh B & , (R IR AE 100~ 110°C [ M. 20hr o A S 58 B I, TN
1000g7K , VR ERBR Y T pH=10~11, W B FE 41 . 5hr , 5, 279, 7K AH FH800g B R AR HY —
R A FFA VAT, FHE50kg S AL SN B AV IBE— IR, 530 A MIAEHR 48 T35 57, FREE , 459
)500g (B 4 & :545.38g) UK ZE:91.7%.

[0069]  AZREFAE :'H NMR (DMS0-d6+D20) :8=7.14(t,1H) ,6=6.79(d,1H) ,5=6.72(d,
1H) ,6=6.68 (s, 1H) ,3.99 (t,2H) ,3.36 (s,2H) ,2.68 (t,2H) ,2.31 (br,4H) ,1.81-1.75 (m,
2H) ,1.51-1.45 (m,4H) ,1.38-1.35 (m,2H) .

[0070]  SEjfEfs7 . B ybE TR EERER (LA 9) B &

[0071] [y MR H A 450g (1.812mol) fhA WA (SEREHI6HIAF) , NFAFI80°C, A HEIMA
150g (1.972mol) 2L 7. 1%, 4k 4 FHE BIIR JE 160 ~165°C , )4 ~5hr K B 58 B, [ IE B 70°C /2
A5 1A R SR N800 £ R 2L B8 , FE3HE 3 S LDV A, FH 2 AB g Bk B I /K VB ML 78 3 1
RGeS, FE, W, KA 3008 48 ZBRZEEL— IR, B - AN , 3 50 S AN K I W
Bk, o AN I T ZKBR BN ANE THE 2% , e D g M 6, 3k 98 W B2 BBV, Tk 4
THER, 13 G E48) 51 TRy GRit & :555. 16g) s #:93.1% .

[0072] & IRFT1R AT A517g (1.68Tmol) (L& HI8 15008 T /K 2. BV fiF , TN 106g
(0.840mol) —/KEER, IN5e i, BEFE T FHE E R A Lhr, BIRA AR 0~5C , HiFk: b ik 2
dhr, 198, HE A AR K (LA P9) £1600g (2 H R .

[0073] ¥ K5 L3R Bri8600g7E it FH85 % 2 BE I K I 25008 45 &t , 15 B il 5 AL &
Y9, T8 423¢ GRIL B :636.72g; LL450g b S WIABREHT ) U 66.4% .

[0074] S8 : BV T B MR IE £ R SR 11 il 4%

[0075]  #%58g(0.930mol , #2890 % & &4 5 f5) A FAAE T 1160g7K 1, % 1 2120 ~
25°C, e T, IIA300g (0.854mol) B V08 T BERE: (&9, SKHEH 7THIME) , HINA L1
CERAHY (600g+4508) , A FEANUAH , FITC/KBRER AN T8, 1t 98 JEBOR 4 , 13 - W 2 & T
(L &18) 251¢.

[0076] K FiRFTA3)251g 2V T 5008 UKMEs FRVE Al , F DN 1 70T BF , N 4 [l 3 i
N 2hr s BN RON. SE YR T, 9 R R AE 2R , V2 H B 15~20°C , I 600g7K , B A 600g 2. 1R
e ke T, 2300 g Bk R #H K A VAR T pH=9~10, 73, ZKAH L 12 £ R ZE Y (400g+
300g) , & FEAWLAH , FTC/KBRBRBAT- 158 , 1L 98, DRV 48, 15 B W B T EE R B (L &410)
280g.

[0077]  #% LA Fr131280g (0.804mol) B yb% T EEERR) FH1400g A FRVAfE , ¥2 H1 20 ~5
C, M INE A 32e ANEAN LR CERE W A A 5, B HE CRIEAE0 ~5 CHr di 3~5hr, i
P& BTGB VR T BE IR R R R 295¢ (FRIE & 328.58g; LA300g L A 9B R &) s Uk
#:89.8% .

11



