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S (HRERSE — L7 TR SMEEAE116.42°C AL, 1655 86 . 19°C , HE A AN -
70.78m])) 2 i, AT LS B AE 1 20 CAE I I VG 5 (FE99~ 100 C AL A B8 WL 52 2| SR B 1 7
PAZ T SN AE129 . TACAE 1658 42.52°C , HF AN 1362.40m]) o IX R R HA
28 7 E A A i - B AR T A8 25 BHRR T T-80°C (£E50mL/ 43 N ) BEAT 19 — -l T JE 4R
FR R R TS 7 DMAC HH 19 36 %6 VA VR 1) S il Z2 /s FI R B 3 (DSC) 236 » T 4738 % (45,60 LA 2
FAB0C) £ 15/ N AR M 52 3]~ T S FE W2 J56 75 DMA C FF 11 36 %6 Y VI TR 3R BB 4
i, DRI =BT TG R SRR AR T oSk LR 68, Te it ——RU T SR AU JL Rk
PR 6 /E DMAc 1 36 %6 YA VR VAR T-60 CHELIR, TN 38R 1L 96 /N AN A2 I ATATT <A (7 T 06D o
[0088] S F fifATAT Ik e (i A{HASKE T-DMAc) 7] B T4 58 VAL &, A48 - T BE
PR L R T o X ARE 110 I fl o A A — FRE e AR N 7k U A2 2 SN o 3 A ) T e P 497 A 44
AN TN, N- 2 R 2 B e N, N— 2 R 5 R fle N R Rk s Be Bl 7 — e St 7 S, A
VA A e Hb D N B fr A =T R SR R B ER BRI 2 o A — S8 St 7 SR, B Rt ] DA
FE VAT BT, DMAC R AR BB DAL S VA 77 o

[0089]  [Agb, fE— N5, $efit T — P45 ——RUT JESFF JER IR -
0

0-P-0
(00901 ci—/ & \%

[0091]  FIEERZI G4, HARIRHLAEVE 7

[0092]  #F—Lesei 7 2UH , B ad I fla o 2 v 71 o

[0093]  7E—2Lsiti 77 S, BT IR B fide =2 AUt ik

[0094]  7E—2esLitE 7y A, BT IR B i 2 N, N- - H J 2, i (DMAC )

[0095]  HH-TA R L BRI 7 BA R 5 1~ VI BT

[0096] 3.4 K772

[0097] AT ASCHTIA K& R R I B T B 1« VAR & B L 77 19
7N

[0098] J521

o-B-0 2 o-b-0
SN + ~ar$Cl N

3 3

roos9] K o K X 04 X~ O R
R R

[0100]  #RHETF R, VLA it — be R B B0 5L (RPAIR b 3C b BT se 30) 51 i
F i SRR B ) e 2 A ) (X B 3 Pl s SO AEARBE AR AL (PTC) A7 £ R [ S R ifg
RAT o AHFE AT AR 2249 5 X A STUBBAR N SRR A AS 2 R0 o IXRRAE 6 4% 1 A 70 ) 451
TEFEAEAR T VY ek e 2k, 1 APl T 2 58 o i, — 0] L SR S PR R i — -
TR TR PREL AN (PDP) 55 G B SUBR R I (CMCS ) 7E DY T R B BR & iz (TBAHS ) A7 7E T [ J¢
LR AT o

(01011 BATRJ7 S Ta (LA B B 1-400 T 1 ) SE it 1)) &7 " pHJE 9 RIN, N=- R i 2 B i

12
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(DMAC) FIINARSE T =80T 2 S R AL BB » 1R i AL S I ELQ60°CORFF , IF HLA
=LA
[0102] HZIla

o) o o)
T =X
Kp-g-o ClAO/%"C| fEAL5H TBAHS , O-II::’-O
[0103] 7I/ N o) DCM/H,0 C— o

Z—d-T AAEEAT(PDP) AT A FFLER BE (CMCS
T 355 47 (PDP) #(CMCS) T A ST AR B

[0104] N IEfETT R Tarh — - T B& R EE N & AU N T Ul B B 4% BT % 1a
AT B VA PR H e IR IR 1 A Rt AT I 2 07 VA IR AR AR R SE i . S 4, AT AT
BT EERE IR B AN SR B #h DR RN SR AR R A BT AR S R AR R IR

[0105]  HARIVALEAT IV Tafb S0 A BWTLL T T LT T B I fige «

[0106] 5211

~
o F @ i
O O . o
+ Cl 0]
07 “N" N7 N N/)\N 0 7(
H H H |
" TR-T AR T AL B

[0107]
O/ |
onc o
07 N” NP N N)\N
H H |
Q
O=P\—O% Via

[0108]  AR¥E TR, B RIVILA YA - HUT A& T IR ER AL E DL 8|V Tatk 599
(W WA SCSE R 1R 0 B8B) o MR R R IVAL A5 8T FE SR FEBEIR B5 1 S RN
T UL B o 18 A SCATIA VAL A G e R R T 5 S VAL A FZ T VAR AR
W R AR RV &8 F S0 T RVIatk & HE— 5 R 5 B w7 Al F VI
LA

[0109]  fE—285jii 77 20 , Cs2COsAE T AIDMACE ¥ 77 TV Latk W & B o Tk
Cs2C03 7] HIK2C03BXKOtBuf % , K2COs FIKOtBu & H A FH B3 R bk 45 5 3 FH B 55 Cs200: 40
G0 RV Tatb &Y 7] o B R A, AE AR AT AR e B B RUT 2k (MEBE) HH VA W3R 15
[0110]  MFVIafb & #AT =01 1AL &0 B VA A IR & N 77 R 11T B i, 9% HL
75 T SE B 1) 25 BECHR B -

[0111]  H&EIII

13
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O/ |
07 >N~ N7 N/)\N 0
J H |
o)
| Vla
o=P\—o—é
o)
R'-COOH
[0112]
O/ |
07 N N7 N N/)\N 0
P H H |
?
O=R-OH I
OH

BRI A4

[0113]  AR4E T RITT, ¥V Talk & WA A AL BER'-COOH (R 41 1= 3¢ vp fir 52 SO AR IR A9
o, FF AR 2955 ~T70°C 4 , Qs 46l 1 20 BRCH Firidk , 4 AV Ta b S B AR AE 2 B FHK
(4:1 AcOH:H20)H, I m#Aa167°C, LIS B0 1AL &M L BIE FIA W o

[0114] MR T4L & MR BRYE A W EAT 1 2T TG A W0 I B i v 7R 6 0 1 & i 7 S8 1V
Hh BT P i 5 9 HLAE St ] 1L 2P BRCH 17

[0115] &IV

O/ |
Z | 2
o) N N N N N O
J H H |
o6l o BRI A 64
O=P-OH
\ Il
OH

l R3°CON(R?),

14
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O/l

‘:ﬁ:o:ﬂijl\th:Q§N /[:i:l:o
07 N NP N N/)\N 0
H H |

O
o=boon  BEEA &M

OH lla
NaOH
[0117]
O/ |
s s
07 °N” N N N)\N 0
) H H |
?
O=P=0"Na+
O Na+
I

[0118]  HrpsQI b PTG K G B WS KEDD .

[0119]  MRITEWERA RSB T TS0 0 BE VA 70-& W B H Ak A dE T £920°C
~50°CZ 1A R T T AW BR VA 77 A 0 AE AUBE % (1 WIRPCON(R? ) 2 (L RPAIR 41 - 3¢ v
It S0) W BRI AR AT, A0S e 9] 1 ) 25 B CHR BT i, G 2R T 1AL A 0B 20 B s 791 A A2 DVP Hp
TZ140°CH AL, IS R T 1AL A P DMEYE 551 54 o

[0120] X Fui BRVA 71 WAL LIS B R T 1AL & W RO DMFYE )& W0 5 R A3 3 1 5 &
B, IF FLEIEF R AR P S D 3% a0, SR IVAL S I R FEA B <1 BE/R % , Hp- %
YIARN <0 1BEIR % o 1% W) T A0 Cr] FE 1A B 29 24h o iX Pt 7 vE45 21 1 ook i 7= i
PEME X PP LT R R A T £910% .

(01211 TP A I 1 T 790 0 5 B K LA 5 00 0 S A9 L1 25 BRD o 817 o 4
TTAL A VDI B R v 7RIS D BN BE (i 0 S PR ) /7K Hp , HG A sk in N i Na OHI) B K pH
TR L9~ FN 2110 .5 B BINEIAN T 4140°CRIZ180°C 2 0] o £E— N2y b, 5T T
WA EIDMEE 7)) 3 TR /7K F2180°C M Z)8~10. 2/ pH N A3 DL 1S 2I=0 1AL &4
[0122]  sEjifaf3

[0123] il 22 DL St il m] 8E— A5 B g A A B, 3% 42 S it 491 4 b i Pl T s AR % 7
ST 10, 91 HAS S BRI E R

[0124]  fE R B SLiER UL R AEAR GRS, L TS B AT & RN AR 2,
A EA HIEH B2 L.

15
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[0125]

[0126]

[0127]

Cm
CMCS
Cs,CO3
DCM
DMACc
h

HCl
IPA
mbar
MeOH
MtBE
mol
mL

g

mg
rpm
min

mm

Na,CO;
NaHCOs;
NaOH
NMP
NMR
PDP

PTC
TBAHS

v/v

°C
POCl;
K1

JE K

AT AR A AR B
B PR A8,

=R T

Z VR LB
N B

R

7 R

ZE

¥ Bz

L

}

~
«—
s

SN

s

4

AEPEEEC

X

i@

>

FR 4N

KR 240

A AL

N- ¥ 2 vtk o4z, BR)
AZ R R
R T ARG 3
G A
w9 T AR f4%
PRARARAR
WK
ZABAHE

SR S RIS TRV G T N

16
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[0128] A, Z—RUT S AL IR BRI il 4% -

[0129]  FLF1.

[0130]  FoE Ay U] kU R B 1k I I 1) i %

[0131]  ——fUT A& F AL wE ER IE 10 ) & /R 18 G BA N I SCRk P % 55 :Mantyla,et
al.Tetrahedron Letters,43(2002),3793-3794f1Chadwick,et al.US 2006/0047135.F,
ME RN X B Ty ket R b i 1 7 28 90 BAS B 1 w4l g, 1 HL28 H 55 I Jr 422 fic DA i
FoOE T U T SRS AL R TR o DA T EAR ST 9 B A T AR BRI IX AN JT 1

[0132] & N FHL, A IR - U T SR &0 FF SR 0 2 15 ]l 3k DA R O R PARR B 1 7= 2 (>
90 % ) FHZE B2 (>99% ) A Al : 4.2 . 529 &= I OMCSHR A PDP A1 AH 4% #2 46 44 55 TBAHS EDCM/ 7K HH 1)
PIAHTR &4, 3 B A B 1 i\ 20 % B NaOH7K ¥A VR pHARL 1 7 2118 . A 4 , il 1ok il & AF —
FR L 2 i (DMAC ) ) 30w %6 Y 98, R BROR B v 1 — - T & A BR R ) A2 T JF
HAWE 2 3 5 AT N

[0133]  J5iEihi .

[0134] T 18°C/d HIZEDCM/Ha0 () PDP 5 2. 5 24 8- CMCSIK) TBAHS AH S B2 A AK 1) I B2 k&
TR RS R AL R R o 8 AN 20 %6 NaOH 7K ¥ W K W 42 pH I 15 L 1 = 218 6

? o) N o)
KQ'I?'O + CI/\O/é_CI ’TE’HQ?HTBAHS . _/O_lg_o
1] !
[0135] © 0 DCM/H,0 C— o N
20°C 7(

—-i-T A4 (PDP) AT AR AAER B (CMCS
%-T AHrER 47 (PDP) F i ( ) T A ST A

[0136]  T-20°CHIpH> 7yl Jk T 2B DCM(DCMA B & F ) o [l A -0 T B & R L R 15
BIAMEBE , 3 H i3 F 2 % B R V7K I e MEBEJZ 2K LB TBASHS . s U T 244
TR T , N NDMAC , 98 5 Z& TR M BE o 2 T PDPRC UG A4 K}, 72 2 > 90 % o FEDMACH 1 — L
THL P LR RS 1) 4 P AR R TH-NMR > 99 %

[0137]  ZAE /P& /D H AL A 1) P A AR TR (NaOHAK ¥ V) AR 1 3k 22 (19 ] 44k
(1 @INaHCO3 \NasHPO4 B Na2COs ) ; 2) % B A £F IR AR AS Hh 04T, R A 2 B i i PR 32
ZE Nk R A Fh BB IR 6 45 P VA PR SAL B B A, H e /b 7 AR5 SRORH S RIS ] (3] Fsf
N T R [E I S A 9 S ZEDMAC HH R 30w %6 VA TR T 7E B A 40°C TR 385 T RT3
S AR IR AR E .

[0138] 78—/ EAR S HIth , %56, 3gMPDP(1.0mol 24 & :91.2w% ) 53.53gfK TBAHS
(0.0529%) .60 7K F1300gFIDCMAHIE & « T = il , 4586 . 6gICMCS (2. 524 & ) £ 4h % N I
N VR AW o AECMCSFORHE ), S8 L i\ 227 g1 20 % NaOH 7K & O pHIE 5 48 - K15 2 1
FH VR AT 20 CHt LK - T 20°C A DCMAM 1% 5 HHVE A 40 1 e & (500— 3002 2 ) 71
ZBR AR ARV A 200mIMtBEZ )5 , 43 5 J2 /K EFE B, I HRBAA HLZE H300mLIK 2%
NaHCO3 7K V& TR e — IR B 2B A AL B A AL 7] ZE NN 90mL DMAcZ Ji » T-40°CUsl 1k 2818 LBk
MtBE o 44 ¥ %0843 B R VE A 808 1/ DL 25 BR IR = I DOMAIMBE 45 21 —— 50T 250 F 4
T IR IS (128g i) FF i 'H-NMR 37 , S -~ T 0 SRR PR BRI 72 3 N90.7 % o (-
AT LG L BTG £ 36.4% s DMAC :63.4w% s DCM: 0. 03w % ;sMtBE:0.01w% ;PTC:0.01w% ;
7K:0.6w% ).

[0139]  H &4 sS85 : 1)DCM AT 4% 5 5 R , 2) PTCH] £E B YR A5 B A 4 224, 3) 1 75 5mo 1 %

17
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[IPTC, F14) JUF-IR EDCMAIMtBEH 1 No 58 v 4 2255 o
[0140]  B.EMtBEH 20 VIath & 00K il

-~

| ?
ionFjl\/jN\ /©:o g I? °
P = + Cl O N
07 NT NT N7 ONT N o) 71/
H H H |

v

loszco3, DMAc

[0141]
o

inn@

—P O-*é- Via
7

[0142]  AKVIafb WA B Ui -

[0143]  ME7EDMACH 927 3g (1. 229 5) (IR IR #( . 1 858N, N- - F L 2, Wi fi . 33 . 5g =R 1V
A (12495, 70mmo 1) FI74g 1130 6w % ——FU T AL F B ERES (1. 259 8) 2K I T40°C
PR AR 3 T K OB % B A A E S I8 I I 11 8mLEIMTBE A 7K o A4
5, I HAG K2 H94mL MTBEBES:  AALZE % B F94mLK ¥ A HLZ ™ 4 1 FEMTBEH 1)
187.9g AV 1a, (T 70mmo S IVAL A4, P22 RT4% ) .

[0144]  C.3UITatb AW (BRRA I 1 il 4% -

0" |
o c O
NTONTON N)\N 0
J H H |
] Via
o=P\—o%
0
[0145] l
-~

T
Iz

[01461  Piff .

18
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[0147] K5 2R (168.6g, 160 6mL) SRR &I, K %R A WA BI6TC A5 10 1 F
SRFRAZ I AEMTBEH I 2RV Tatk A VA (18Tg , 170mL ) NN B 2, B K W o T K U 7818
KR RHSIMIBE , JF A543 B FERBEFE 2, 45 2135 A mdF . T 300 28 10 28 10 25 B el AR 1Y
MTBE , 4 B3 4 1 20 CHL PR AT B 3 Ea i 44 o K I8 DF A AT R (2 X 160mL ) e I
T30 CTHILR 152129 8gtE N Z BRI I G IR AT LA -

[0148] %29 8g/E Ny 2L BRVA FIA I T AL &4 B VR CHER LN : 1L 243 &) A
150mL. DME BRI BI50°CIFHEH: 2h o SR JE A5 B PR I0A 0 2 SR IF 1L I8 - JEYFHI98mL MTBERG
=G IFT 30 CHE TR AT BT MU S VB A A4 (26. 7g) (T T0mmo 146 &
IV, 73 N55% ) o

(01491 D. ISV 7SR G PR il % -

[0150]  HF B ¥4 1 540 (10g , 15mmo 1) &% £E100mL K F R B H: /NI o5, I A 50mL
IPAFFIEIE IABL. 9gf 1M NaOHKFpHA3 . 3Y B8 5 o4 KSR A PN EI82°C , Bt 1/
Ff 33 1OTOK 3ok 8 8 3ok B8 L ¥4 K2 20°C , IF BR300 ) 2 VR VL 0 S 8
A0mLABRE G PIIK 3 TA0°CEL 2 AL AL 19308 6g 0 LIL S A K A1 (TT%7738) o
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'SEQ 20 40 60 80 100120 140 160 180 200 220 240 260 280°C
0 5 10 15 20 25 30 35 40 45 50 55 min.

K1

100t -

404 \\x .

201
20 40 60 80 100y120 140 160 ?80 200 220 240 260 280 °C

lvl'](lvl|lxxl|xl T T T T

05 10 15 120 25 30 35 40 45 50 n

K2

20
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in B H M

2/2 1

2]
¥
ol
5*.;\4\ 0-‘: :
o 4 l 4
"1
-2
§ 20 40 60 80 100 120 140160 180 200 220 240 260 280°C
ST T T Ty o 30 35 40 45 B0 55 min.
K3
0.4
IO;Z
LA
oE Ik
&,MIO’O_
0.2-
0.4-
O 100 200 300 400 500 600 700 800 min.
K4
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