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v 0 1. H,;S0, H) o
2. NaOH, Ac,0

0, 0,
g Et - ' Et
1 s N AcHN
[0168] Eo N

OMs OMs
43 44

ER Y
[0169] I FH A PR 2L AN - P, SR o 76 59 PE 214 N 2 BkAk , SBT3 - k431 2 Bk ik
T&12) .
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H

1:%§] |

ZEE+ , . o 1 1 M L 10 Bar BPR ~’,-: _COE1
| ‘ " 11 ’ ‘ B n;nJ I
t.:; ) ) CO,Er dhe - A U OMs
l:"(:r‘ '/ ‘M 43 == ‘| 43a
OMs | -
Z. g [ e
NaOHagq (16234 &)
-
Ac0(16 3 E) LJ L L —’j
N ¢ 0.Et
e
ACHNT ™Y
OMs
=S 44

T 13
[0171]1  did FHZ FEH HIH,S0, (0. 8M, 824 &) AL 3 £ iEH ¥ 3 - k43 (0. 1M) , ZE 58— #iE I
JL 2% AT B R (A AR 4 3a o 7E 28— #d% I RE 2% o FINaOH (1.62M,16. 2249 8) , 98 f5 H L FR I
(1.6 8) Kb JFEALTE B E) 44 43a, LR B 2 Bt 44 . X 00 F T 2 JOE SR B RS H &
%t %A 10bar ()15 & 115 4% o 8 FHHPLCT7 VAR AUSCEE A 73 A i o
[0172]  fE—ZH P, fE75°C M6t I 8]~ , FH £ BF 1 HJH,S0, (0.8M, 824 H) b3
CBEF3- K43 (0. 1M) , 13 B A 43a, Fe Ak 2951 % U8 2SR B L EEAE N7
I, 38 T R T O R K2 HOE SR S5 B VA, R RS J5 7 S R AR
R o AEChemtr i x TR S B 2% HY 5 6 & Fift S B 2% A FHHL SO, /1 2B 7K (0. 8M, 824 &) 4b
PH3- k430 LM (0. 1) SRIEAT AL, o IX 2L SEEG ) 245 RO T B’ 176
[0173]  3- Jalk43 ) A 4 3a i i A e o 4 it P55 AN 45 B ERF [ (%) 369 00 i 386 0. 721 . 545 B
A T, A& 4 3a b # AL 2R 4260 °C FT150°C 4 3l 937 % F191 % o £E60 °CIE I , [Al A4 &4
43alf )AL ZRAEO . Ts AL 28I 43 5131 % F154 % o K T 3ZE 42 ShN - PR MT 2L [ ik 2% 1 2 24
170°C #1315 B IF 18], 5 FHH, SO, (824 5) LAFS Bk & ¥43alt 58 &4k .
[0174]  RRTHUERA [ 753 - IR EEA3H P LL BN - PRI R B G 43a 5, MR AT e
Bk A W43alt) 2. Ak .
[0175] 3@ ik fifi /5 75 G5B PE 25 A T FAC, 04 BR IR AT BRI AL & ) 43a , LIEIE SR B R4t
15 B 2B A4, Rk 58 3 - IRk 4A31) ZBEAL (7 5813) o B TR ai SeaR i 45 3, /E170°C JFE 2R
— AR BLAR R, T HIH,S0, (824 &) AbFE £ S5 i3 - k43 (0. 1M) , 65 BRI (], DA
JEAN A3 24 & 430 . il 5 £ % I FHNaOHZK I (0. 8M, 16. 224 5) + FF HAc,0 (0.8M, 1.6
) AL A Y430, 9s A5 B I TH] , LA 2 2Bk f%44 (65%) -
[0176]  ZL BRI s B B T 1A 386 0 5 350 2 B g 441 B KE o o s 5 122 B I TR 3% 5 B4 4k
RINN12% . 30s L5 BE I (A1 15393 % 1) £ W44 , ik 30s 15 BRI (A1 6 AL R e 3 v - S T
T PR 2D B, Bl SR S5 RT A 5| 1) S DT 4R AR 2 TG Jrg A4 1) 7= 26 o i S A Jo U
DRI T TR 3 £ P A B4 S0P A S5 R S T 18 i) v 1) A4 3a R B 1
[0177] [ Mi7: (3R,4S,5S) -5- BRI -4- LWEIE-3- (1- L -HEKL) - - 1-ERIR
L BR321 SRR BN A R
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KH 1) \) (0]
BEMN ;
Wi, OEt _ . ;Ej/u\oa
[0178]  AcHN AcHN

OMs N3
44 32
T 14
[0179] EIEN BRI 2 B fa4, A5 B B B2 LB 44 E1IC-50Ms 2 4]
N FE A SRAZ AR OF %814) .
1

0

l TNOE!
.xmr."l 44 -
ht

ZiR ’ | — i
(0180] gy el = [y
PRI 752 co il
= 32
P
LEIE

[0181] i FH3EH19. 51 BT ;e W 25 A ChemtrixLabtrix JBB3ELLM S 240, AL 44
W44 C-52 &k 5 E15) o 43 A B ANES IR A IS 1 4Bk 44 (0. 1M) FE 4%
F ) B B AT (0.3M, 324 8) MM 10ml SCGE LuerBi/ S B PRIV S 28 45 N34 10bar 1y
J 9 25 B0 AR T e L4 R G BT AT 1 NaN, . TBAA . DPPAFITMSAR {5 FH - 15 FHHPLC 75 ¥&A
WL EE RN BT A o

[0182]  7E100°C \FE19. 51 I AL 2 B4 v , A8 FHDME (¥ £ Bk e 44 (0. 1M) FINaN, /K %
T (0.3M, 324 5) BT WG Bh 5256, #E4790s , 3 RN B B ALY32 (63 %) o 7E HAh 5286, FAlT
ST B BA32HE L IEH 59 % AL A S BN STk Z44 (0. 1M) (357, FINaN,
AR (0. IM, 339 5) HE— AR B o 1K B s 36 1 285 R T 18,

[0183]  MEI18TILLE th, & B AL 3200 TV e il FE RN B BF ) F bR 2o 2 T fie 44 1) 28 60
1 3 21 5 A R BE U5 P T = T 38 N . FEAS s A5 BE N TR) 5 1) B R AL P32 5 AL R AE80 °C Al
190°C 43 71455 % F1100 % o« K IR Y 254472 29190°C L 45515 BE I [A] , LTS 21 B F AL 32
S

[0184]  7E19.5u] BEIETHAL S ML &5 1, ANaN, TR LI S5 A1 (3245 . 190 C Fl45s) HT-Hif
FuA% FHDPPA  TMSAFITBAAYE Jy £ Mt e 44 1) B BAG A o FE X L SL 3G v, 20 2 44 /EDPPA TMSA
FNTBAAYE FH T LAANIR] 1R B Ak 20 R D e A o 2B WA D32 B K, B F B 1 5 B B AL ) (NaN,
FAITBAA) 15 B AR B4k 2 (43 BN 100% 193 %) , 1M 3L i & B &4k W) (DPPAFITMSA) S5
FEXT AR B A 26 (3731 984 % F181%) .

[0185]  Jx W8 BRL W] Ath 35330 I L Bl A Ak
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y ¥
OO/U\OEt BEMADEE O;C)LOE‘
[0186]  AcHN" ™ AcHN” ™

Ns NH,
32 33
TTE 16
( OE1t
ACHNT ™" 39 3
- | k O))))))) l
cock, B , , ,
(0187]  napu, mms el 1j—r- wdJ
08 miPTFE &R 758 3‘3'
BEIE RT mafhgs
d N
TE1T7

[0188]  fsfi FHlE 75 A0 B T 1)0.8ml PTFESALE [ 4% (0.8mm 1D, 1.6mE ) (07 E17) KAtk
i FINaBH, A1CoC1, ) & B AP 32134 J , LAFS 2 B =] i =5 o R 2 32 (0. 15M) 55 Z B
[K1CoCl, (0.1 5) F/KH [FNaBH, (0. 30M, 22 ) (KR &) (pH=8) FRIL ML IELHiZh R4t
LTS 2 B Rt 533 1 Sl I PTFEVE ST AL 8 45 (0. 45u1 FL42) 1L BSOS I i » LA 5Bk &
IS R T G B BT 5 28 s FTHPLC T SRAREAT 20 T o

[0189]  Frjl AL FIL N (I ESRIAL B R GEH , HCoCl, fiE A NaBH, I J5 B AL 32Kk A i B )
il 5533, BUATERIE 2 b X 78 vh W2 21 JR E e (ML) BT B SR T, 24 48 FH b A A
R e & BEAT A2 TR, T B T2 1 AT e i) Al

[0190]  FEHEFALEE 0. 8ml PTRERLE S fids 24t (0.8mm 1D, 1.6meE 1K) H1, FIZz K
(pH=8) Hf{JNaBH, (0.3M, 2= 5) AL BB Z 32 (0. 15M) 5CoCl, (0. 12 5) 78 £ B H (178
EH, LAAG B B Al 4333 < X LS IR AN 45 SRR T 19 17 B ] 4 55 33 (1 A AL R B A 15 T I 1]
F) 8 0T R o 3 N R R I, AEAX L s AN s 45 B IS I 1) B W) Al F3 33 1 e A 2 3 )
81% 196 % o A BUMRLE ) S5 A7 K L) IR AN K L5 15 B I 18], LA 21 B 7] £l 4333 (96 %)
[0191]  FRATIEZEAT T 5250 LABH 504 £ B A I FH T NaBH, o 36 26 52 56 76 5 il L 7 88 75 Ab 22
LRI EN R HEAT L. 5515 B[] o R8O R 2 B AT I 55NaBH, S 7, (HR SR AE (AL B
[RICoCL A AE T » B RMMIE SR AR H PR, DLAE e a1 X Seya 710 38 4 SN PR, R
B LI TR (BT BRh LAt 757 R 2 B g i

[0192] ¢ H At 536 v, G 0 B0 7 Atk D7 VR T RN 5 Sl AR 50 °C (& SR 3 R 4 A
THF/7K (10:1) #1f{7Ph,P (0. 18M, 1. 224 8) AL THF ) B Z AL 32 (0. 15M) K22 I AE R Bl
AT I T S B, LA 2 B8 R A5 33 o 7545 B R) Jy5min M60mint , & & A6 43217 B ]
At 35 3300 F AL ZR 53 30l 925 96 FNT8 %6 , I A AIKT-7E FHCoC 1, MINaBH, H) /8 128 Jiz 2 H 3745 4 2 4k
(01931 Js W78 « B B W] il 43 3 ) S B9 5l 15 Al
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o) o)
O:Q)J\oa - O’;@)‘\oa
[0194]  AcHN AcHN

TTE 18
[0195]  {EEZLAB) F G FH,PO, Ab P B R A 533, DAFS B BERR 51wl fth 433 (7 %618) -

l

(o]
I

oAy
zE — o
[0196] pno e — | ‘;q' MHN/\'E“: '
zmw g [ ‘ s
0.8ml PTFE & 722 K3E: BEEEAhE
B
P
Ji%& 19

[0197]  FEELBh RS , ff A 75 403 F90.8ml PTRERE /e W28 (0.8mm 1D, 1.6mE
) SRALA FHH, PO, Ab B BR =] Al 5533 , 45 31 B R B =] Al 3.3 o K £ T o i) B ]tk 5533 (0. 1M) A1
LBEFHIE,PO, (0.12M, 1. 24 5) iR R L3N RS0, LS BB RR 0w Ath 53 . f5 H
HPLCITVZEAWSCER F 43 BT A i

[0198]  7E50°C . FEME A AT T AJ0.8m]1 PTFEAL S S M 2% (0.8mm ID,1.6m%EK) d, F 2
HEIH,PO, (0. 12M, 1. 224 8%) FEAN[F) 457 B B[] B A0 2 1 B2 =] A 4333 (0. 1M) BAREAT AR
1o 1 S0 1) 45 SR T K120,

(01991 vl B IR B9 ) Ath 3 3 11 2 A 2 [ 5 452 B BT () 1) 385 1 70 384 0 » 7E.60.s 457 B Ik 1) T Ak 3
98% (HPLC) [ B R B8 = i F5 3 M) B AL R T & o JE T iX e 206, A0 1B 1) 2% 1 72 £950°C 60515
BRI A, DA1S 2 iR B =] 4th 353 (98 % , HPLC) , 3 A& ST Ar] Sl i #3814 s I Fr) 2 5 6t
[0200] 5o 7% i B 1) — e 33 B 4 i e 7 SR 1 LA 3R 2 D 1 FR 7R T DL An e 3R AT RN S it AR
R o ARAFUT ) B AN TR R0, T AE B Fh AT M IE B — B s 7y . (H 2
VF 2 X Bt 7 S0 ORISR AE AR R BH ) Y6 LAY
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Unigsis MsCl, TEA, EIOAG
: RN EtOH : : SCOE MSO: : SCCLES
—A.r ()P(Vil 15
140°C, 8 min. 10 bor
92% HPLC s by OMc

0.8mm ID, 1.6m K
RT, 1s, 100 % HPLC

Chemtrix
NaN, (aq) 19.5pl 5%
ACN 50°C, 12 s
$— 100 % HPLC
|
BF, OFt,
3.1k, ACN (EtO),P. ACN
CO.Et CO,Et CO.Et
EtOL pI:r EtO P- w
EIC H OMs Chemtrix OMS Chemtix OMS
43 19.5p1 SLRz 5 19,51 R #
100°C, 12's, 10 bar 190°C, 123, 10 bar
100 % HPLC 100 % HPLC
Chemirix
19.5p1 K57 88
H.SO ., ACN

170°C, 35, 10 bar
100 % HPLC

Chemirix Chemitrix
19.5p1 RFZ8 Q 19.5pl RRi% H)

co, ET_”H”UL coa_d“””l_‘ CO,Et
HN’ :: AcHNt$ ACHNJC

OMs  Ac,O, NaCH [aq) OMs NaN, (aq)
43a ACN,RT 44 190°C, 45 s, 10 bar
93% HPLC, 30s KXE 43 100% HPLC
*BE AL IE
RT,5s
0.8mm ID, 1.6m K ZE .
NaBH, , 1L CoCl, 96 % HPLC

pH 8 H,O/EtOH

Y T

o) ; ,
:O’CO“B 0.8mm ID, 1.6m HFE j::rCO__Ei
ACHN™NY ‘% ACHN™Y

NH., H.PO, NH,
3

33
H,PO, , EIOH

50%C, 60's
98 % HPLC

K1
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80
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80+

nn

% #Hitu%
DMAMMINNDS

ANMNIN

20-
O 1 I | 1
TEA DBU Ik I THA  DABCO
TEA= =2k
THA= =Tk
DBU=1,8- =& zx# (6.4.0) +—8% -7- 1&
DABCO=1,4-—&RZ&NH (2.2.2) ¥
K10
100 &
X
¥ 90+
et
®
=
80 g'c
i : 10°C
S Y P ———— 25C
= 5 50°C
- 100°C
E 70“ ....... ’_ ..... -1 50°C
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