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goood
it TBDPSCI i
HN™ imidazole HN™ OCNCO,C2H;5
J\ — )\ -
O” 'N” "NH, DMF O”"N” "NH, DMF
60°C,1.5h 25°C, 24 h
OH OTBDPS
1 2
o O O O O
HN N~ “OC-H
LN 2 crsona MY TN
O "N” "NH, CoHsOH O N N O
reflux, 17 h
OTBDPS TBDPS
3 4 (PPT)
OoOooogoogao
gooo0ooogooooogobouogoogooooDouoogogooogao
gooooooocgoooooootoogo ooy oo oo oot oo ooy oo oo
0000000 ooDooDOobOoooooDooDooDOooDOo@ommobhOOOOoOooOooOOn
0000000 o0ooDoDODO0oDbO0o0O0o0ooDOooDOoDbODOoDbOOoOoOoOoD .00 eomme)dnDdaDn
ooobooooooo@GommoHhO ODODODODODODDODDODODODODODDODODDODODODOO
gooooooocgoooooofoooc oo oo oo b oo oo o ooy oo oo
0 I A A 7 o [P S9 G1

mol0 0O OO .0 0O)0*H NMR (DMSO-d6, 400 MHz) : & 3.54 (t, 2H, NCH,CH,, 9.6 Hz
), 3.83 (t, 2H, CH,0H, 9.6 Hz), 4.57(br, 1H, CHCNH,), 5.09 (br, 1H, OH), 6,61 (b
r, 2H, NH,), 10.32 (br, 1H, NH); 13C NMR (DMSO-d6, 100MHz) : & 44.13 (NaC,CH.),
59.28 (CH,0H), 76.52 (CHCNH,), 151.87, 157.04, 162.890
oooooao
1-C-t-00 0000000000000 0-6-0000000000000000
0000000000000 0000O0SOmMOO0O000000000000000001
.0g(G.8mmol), t-0 0000000000 DDODO0OO@ODOO0O1.7 mL, 6.4 mmol),
0oo0oo0oooooDooDoos87s5mg, 12.8mmol), 000000000 DOOOOODOO6 M
LOOOODOeODD1.500000000000000000LOO0O00000000000
go0ooo0ooooooooooooooooooooooooooooooooonOon
0ooooooDooDoog?2.2g, 5.4 mmol,0d 0O 92.0%0 O
H NMRO DMSO-d6, 400 MHz): & 0.960 s, 9H, C(CH3)3), 3.760 br, 2H, NCH,), 4.040
br, 2H, CH,OH), 4.600 br, 1H, CHCNH,), 6.700 br, 2H, NH,), 7.410 m, 6H), 7.580 m
, 4H), 10.320 br, 1H, NH); *3C NMRO DMSO-d6, 100 MHz): & 19.110 SiC(CH3)3), 26
.9200 SiC(CH3)3), 42.0600 NCH,CH,), 61.5500 NCH,CH,), 76.1500 CHCNH,), 127.96, 128.3
3, 130.33, 130.08, 134.94, 135.48, 151.85, 158.75, 162.94
ooOoooao
(6-000-1-[2-0t-0 0000000000000 )-0007-2,4-0000-1,2,3,4-0
0000000000-5-0000000000000000000000000000
0000000000000 00000 100m. 000000000000000000
013.7g033.3mmoDH)0 0000000 O0DOOD40ml000D0DO0O0OOOOOOODOOnD
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0000000000000 0003.9¢g000000033.9mmol00300000000
000000000240 0000000000000000000000000000OO
0000000000000 0000007.0g9, 13.3 mmol,0 0 40.1%0 O
H NMRO DMSO-d6, 400 MHz): & 0.940 s, 9H, Si(CHg)3), 1.220 t, 3H, OCH,CH;, 7.2
Hz), 3.810 br, 2H, NCH,, 4.8 Hz), 4.120 q, 2H, OCH,CH5, 4.8 Hz), 4.180 t, 2H, NC
H,CH,, 4.8 Hz), 7.420 m, 6H), 7.530 M, 4H), 8.360 br, 1H), 10.850 br, 1H), 11.35
0 br, 1H), 12.390 br, 1H); *3C NMRO DMSO-d6, 100 MHz): & 14.680 OCH,CH3), 19.05
0 SiC(CHz)3), 26.890 SiC(CHz)s), 43.120 NCH,), 60.610 OCH,CH3), 61.120 NCH,CH,),
81.060 COCCO), 128.30, 130.39, 132.94, 135.42, 148.77, 150.77, 159.94, 164.45,
166.23
ooooo0o
1-[2-0t-00000000000000)-0007-1H,84-0000 [4,5-dJ00000-2
,4,5,7-0 0 000000000000
0000000000000 00000s0mO000000000000000000
000020mMO000000000000000000060mg000O0O00O00O02.6mmol0
0000000000000 0000000000000000000O0O00O00e00 mgd
1.1mmol0 00001700 0000000000000 00O0O0D0OO0OOOOOOOO0
0001.0MO000000O0D0D0DO0O0O0O0D0O0O0O0O0D0O0O0O0O0D0D0O0O0O0ODOOO0OO00
000000500 mg, 1.0 mmol,0 O 91.6%0 O
1H NMRO DMSO-d6, 400 MHz): & 0.940 s, 9H, SiC(CH3)3), 3.830 t, 2H, NCH,CH,), 4.
230 t, 2H, NCH,CH,), 7.380 m, 6H), 7.570 m, 4H), 9.790 br, 1H), 10.530 br, 1H);
13C NMRO DMSO-d6, 100 MHz): & 19.160 SiC(CH3)3), 27.030 SiC(CH3)3), 42.270 NCH,
), 61.120 NCH,CH,), 86.040 COCCO), 128.26, 130.14, 133.56, 135.43, 151.56, 157.8
6, 161.62, 162.60, 164.78; MSO ESI+0 479.210 M +H+ calcd 479.17)
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0000000000 100l 000000000000 (3.0g, 27mmol)d 000000
0000000000000 @@ONML) 0000000000120 00000000000
0000000(.2n)000180000000000000000000000000
0000000000000 O000000000000000000000000000
00000000000000000000000004-N-(NN-O000O00O00000
0)-1-000000003.6g00 7400000000000 NMR(400 MHz, DMSO-d6)
0000000000 100omL OO0OOO0OO4-N-(N,N-ODODOO0ODO0O00O00O0)-1-00
00000 (@.0g, 5.5mmo) 000 000030% 0000000 (G0omL)0 00120000
00000O0000O0000000000-000000000000000000 0.61
gO00 8% 00000000000 H NMR(400 MHz, DMSO-d6):3.31(s, 3H), 5.59(d, 1

H), 6.91(br, 2H), 7.54(d, 1H)*3C NMR(100MHz, DMSO-d6):36.6, 92.9, 146.6, 156.3,
166.1 ; MS(ESI+)calcd for CgH,N;0+(M+H+)126.0662, found 126.0804.

ooooao

O01-000000000

000000000 100mk ODOODODOOOOOOOE-0g, 16mmo)0 OO0 O0OO0O
ooo0@E@@2myooodooooooooo@.1nL) 000 4000000000000
017 0000000D00OO0O0O0 eOO000D0DO0ODOOOODOOOO@omL)d OO DO eo
0O 20000000000000 eNODODOOO(EMLXx 10)0000O0O000O0OO0O
000000 2-0000000000O0D0OO000O0O0O0O0OO0OOOODDODDO?200000
000000000 1.6 00 720000000000000

1H NMR(400 MHz, DMS0-d6):5 1.73(d, 3H), 3.18(d, 3H), 7.49(t, 1H), 11.19(br, 1H)
13C NMR(100 MHz, DMSO-d6):6 11.9, 34.9, 108.1, 142.3, 151.2, 164.4;MS(ESl+)calcd
for CgHgN,0,+(M+H+)141.0608,Ffound 141.0669.

oooooao
ooooe-0000O
ocooooooog
0 0O O ¢aoomL),d
L, 37mmol)0O O O

Oo0ooogoQgogoao

Doooo
0 300mL OOOO0OOO0C0OO0ODOOO0O(2.0g, 14.8mmol),0 00000
000000000000 O0O00 1.oM0000O00O0O000O0O0(37m
000000000 (.72n)01000000002.50000000
0000000000000 D00O0000D00O0O000D0DO0O0O00ODODOoOoooooan
0000000000 000000 1.0900 45 00000000000 NMR(400
MHz, DMSO-d6):8 3.70(s, 3H), 7.15(br, 2H), 8.07(s, 1H), 8.13(s, 1H)*3C NMR(100
MHz, DMSO-d6):5 29.3, 118.6, 141.3, 149.8, 152.4, 155.9; MS(ESl+)calcd for CgH,N
s+ (M+H+)150.0774, found 150.0914

000000

Doo0oe-00D0D0D0O0O0C0DOO
0D2-000-6-000-9-00000000000000000000000000DO0OO
0000000000000 0D000000000000000000
0000000000 100ml 000000000000 DOO0OO0@OMLOOOOCOOO
0 (760mg, 23.5mmo)0 0000000000000 00DO0O02-000-6-000-9-00
0
0
0
0
0

a
O
g
a
u
O

000 (.98g, 7.8nmmoDO0 00 7000 48 0000000000000 O00000O0
0000000000000 2000000000000000000000000
0000000000000 0D0O000D0D0O0O000D0D00O000D0O0O0OOOOoOaOn
0000000000 0000101000000000000090100000000
0006-0-0000-9-00000000 1.29 0000 26% 0000000000
14 NMR(400 MHz, DMSO-d6):8 3.58(s, 3H), 5.48(s, 2H), 6.44(br, 2H), 7.330 7.49(m,
5H), 7.81(s, 1H)
0000000000 100mL 0000000 O06-0-0000-9-0000000 (1.48g,
mmoDO D0 D000DEOM)ODDDDON0D0DD@oN)I0OD0DDND 12000000
0O0D0000000000C0D00O0O000D0O0O000ODODO0O0O0ODOODONOoOooOooaO
0000000000000 D0O0O0000D00O0O0-000000000000000 o.
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7900 75%0 0000000000
14 NMR(400 MHz, DMSO-d6):8& 3.51(s, 1H), 6.40(br, 2H), 7.61(s, 1H), 10.49(br, 1H)
13C NMR(100 MHz, DMSO-d6):5 29.2, 116.5, 138.0, 151.5, 153.5, 156.8;MS(ESI+)cal
cd For CgH N-O+(M+H+)166.0723, Found 166.0860.
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0000000000000 00000000000000000
oooon oooon
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