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000000000000 D0D0DODDOD (0.790g0 86 %)O O OO OO *H NMR (CDCl5, 300

MHz)O & 0.01 (s, 3 H, 0SiCH3), 0.00(s, 3 H, 0SiCHz), 0.05 (s, 3 H, OSiCH3), 0.0
7 (s, 3 H, 0SiCH3), 0.81 (s, 6 H, 0Si(CH3)3), 0.85 (s, 6 H, 0Si(CHz)3), 1.74 (m,
2 H, CHy-CH,CH,-OH), 1.95 (m, 1H, H-2B ), 2.20 (m, 1H, H-2a ), 2.42 (t, 2 H, J

= 6.0 Hz, C= C-CH,CH,-), 3.67 (dd, 1H, J = 11.4, 2.1 (CDCl5, 75.5 MHz): & 5.4 (S
iCH3), -5.3 (SiCH3), -4.8 (SiCHy), -4.6 (SiCHz), 16.7 (C= C-CH,CH,), 18.0 (SiC(C
Hz)3), 18.5 (SiC(CHz)3), 26.1 (SiC(CHz)3), 26.4 (SiC(CHz)3), 31.5 (CHy-CH,-CH,-0
H), 42.3 (C-2 ), 61.9 (CH,-CH,CH,-OH), 63.3 (C-5 ), 72.4 (C= C), 72.7 (C-3 ),
86.0 (C-1'" ), 88.7 (C-4' ), 95.0(C= C), 100.9(C-5), 101.0(C= C), 141.9(C-6), 14
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9.6(C-2), 162.4(C-4)0 CogH,sNoNaOgSi, 561.2792 [M+Na]*O O O O O O O O HRMS (ESI,
+ve)J 0 00O 0O 561.28030 0 0003
oo 0o
0 (0.300gO0 O0.56mmol )OO0 0 O0D0ODOOCOOOSBSMLODODOOOODDOOOODOGO
00 0DD0O0Od Dess-Martin periodinaned (0.378g,0.89mmol )0 0 000 OO
mOooOooooDooooooooooooooboooooooboooooao
0oooooooooDooooDooooooDoo@omDoOooooDoooonao
OD0000DO0000DO00@oOmML)DODODO0DDOOO0DO20 x 30mLO O
20x 3omO000oooooobObOb0oo0ooooMgso,00oooooboooooooan
oooos3sswoooooooooooooooooDoooooDoooooooog @
OD0O000(flash silica))D 0 0000000000 0O00OOS500.193 g, 65 %0 O
0001 NMR (CDCl5, 600 MHz): & 0,07 (s, 3 H, OSiCHz), 0.00 (s, 3 H, OSiCHg
), 0.05 (s, 3 H, 0SiCH3), 0.06 (s, 3 H, 0SiCH3), 0.81 (s, 6 H, 0Si(CH3)3), 0.85
(s, 6 H, 0Si(CH3)3), 1.95 (m, 1H, H-2B ), 2.21 (m, 1H, H-2a ), 2.61 (t, 2 H, J =
7.2 Hz, -CH,CH,-), 2.67 (t, 2 H, J = 7.2 Hz, -CH,CH,-), 3.68 d(d, 1 H, J = 11.4
, 2.4 Hz, H-5 ), 3.81 (dd, 1 H, J = 11.4, 2.4 Hz, H-5 ), 3.89 (m, 1 H, H-4 ),
4.32 (m, 1 H, H-3 ), 6.20 (dd, 1 H, J = 7.2, 6 Hz, H-1" ), 7.84 (s, 1 H, H-6),
8.99 (bs, 1 H, N-H), 9.72 (s, 1 H, CHO). 13C NMR (CDCl;, 150.8 MHz): & 3.8 (SiC
Hz), -3.7 (SiCH3), -3.1 (SiCH3), -2.9 (SiCH3), 14.4 (C= C-CH,CH,), 19.7 (SiC(CH5
)3), 20.1 (SiC(CH3)3), 27.4 (SiC(CH3)3), 27.7 (SiC(CHz)3), 43.7 (C-2° ), 44.1 (C
H,-CH,-CHO), 64.6 (C-5 ), 74.0 (C-3 and C= C), 87.5 (C-1'" ), 90.0 (C-4 ), 94
.3 (C= C), 101.9 (C-5), 143.8 (C-6), 150.9 (C-2), 163.7 (C-4), 201.6 (CHO)O C,gH
44NoNa0gSi, 559.2635 [M+Na]*0 0 0 0 O O O O HRMS (ESI, +ve)O O O O O 559.26340
oooad
ODoooo
OO0 00500.530g0 1.00mmol .0 O O K,CO050 0.269g0 1.98mmol .0 0000 0O0DODODO
CcomHooooi1-0o0o0D-2-000-0000-00000OO0O0O0O0COOO0O(0.2619g0 1.19
mmol DD ODO00ODODOO0OGNWIIOIODDDIONODDDONDONODDDOONODDODOGOD
0 A A A 0 A A B A A A N O R A A I A W A A Y @21 60
mDOODDODODO0D0D0DO0OO0O0020x 30mlO0 00020 x 30mLO0 0000 O0O0O0O0OOOMgS
o,000000o0coOoODbO0OO0Doooooz2wooooDbbboooooooobooonoan
00000000000 (@ODO0OO0OO0O0DN)IDODO0ODDO0OO00D0O0O0O0O0Den 0.29
g0 55%0 00 0000% NMR (CDCl;, 600 Mhz): & 0.00 (s, 3 H, OSiCHg), 0.01 (s,
3 H, 0SiCHz), 0.06 (s, 3 H, OSiCH3), 0.07 (s, 3 H, O0SiCH3), 0.82 (s, 6 H, OSi(CH
3)s), 0.86 (s, 6 H, 0Si(CH3)s), 1.93 (m, 1H, H-2B ), 1.95 (s, 1 H, C= C-H), 2.22
(m, 1H, H-2a ), 2.39 (dt, 2 H, J = 8.4, 2.4 Hz, -CH,CH,-), 2.55 (t, 2 H, J = 8.
4 Hz, -CH,CH,-), 3.68 (dd, 1 H, J = 11.4, 2.4 Hz, H-5 ), 3.81 (d, 1 H, J = 11.4
, 2.4 Hz, H-5" ), 3.89 (m, 1 H, H-4 ), 4.33 (m, 1 H, H-3 ), 6.20 (dd, 1 H, J =
7.8, 6 Hz, H-1' ), 7.85 (s, 1 H, H-6), 8.33 (bs, 1 H, N-H). 3C NMR (CDCl;, 150
.8 MHz): & 7.0 (SiCH3), -6.9 (SiCH3), -6.4 (SiCH3), -6.2 (SiCH3), 16.5 (C= C-CH,
CHy), 16.9 (C= C-CH,CH,), 17.0 (SiC(CHz)3), 18.2(SiC(CH3)3), 24.2 (SiC(CHz)3), 2
4.5 (SiC(CH3)3), 40.4 (C-2 ), 61.4 (C-5 ), 67.9 (C= C-H), 70.8(C-3 ), 70.9 (C
= C), 80.9 (C= C), 84.1 (C-1' ), 86.8 (C-4 ), 91.2 (C= C), 98.7 (C-5), 140.6 (C
-6), 147.5 (C-2), 159.9 (C-4)0 Co,H,43N,05Si, + H 533.28670 [M+H]"O 0 0 00 0O
HRMS (FAB,+ve)[ 0 O O O 533.260090 0 O O O
Ooo0o0oOoao
0000 ((0.2700 0.51 mmol.)O O O THR(SmL)O O O O O (0O )O O TBAF (1.0MO 1.52mL
1.52mmol )OO0 000COO0OODDOOOODODODOOOODDOOOODDOO@.omb)O O
0000000000000 O01%] 0000000000000 000000000
0oooo@oo0ooDoOo)))b0000Do0DO0OO0O0D0DDO0OO0.127 gd 82 %O O OO

OOoo0oooog

u
O
a
u
O

Oo0oooogodQgooao
Oo0ooogQgogoao

O
g
a
u
O
g

10

20

30

40

50



(29) JP 2008-539703 A 2008.11.20

0O O *H NMR (dg-DMSO, 400 MHz): & 1.88 (s, 1 H, C= C-H), 2.07 (m, 2 H, H-2' ), 2.
36 (dt, 2 H, J = 7.2, 2.4 Hz, -CH,CH,-), 2.54 (t, 2 H, J = 6.8 Hz, -CH,CH,-), 3.
53 (dd, 1 H, J = 12.0, 4.0 Hz, H-5 ), 3.58 (dd, 1 H, J = 12.0, 4.0 Hz, H-5 ),
3.76 (m, 1 H, H-4' ), 4.19 (m, 1 H, H-3 ), 5.07 (bs, 1 H, 0-H), 5.23 (bs, 1 H,
0-H), 6.08 (t, 1 H, J = 6.4 Hz, H-1" ), 8.11 (s, 1 H, H-6), 11.55 (bs, 1 H, N-H)
.13C NMR (CDCl;, 150.8 MHz): & 17.6 (C= C-CH,CH,), 18.9 (C= C-CH,CH,), 39.5 (C-
2" ), 60.7 (C-5 ), 70.0 (C-3 ), 73.7 (C= C-H), 75.1 (C= C), 84.6 (C-1' ), 87.3
(C-4 ), 89.1 (C= C), 93.0 (C= C), 100.2 (C-5), 144.7 (C-6), 151.0 (C-2), 163.2
(C-4)0 C,5H, N0 + Na [M+Nal™* 327.287710 0 0 0O O O O O HRMS (FAB, +ve)O O O O
0 327.096350 0 O 0 0 C,gH,6N205 + AcO™ [M+AcO™]~ 363,11980 0 0 O O 0O O O HRMS (F 10
T-ICR MS -)0 0 00O 0O 363,12210 0 0 O O CygH,5N05~ [M™] 303,10 0 0 00 0O O O MS-

MSO O 0O 00303,100000

goooooao

O0O0O070o0.06000 0.297mmol.0 001, 8-00@OCOO0O0DNIODOOODOODOOD
OO0OO000o0.068 gdo.316mmol )0 0D D ODOCDOOOOODCGmL))DOOOOE@O)HYDODODO
ooooDO0O22 LOO.237ymmol )00 00D DOOOOOOOOODODOOOOOOOO
cooooooOopooCOOoOU0OODUOCODODODODUODODDODODDODODODDO (0-080g0 0.237m

mol )OO OOODMFOO -OomL)DODODDODODODOD1IDO0O0DODDODODDOOODODOOODO
000000 @.-oMO20mLO0 pH=8.5) 0 0 0000 00DDODOODODODOOOODDODDODOOO
OO0O0O0O00O0RP-HPLCO O (OO50% O.AMO O O OO OO0OOOOOODO - 200 80 H,0O MeC 20
N @O 5m/min.0450 0000001 MOIDDODCDOODOODODODODDOOOOODO)OO
0000000000 D0DO0DDODODODDOODS8 (7.7 min.) D OO0 OO 3P NMR (D0, 81
MHz)O & 22.4 (t, 1 P, J =19.8 Hz, P-B ), -10.5 (d, 1 P, J = 20.3 Hz, P-a ), -
9.7 (d, 1 P, J =19.8 Hz, P-y ). MALDI-TOF (ATT matrix, negative mode): 271 [M +
2 H]?” , 542 [M + 2 H]" O
googooao
520000000000 0000000000000
0oo0oo0ooU0ooDooo0ooDo0oooDUooDoDO0o0Do0ooDU0ooDDoDoOooDoDooDooDoOoaO
a
a

0000000000000 O000000110000
Ooooooo 30
cuNDDDO0DO0D0DO0D0DO0DO0ODO0OODOOODOOOODOOOO

000000 7.31g0 0.0256mol.)0 0 0 0 O 10 (3.00g0 0.0128mol.)0 O O THFO O (30
0 0 40mL)0 O O O CuS0,(0.103 g0 0.641mmol . )0 O O H,0GBML)O D 0D OO0 0O O0DOOD0
000000000000 000(0.253g01.28mmol )0 00000000 DOOOOOD
DO00DO00DO0O0DO0OH0GOM)IODDOI0DO0ODNI00DO0DODO0OODOONH,OH(GNL)O 100
0000000000000 O0O0O0OD0OOOCGoM)IOOOO0OO0OOOO( 0x 50mL)
D0D0O00OH0ROx 50m)0 0000000000000 MgSO,0)00O0000
0000000010100 000000000000000000000000000O0
000000 (@ODO0O00O0D0)I0DO0DO000D0DO000D0D00000O0(2.76g)0000
00000@O001103.949)0 000000012 (4.92 90480 000000000 40
000000000 @I)IODO0O0ODDODOO0ODDOONODDODOOODDODOOODoDOOGoaD
000000000000 120000

ODO0O0O0D

O *H NMR (CDCl;, 600 MHz): & 1.29 (s, 6 H, C-CH3), 1.35 (s, 6 H, C-CH3), 1.38 (s

6 H, C-CH3), 1.49 (s, 6 H, C-CH3), 4.19 (m, 4 H, H4 /H5 ), 4.32 (dd, 2 H, J
= 4.8, 2.4 Hz, H2 ), 4.46 (dd, 2 H, J = 14.4, 8.4 Hz, H6' ' ), 4.50 (s, 2 H, -
CH,-), 4.62 (m, 2 H, H3 ), 4.64 (m, 2 H, H6 ), 5.18 (s, 4 H, -CH,-), 5.51 (d
, 2H, J=4.8Hz, H1 ), 6.59 (t, 1 H, J= 1.8 Hz, Ar-H), 6.64 (d, 2 H, J =1.8
Hz, Ar-H), 7.79 (s, 2 H, C=CH-).13C NMR (CDCl;, 150.8 Mhz):5 24.4 (C-CHs), 24.
7 (C-CH3), 25.9 (C-CH3), 26.0 (C-CH3), 46.1 (CH,-), 50.6 (-CH&'" /HE'" ' ), 62.2 ( 50
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Ar-CH,-), 67.0 (CH4' ), 70.1 (CH2" ), 70.5 (CH3 ), 70.9 (CH5 ), 96.0 (CH1 ),
102.0 (Ar-CH), 107.9, 109.1, 110.0, 124.0 (C=CH), 139.6, 143.4, 160.0. ESI-MS m/
z 806 [M + H]'O
oooooad
0 CuSO, (0.008 g, 0.047 mmol. )00 000D DO0OODOOOODO0.019 g, 0.094 mmol.
Y loooooooi13 (1.53 g, 1.88 mmol.)0 0 0 0 0 10 (0.220 g, 0.94 mmol.)0J O O
O00000D0D000000000(@DOOOOosSio, 0000000000 ooooed1)d
0000000000000 014 (.65 g, 95%)O0 00000
oooooag
0 H NMR (CDCl;, 600 MHz)J & 1.26 (s, 12 H, C-CH3), 1.27 (s, 6 H, C-CH3), 1.34
(s, 12 H, C-CH3), 1.35 (s, 12 H, C-CH3), 1.48 (s, 6 H, C-CH3), 4.19 (m, 8 H, H4
* /H5 ), 4.32 (m, 4 H, H2 ), 4.46 (m, 4 H, H6" ' ), 4.47 (s, 2 H, -CH,-), 4.6
2 (m, 4H, H3 ), 4.64 (m, 4 H, H6 ), 5.12 (s, 8 H, -CH,-), 5.15 (s, 4 H, -CH
>-), 5.40 (s, 4 H, -CH,-), 5.49 (bd, 4 H, J = 4.8 Hz, H1 ), 6.50 (m, 4 H, Ar-H
), 6.55 (m, 2 H, Ar-H), 6.58 (m, 1 H, Ar-H), 6.61 (m, 2 H, Ar-H), 7.59 (s, 2 H,
C=CH-), 7.78 (s, 4 H, C=CH-). 3C NMR (CDCl;, 150.8 MHz): & 24.4 (C-CH3), 24.9 (
C-CH3), 25.9 (C-CH3), 26.0 (C-CH3), 45.9 (CH,-), 50.4 (-CH6' /H6' ' ), 53.9 (Ar-
CH,-), 61.8 (Ar-CH,-), 61.9 (Ar-CH,-), 67.0 (CH4 ), 70.1 (CH2' ), 70.5 (CH3 ),
71.1 (CH5 ), 96.1 (CH1l ), 101.6, 101.7, 107.2, 108.0, 109.0, 109.9, 122.9, 12
4.2, 136.7, 140.0, 143.2, 144.1, 159.5, 160.0. MALDI-TOF (ATT, positive mode): m
/z 1859 [M + H]*O
oooooao
0000000000000 0000000
0000 12(4.84g0 6.01mmol )0 0 000 00 OO (40 10 100mL)0 O O O O NaNgO 0.586
gd9.oommol. 0 0000000000000 ODOOOOOOOOOOOOOOOOOOO
(oomL)0 0000000000020 x50m0000000D020x50m00 00000
000000000000 WgSO,)I 000000 DDONDOO0NDDOOODDODOOooaO
00013 (4.7290 97%)0 0 O O
oooooao
0 1H NMR (dg-0 O O O, 400 MHz): & 1.28 (s, 6 H, C-CH3), 1.35 (s, 6 H, C-CHy),
1.36 (s, 6 H, C-CH3), 1.44 (s, 6 H, C-CH3), 4.30 (dd, 2 H, J = 3.6, 2.0 Hz, H 6
' /6" ' ), 4.32 (dd, 2 H, J=3.2, 1.6 Hz, H5 ), 4.36 (dd, 2 H, J =7.6, 1.6 H
z, H4 ), 4.39 (dd, 2 H, J=4.8, 2.4 Hz, H2 ), 4.61 (d, 2 H, J =3.6 Hz, H®6
* /6 ' ), 4.64 (s, 2 H, -CH,), 4.70 (dd, 2 H, J = 7.6, 2.4 Hz, H 3 ), 5.20 (s,
4 H, -CH,-), 5.47 (d, 2 H, J = 4.8 Hz, H1" ), 6.73 (m, 3 H, Ar-H), 8.07 (s, 2
H, C=C-H).13C NMR (dg-0 O O O , 150.8 MHz): & 25.7 (C-CH3), 26.1 (C-CH3), 27.2
(C-CH3), 27.4 (C-CH3), 47.6 (CH,-), 52.0 (-CH6' /H6 ' ), 63.4 (Ar-CH,-), 68.8
(CH4' ), 72.0 (CH2' ), 72.5 (CH3 ), 72.9 (CH5' ), 98.2 (CH1' ), 103.3 (Ar-CH),
109.9 (Ar-CH), 110.4, 111.2, 126.3 (C=CH), 141.9, 144.8, 161.80 Cs,H,oN50,-Na 83
4.3398 [M+Na]*0 0 0 0O 0O O O O HRMS (ESI, +ve)O O O 0 834.34040 0 0 O O
oooooao
00 00140 1.51g0 0.81mmol)0 O NaN5yO 0.079g0 1.22mmol0 0 0D 0D 00O DO OO 00O
O00D0O00D0150 1.45 g0 96%0 0 O O O O *H NMR (CDCl5, 600 MHz)O & 1.27 (s, 12
H, C-CH3), 1.34 (s, 12 H, C-CH3), 1.37 (s, 12 H, C-CH3), 1.48 (s, 12 H, C-CHy),
4.19 (m, 8 H, H4 /H5 ), 4.24 (s, 2 H, -CH,-), 4.32 (m, 4 H, H 2 ), 4.46 (dd,
4 H, J=13.8, 8.4 Hz, H6" ' ), 4.62 (m, 4 H, H3 ), 4.64 (m, 4 H, HE6 ), 5.12
(s, 4 H, -CH,-), 5.18 (s, 8 H, -CH,-), 5.43 (s, 4 H, -CH,-), 5.49 (bd, 4 H, J =
4.8 Hz, H1 ), 6.50 (m, 2 H, Ar-H), 6.55 (m, 4 H, Ar-H), 6.58 (m, 1 H, Ar-H),
6.60 (m, 2 H, Ar-H), 7.78 (s, 2 H, C=CH-), 7.79 (s, 4 H, C=CH-).13C NMR (CDCl,,
150.8 MHz): & 24.4 (C-CH3), 24.8 (C-CH3), 25.8(C-CH3), 25.9 (C-CH3), 45.9 (CHx-)
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, 50.4 (-CH6

/HE

4 ), 70.3 (CH2 ), 70.7 (CH3
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)., 54.6 (Ar-CH,-), 62.0 (Ar-CH,-), 62.1 (Ar-CH,-), 67.1 (CH
), 71.1 (CH5' ), 96.2 (CH1' ), 101.7, 101.8, 107.

4, 107.7, 109.0, 109.9, 124.0, 124.2, 137.8, 143.1, 143.4, 144.1, 159.7, 159.90

CarH110N2106Na 1886.7829 [M+Na+H]*D 0 0 0 0 O O O HRMS (ESI, +ve)d O O O 1887.7

ge20 O O DO O
gooobooao
ggboboodogoboboogooboogogoan

OTFAO O (010 1oml) D000 O000DO01300.020 g0 24.7pu moDHDOODO0OOODODODO
ooooODbOoOoOooso004 bbb O0DOoOoOoQoOOoDoDDbDObo2omMIDOOOO
oooooDoDoobpeMvbODODODOooo3ox2omlbooooboDboOOoO0ooooooooooood

OCOO000O0D0OD0OO0OD0OO0O0O0O0D0O0DA16 (0.0159g0 63 %O O O O MALDI-TOF (ATT, posit

ive mode): m/z 652 [M +H] O
oooooao

O TFAO O 0O 10 10 20mL)d O O O 150 1.40g0 O.75mmoDO 00 0000 OO ODOOOOO
0000017 (1.05g0 90 %)0 O O O O MALDI-TOF (ATT, positive mode) m/z 15450 M
+ HO O

oooooao

ogooooao

oo0ooooooooooooo0oo0oooob oo oooboooooooboooooaoan
oo

godoobooooooooboDbooUob bbb b0 oD bObbobUoUooDbooooao
I T I I 6 6 e 0 A 0 R B O B A B A B A N A N W N A N A AR
gooboooodooooooooo0oooob oo ooDo b oo oooDoboooooao
goobooooooboooooobd

ogooooao

oo oPCROODOOO0OOODODODUOODOOODODDODODODOOOODDODDODOOOOOO

goboooooobooooooan

gooooao

000000 O0OODNAD DD 0000 bfotoooobobobfboooooobbooooaoan

I I I > I 1 e I 1 I 6 A 0 R A B A B e O A O B I W W A

ooooobOobooOooooooooobobboooooooooobobbobooocuso, 000000

dooooooogTCEPOOODODDODONIDODODODOOODODDODOOOoDODODOoOOoooODooooan

gooboooodooooooooo0oooob oo ooDo b oo oooDoboooooao
I I e I T e I e e 0 A R A W R W A
godioo400 000000 bobbooooboboboooooaa

Ooooooao

I I e I e 1 I I 6 0 0 R B A A A B e O O A A N R WA
I I I e I I I A N A B A B A B A A e B A B A A N N N N N NN N N RN
I T I I 6 6 e 0 A 0 R B O B A B A B A N A N W N A N A AR
gooooodooooboooooob oo b Do oooooao
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Ooo0o0o0oaod
AUV THA R, CuS04 EUTCEP 2HW=27 ) v 7 RISOEE
ODN F2 5| X =1 | X=2
URFE (%)
HE | g | HhOED HE | E | hoEYD
wE | EY e | EY
3-GCG CTTACX TGT CGC G-5’ 3 | o7 - - | 100 |7PHIFER
3'-GCG CTTACX XGT CGC G-5' 84 16 - | 100 |7HIRER 10
(E/H9Uvd)
3'-GCG CTTACX TGX CGC G-5' 94 6 - | 100 | 7PHIRET
(E/2V)vD)
3-GCG CTXACX TGX CGC G-5’ 84 16 NA | NA NA
(ERDUw4) '
Ooo0oooOooad

ugogoboboodooooboboooobobooooobboooouobboooobooooobobooogaao
ooooOobbOooooooooobboboooooooobbooooooobobbooood
0oooboo0oo0obobDbO0o0O0b0dHPLCO OMALDI-TOFD OO ODDODOOOODODOOODDRDO 20
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ooobODODNAOODDODDODOOODOOOOODDODDOODODOoOooOooooDoDDbDDOOOC

I I I A A A A A 6 6 O O W R W O\ /YW
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D\/
O O
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0020 000 0CO0OODDODOO0OO0O0O0OO0OOOODDODOODOOOODNADOODOGGO
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og 30
oooboboooobboooobOoODNAOD O OOobObOooooboooobbooano
ooooOboOoooooooobooboboboooooooobboooooooboooobao
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ooono
ODNEEHI X=19
EE
HEDE EY
3'-GCG CTTACX TGT CGC G-5 ODN1 ODN1-P
4952 (calc) 5157 (calc)
4955 (obs) 5157 (obs)
3-GCG CTTACX XGT CGC G-5 ODN2 ODN2-P
5042 (calc) - 5452 (calc)
5042 (obs) 5455 (obs)
3-GCG CTT XXX XXX CGC G-5’ ODNG6 ODN&-P
5407 (calc) 6637 {calc)
5413 (obs) 6646 (obs)
oooooao
0000000000000 O0D0O00O0DO0O0DMSOO OO0 10mM, 500 0O )0 Cuso,0 O 0O 0O O

(OCOOO0OO0OO0O)H>ODOODODMSOD O O o0.05MO 200 0)H0 0 TCERP(OD O O O O0.1MO 400 O )OO

O

gobNnO o2nMO DD OO OO0ODDODOO0OODOOOODODDOOODODODOOODODOD
O0ODO0O0O0DO00O0O0DO0OO0O0O0D00OO0DOMALDI-TOF (HPA matrix)U OO0 O 0O O
O

g

dNTPO 0 O O DNAO O O PCRO O

Oo0oo0ogao

N O O o O

-1

O oooao
OO oooog

g
u
O
u
a
O

00000000 (pol)y OPCRO O

PCROODODDODOOODODODOOOODOOOO

a
u
O

OO0DDD0OO0OO0O0000D5"-GATTTGGGCCGGATTTGTTTC
OO00OD0OD0O000000S3-TTTTATGCTATCTCTGATACCCTTG
O00D00O0D318bpd 000 Rad300 4830 8000 O OO OODODOOODO

GGGCCGGATTTGTTTCAATATGCTAATGTTTGATAATGAGTACGAGCTT

ACAGGCGACTTGAAACTGAAAGATGCATTAAGCAATATTCGTGAGGCTT
TTATAGGGGGCAACTATGATATAAATTCCCATCTACCTCTTATACCCGAA
AAGATAAAGTCTCTGAAGTTTGAAGGCGATGTTTTCAATCCAGAGGGCA
GAGATCTGATCACAGATTGGGACGATGTAATACTTIGCACTAGGATCTCA

GGTATGCAAGGGTATCAGAGATAGCATAAAAGATATTCTCGGTTATACT

ACTTCGTGTGGTTTGTCTAGCAC

O

oo ooooOooooogoog

Oooooao

0 0 318bp0 O O O O 59.75%0 A+TO O O 40.25%0 C+GO O O O O

Oo0ooao

00000000000 DO0ooOoOoPCREODOOODODODODODDODOODODODODODO
0002008 OO0DMI0ODO0DDOODODOODODDODODDODOODODODODODNADDODOOODOO
O0o0o0D0ooooo

Pwo O Taq(exo™)DNAO O O O O O (Roched )O

Ventd Vent(exo™)O therminatord 0O O O O O (New England BiolabsO 0O )0 0O O O
Taqg(promegal )

Ooooao

O0O0D0ODPCROODOODODODUODOODODOODODOODO(S- cerevisiae)YPH4990 0 O O O
.05py g0 O O O DNA (pbestl7-Poleta 0O O [1-1889])0.5p g0 00 00 OO0 O OCODODOO
oooDoDo3mMO OO OOOO12500000000ODO10x J0000ODODDODOOOOd
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000000 GdNTP (dATPO dCTP O O dGTPO NEBO )200pu MO O O O dUTP 200p MO O O O
0000000000 0000D0O0D0 ((dATPO dCTPO dGTPO O dTTP) D O O O O OO O O 50
LOOOOO0O0ODOPCRO OO O Eppendorfl Mastercycler Personall O 0O 0O OO
ooooo

00000000000 D0Doeo40200 0000000100000 00D0O0O0ODO®940 150 O 53
300 0 720 450 )0 250 0 O OO O DO DO 940 150 O 560 300 O 720 450 0 O O O O 720
2000 0000000000000 ODPCRODODODDOOODODODODDOODOODOO?2
00000000000 O0DD0OOO0O0OO0OD0DOPCRO O OQIAquick PCR purification kit (
Qiagen )OO0 00O OOODODODDDODODODODODODODODDOPCROODODDODDODODOOOODOOO
00000000 ooD20000000000000000DO0OO0OOAOUltra-Violet Prod
ucts CCDO O OO OOOODO

Oooooo

7.2 00000000000 (pol)H O PCRO O

O00O00OPCRODOODODNAO O (pDestl7-plH O O [1-2142])0.5p g OO0 OO0 DOODOO
OCoooOoooDoo.3amMOPwoO 0D OO DOO125000000000000O010x 00000
O00DDO0O00O00O0OODOdNTP(JdATPO dCTP O O dGTPO NEBO )200u MO O O O dUTP 2
OOy MUDOODDOODODODODODDOODOOOOODOODO (dATPO dCTPO dGTPO O ATTPYO O O O
0000000500 LOODOOOOPCRO OO O Eppendorfl Mastercycler Personall
oooao

ooooao

00000000000 oDoe4d 2000 0000001000000 000940 150 O 53
300 0O 720 2100 )O0 300 0 OO O O O O940 150 O 560 300 O 720 21200 0D O O OO 72
070000 00000D0D0D00O0O0O0OOPCROODOD1ID000ODODODDODOODOOGOOO
00000000 D0OO0OO0OOO0OD0PCRODOOQIAquick PCR purification kit (Qiagend )
oooooDoooooDOoooooood

ooooao
PCROOOOODODODODDOOODODDODODODODODIDODODODODODOOODODODODODDOO
0000 D0OUltra-Violet Products CCDO 0D 000 O0O0O0O0ODODOODOOOODOO
ooooao

JooOoDo.AMOHCID G LOO OO OODOODDOOOOO (000 rpmd 50 0)H)0 00O
HPLCO interchimd Interchrom Uptisphere 3 HDO O O O (150x 2.1mm)0 O O O O O A
2mM TEA/HOAcO 0 0 O 0O O O O O BO 2mM TEA/HOAcO O O O MeCNO 10 40 0- 300 O 0% -
30% BO 30- 320 O 30%- 100% BO 32— 360 O 100 % BO 36- 380 O 100%- 0% BO 38- 600
OO0 BOOODO2m/0)000000DO0DDODODOOODODODODODOOODOODODDODOGO
O0OO0OuvO OO0 FT-ICR-HPLC-MS-MSO O O OO O0OOQOO

Oooooao

7.3 000000000000000000FPCRODO (318mer)d 0000
OO0O0000D000D0D00O0O0D0D0O0ODODOO0OO0O8IODODODOOD 318bpd DNADO O O 100p
LOOO0OO10p g0 0OO010p LOODOOOOAD30OMMO O OO O0OOOO100mM CaCl,Od 1mM
ZnSO,0 pH5.70 0220 0 OO0 00 OO0 OO P1I(Penicilinum citrium)d O 0O 0.050 O O

OooooT Ood

O

OoooocooooooogoQgoao

ooooOobObOOoooooooooonnmouoooooobboobooooooos3yoood
OOO0O0O00012p LO O OO O O B(SO00OMM Tris-HCIO 1mM EDTA)J 100 O 0D OO0 DO DO O
ooooDDOoOo¢E@pPp)ooo.10 000 0ooooDbDDbDbOO0O00OoOIIdCrotalus adamante
usioooooooooooooocoboboooooooooobobbooooos3rcoo0OoaO
oooboDobooOo0oog

gooobooao
7.400000000000000DNAOODOOODODOODODODODOOOCuHOODO
ggoboogogoboogogoband
OO0OO0000DODO0OD0OD0OO0O0O020080000000000000S318bpl PCRO OO O dTTP
gooobooooobobboooobobopPCcROODOSODODODDDOOOODODOOODODDOOOO
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OCOO0O010 10MeOHO H, OO O O 250 L0 000000000000 DOO O.1MO 3mL)O O
ooobODbO0O0000CcCuso,0000.1MO 600p LO OO OO ODOTCEPO O0.IMO 1.2mLO O O
oooboobooooobobboooobbooooobooooban

goooboaad

7.5000DNAODODOOOOODODODOOOOOOOOODODOGO

ogoao

ooobObO00000o0i10i10MeOHO H,0O OO0 O0O030x 50 mlOO0O00O00O0O0O1
oubooODDbDOOOHOO3x 5OmMLO D 0000010 oDbObOo0oooooooooboooonon
cooooo@@omL) DOOOODODODODODODOODODOOOOOODODODOGODSsoT LO
O O AgNOz(0.5M,5mL)0 O O O NaOH(3.0M,1.0mL)0 O O O NH,OH(NH,OH:H,0=1:10 0O O , 2.
2mb)000o0o0ooooH0000O03x 50mMmO0O0 0000010000 0000000100m
LOOOODOO0ODO1wD 2500 L)ODOOOODOOODODS35%0800200p LOOOODOODO
ooooObobOO0oO0ooooooobbboooooooz2W0O0oboz20O0b0b000000O0

oooao
oooooao

oo

0000000000000 0D0000D0D0D00D0D0D0D00D0DDoDOo0oDO0DOooOoDaOo
0000000000000 000000D00D000D00D0D00D0D0DOoDO0o0Do0oooOoaOo
0000000000000 000000000000000000000O0ORNADODO
O0D000D0O0DO0DO0ODODO0OORNAODOOODODODOODODODODODODODODODDODODOD
0000000000000 0D000D0D0D00D0D0D0D00D0D00D0D0DOoDo0oDo0oDOooOoao
0000000000000 0000000000000D000D0O0D0DO0o0O0o0ooOoaOo
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Oooo0oao

oooooao

000000000000

0000000000000 00000D0D00D0D0D0D0D0DO0DDOo0o0Do0DOooOoDaOo
0000000000000 000000D00D000D00D0D00D0D0DOoDO0o0Do0oooOoaOo
0000000000000 000000000000Ag"010°0 000000 AgHO 101
lopooo0Uo0O00DO00D0DO000DO00D0D00DO0OO00DO0O0DDOO0OPCROODDOODODOODDOODOD
oooao

oooooao

0000000000000 00000000000000000000000000a0
0000000000000 0D0000D0D0D00D0D0D0D00D0DDoDOo0oDO0DOooOoDaOo
0000000000000 000000D00D0D00D00D0D00D0o0DDoDO0oDo0oooOoaOo
0000000000000 0000000000000D0000O0000000O00aOo
OO0 10° o110 *™meol0 00 0000000000000 DO0O0OPCROODOIDOODODOO
0000000000000 0D000D0D0D000D00D00D0D00D0o0Do0Do0oDo0oooOoao
0o0oo0ooooooao

oooooao

0000000000000 0000D0D0D000D00D0D0D0D00D0o0DDoDo0oDo0oDooOoaOo
0000000000000 000000D00D000D0O0D0D00D0O0DO0DO0oDO0o0ooOoaOo
0000000000 00000S546nm0 646nm0 O O 607nm0 O O O

oooo0oao

0000000000000 D0003x 10° ¥mol.BOfmoDO O D OODOODODODOO
0000000000000 000000000fmol(022a0022b)0 00000000
0000000000000 D00000DO0O0D0D0D0DO0D00D0DDOoOoDO0DOoOoOoDaOo
oooDo3fmol 00000 DO0OODODOODODODOODODODODODODODODOODODODOO
0000000000000 0000000000000D0D00D0O0Do0DO0oDO0oooOoaOo
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