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GENERAL EXPERIMENTAL

Melting points were determined in opened capillaries and are uncorrected. TLC was carried out

on SiOy (silica Gel 60, 0.063-0.200 mm) and spots were located with UV light. Column
chromatography was carried out on SiO; (silica Gel 60, 0.060-0.2 mm). Flash chromatography
was carried out on SiO; (silica Gel 60 A CC). Organic extracts were dried over anhydrous

sodium or magnesium sulphate, and solutions were evaporated under reduced pressure with a

" Mercedes Alvarez. Tel.: +34 93 403 70 86; fax: +34 03 403 71 26; e-mail: malvarez@pcb.ub.es.
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rotatory evaporator. IR spectra were performed on a FT-IR. NMR data are given in ppm
referenced to TMS. Mass spectra were measured for chemical ionisation (CI) with methane
(CHa4, as reactive gas) and electronic impact (EI), or chemical ionisation with ammonia (NH3).
Photolysis was performed with a 150 W high-pressure mercury lamp under argon atmosphere.
Analytical HPLC was performed using a 4.6 x 150 mm C,g reversed-phase column (Symmetry 5
um) with photodiode array detector. Preparative HPLC was performed using a 30 x 100 mm
semipreparative C;s reversed-phase column (Symmetry Sum) with dual A absorbance detector.
Reactions under pressure were performed on a small reactor provided with automatic temperature

control.

mmmmm

IH-RMN (DMSO-d°, 200 MHz)

S2



8
i
g i3
iz i
] 2
] g 2
¢ g
A - Al R
Rri U i il L b L i o
T L o ) i e (e e Tl B
170 160 150 140 130 120 110
BC-RMN (DMSO-d°, 75 MHz)
OMe j 4
OH
/l \ [s]
o
NN u}(’)
[+
L]
i
% g
3
¥le
!Eﬁg 3o 7 ‘L/T
&l LETIEL
21 ol §
B 2807
N
R T T RN A T ) . T S e, 0 T o P, I S (W e o Ty e i B R Y T MR ek o i i ] o it S T [V NN Rt I PO D /O AL AR T T, T R it T a7
11 10 9 8 7 6 5 4 3 2 pp
eyt b b [ —_— e
4 10,96 478 402 12.08 12,82
5.28 .81 B.13 a1 2,43

"H-RMN (DMSO-d*, 300 MHz)



SN~ N
N H N
0 seds
o sadlds
3 -
§
g 5
tH &
E]
8
& i 3 )
: : i
g E & : g
g 1 5 1
I I g § g ]
[ ]
II'I 0 LT L O e LA A AL N L R Wiy i oth b e bl el
il ,I.il.uup]..l.s if} il -.-Iiu ..|...L.i.|..l|.| ot lsdoch ol gl ,|,J,“1,,L|i,;:| .Ju!".- Lt bl kgl bl b ik alle ) 1, L 1 1) Y
1€c 189 140 120 10¢ 80 60 40 20 pom
13
C-RMN (DMSO-d*, 75 MHz)
e
N u NH;
2-(2-Amino-1-hydroxyethyl)-7-azaindole
[
?‘E
T 3 -
g ;ﬁj H
i, §
1
r.’
Al 4
T
F e s W ! . : . : = = o
2 B 7 [} 5 4 :J 2 1 oom
'H-RMN (CDCl;, 200 MHz)

S4



[ =
o4
2
3 &
-]
8 L
§ =
£ 201" 5p—, P
= i
o = -
o
=z m [
=
g [
% g
-M -l
w
= =3
ZT E L
= o Fr et L
= ) T
3 Zob 50—, [
g e L
_A- LEL 9L -ID
=1 L
]
& [
099756
F e
—ln
r o
968 BIT—__
TE6PTT— M
£50" 02T -
Vumnhwun H ” ind
ELL"LEZT 5
ZLECEEL ™. =
929 001 — =t =
ot
LT3 T4 [
b
=
-
F e
=
-

BC-RMN (CDCl, 50 MHz)

are”

2-|2-0x0-1,3-0xazolidin-5-yl]-7-azaindole

o6¢"
soa"

2L

oz
asze e

|

ER I

292" L 1
nnNAh.INH
896" -
5@
2ER" L
468" L
e
Br”
L
£Er”

1m0
ppe

3

'H-RMN (CDCl;, 200 MHz)

S5



="
- !
2
- - |

om mow o
s am om

'"H-RMN (CDCls, 200 MHz)

e Iw
|Iw

ars” aﬂall\\
L8F°LET

99" 51—
500" 52
Pz 52
912 08—,
L3 Y
ost e~
o
s29°Te—
) proczy =
Cre
zT E
Z60°T9
7 zestEs
s9z° 69
289712 4
SE5°9L
E:..nhwll 3
Tt aL )
-
.
9
25" SE
088" L6
£9E 00T
LTTAL] ) ™
2987511 2
¥03° 021
397021
5027 ETT—y
BBl
vee ezl w
c1g-gzr)
EbR-TST—,_ >
PEO"ZET—, =
928" 6T 3
.oo.vuulﬂ\ w
3

pe0-EbT—

LT ] o S p—
TIZ EPT

550" 94T

ey

e
¥

100

BC-RMN (CDCl;, 50 MHz)

T[T I rrrT

ppm

120

140

160

130

S6



< R
o
N N
& i @
o
- o3 Ta
!‘: —
viz
2]
2]
é ..
L
o]
= g »
5=
.. -
&
— -
L ———— Ly * ",
: = * . »
] B [
5
104
) 117
127
134
TN S g T e R T T e g - o
F1 ipom)
HSQC (CDCly, 500 MHz)
OMe
T
o
™
L~
et A o e R e o i [ D s s Ze MO e pee: Cte gy (e T A, ST e D e Y i vy [T T ey e i == [T DL P N
a8 7 & 5 4 3 2 1 P
4.0% 117.55 50.34 17.60 160.20 0.2
20.12 L] 19,48 33.03 58.28 1. 46
'H-RMN (CDCl;, 300 MHz)

S7



100

OMe

120

140

160

i b i shniad

PC-RMN (CDCls, 50 MHz)

S8



3.200

365
-1}
~8.34%

'H-RMN (CDCl;, 200 MHz)

H
L) g""
£ NE
%
i g % g
o g g 2
s QF “;E‘s % 38 3 %
% o =858 i 5 8 8
J 4 T - ]
3 vls o 1L
! 5 £ i

148,598
148,505
__—is.032
It T
—75. 509
=
—a] 209

PR IR ] Tr el VI TNt ..Ll.m.w];.i'.‘.‘-fl‘.-'!i.l.i ity ﬂhhﬂﬂi uﬂmi;:_mm.. ALt [T (T e I'TL'E.'!

150 140 130 120 110 100 a0 B0 70 B0 50 40 30 20 ppm

BC.RMN (CDCl;, 75 MHz)



688 E—

000" o———o
velE— \ M
€02 e~ B I

o r-

OMe

COTHP

25270,
orz e

ppm

&

112,02

37065

T2

142.55

54,69

107.18

19.29

'H-RMN (CDCls, 200 MHz)

ZEB'BI—
2e6 05—
125°62—,

Bri g2

018" 08—,
goa° 0E—"

YEE'G

£8E" Ly
FEE 65—,
BBE" 5E='
BUET2R—

o ¥GE Eg—" L

E 2 :
o 655°EL

E8r &L I/|| ”

EOE Qi——————  — L

-+ S nh.u,.kll\l| r

s )= 2 |

=
= C
BOL P "

ELO" L6

G_w.nﬂl.“

== |

—Nﬁ.Sl\-

005 01T

OLL'SEI—~
605 9E1—

Se2 rrl—

are i

ESZ'0Rl——

Dﬂn.mm—J:
£6F 651

syt W

T

T
20

ML 0 ) e e e e

40

(1]

BO

100

120

140

160

BC-RMN (CDCls, 75 MHz)

S10



———r—rT T T T T T T T T —

BC_RMN (CDCl;, 50 MHz)

S11



..................

v: 644
—30
30,108
"

E‘\‘%

|
= j ‘ l@nn%wm%wlmﬂw

BC-RMN (CDCls, 50 MHz)

Kt

|

S12



~7.998
— ]
-7.88L

7.210

e
S ;
g
§ v
§ T b
;

f
L]
2 IS
= — —
- U _ _
e e ——— '
a B & 5 g Y : 2
s oty oot —— et [E—— —— pp
8.43 7.98 7.38 9.4a —_—
TaRe 7.0 7.88 .31

BC-RMN (DMSO-4°, 75 MHz)

S13



R —

T T T T T 1

T
. L 7 L3 s ‘ 3 ] 1

"H-RMN (CD;0D, 300 MHz)

i
[

137,419
134327

T T TN T YR T T TFrT T T T T YT T

T T T LB
180 160 140 120 100 L] 60 40 0 o

YC-RMN (CD;0D, 75 MHz)

S14



f OH
N N HCl
e | siEmyssesss

——6.506

—8.431
0. 397
7. 437
7. 383

—t.408
5,114

Bl ?T LI ET T T TR Bl e e T -
;r;' - (- s' P 4 3 2 1 ppm
7e.67 151,73
Ui 176,50 234,64
'"H-RMN (CD,0D, 200 MHz)
OMe
OH
| Hel :
N
}—NH
o
100 '
9ERMER
- - o oo
11
B

Vi
J
48,912

117,384
109,514
—— L]
—101.691

——168.970
151.913
141 . 416

TR R o
T gl T T
B0 40

Wiy -'u'.".'.!|. LR |-1': IR FRmA® e i '.7" ¥
ot ] L e N ks WA U el e
180 160 140 120 100

“C.RMN (CD,0D, 75 MHz)

S15



- &,
gy
-
) T §
A A 2o / e ‘___.,) —u
P S—C W W S Jb@d LA

"H-RMN (DMSO-4", 300 MHz)

40,437
40,327
4,183

o=

s
H
3 H
i3
§ 3
i s
kb, oo i i ksl S b i, BaBU Baat it L
g0 160 1o 110 100 B0 &0 40

BC-RMN (DMSO-d*, 75 MHz)

S16



o uy
& &
owe [
P ]
— N N
0 o oo
8 = - - }—NH
. & ([ B n @ m o
= mmmﬂ?m e
Lm %w.lf.)-
] ‘.j/]m
b
o 0
n m
5 T
/‘h
-
" _‘ &
-~ -~ A
wwdum_ﬁjLahﬂa—-ft_J&dﬂ!‘} '
sz s kﬂdﬁLLAHMJ+“J&M_kﬂl#L,_JJ

i l —
T - T SIS e -
T ST [T T R T T T T T T T

9.0 B.5 8.0 7.5 7.0 6.5 6.0 5.8 B0 4.8 ppm
| S L [y m— —_
13.71 17.34
28.16 40.82

"H-RMN (DMSO-4°, 500 MHz)

OMea
o
\N N \
}‘NH
(#]
118 @ -
R Eﬂ 288
FHEE negg
g i
&
2 § g | &
i | B
|
=z § :
38 g | 2

158,068
147606
—145.
—idd
—134.058

L AL LI L L L G e e i

.]-r..;-r..|--|-'||-r||v1—'—r|--|:|rr<-r....|.x-u 1—.—|—r
180 140 120 100 80 60 40 20 o ]

BC-RMN (DMSO-&°, 75 MHz)

S17



F2 3
(ppm}3 %
4.57
5.0
55
6.0
6.59 e o
7.0 - -
7.5
8.0
8.5
9.0
'I"'r||I-||||||!'1"|'|i|l]’:|1||i'|l'[]|ir[]r|i||||_F'I"[\'irl_!—|—r
150 140 130 120 110 100 90 80 70 B0 50
F1 (ppm)
HSQC (DMSO-4°, 500 MHz)
] ]
NN 1
”w“):,, g
] i
g
ilg
I s
it
g
FEPTTEELLER
% :
Wl R 1 __A_JL-L‘JNJ

————— T T[T T
g -] 7 & 5 4 - | 2 i o  ppm
At pbepd byt
12.84 18,18 12,24 12,88
14.78 13,00 B.38 11.02
"H-RMN (DMSO-4*, 300 MHz)

S18



~N'N N \
=N

HaN

12m

L LI L LSS (RN, R BN LN B T B e B B I A A e e

160 140 120 100 B0 60
PC-RMN (DMSO-d*, 75 MHz)
I Ny
N N R
>-"-‘N
HaN
g2 3
(ppT}
2]
% 3__
4]
1
5
L] -
7 3
8] "
s:
~60 I UlllJ lél] I 1r'|u ; Ialol o EID
F1 (ppm)

HSQC (DMSO-d°, 500 MHz)



Otte TTRETTE TT
(NSRS
k-
\NI N \ K
=
HaN
'
Ry i

| Y |

5:2; ; " —r— ; e e | < .
L ' g ° 2 o 2 5 : e
11.48 11.82 10.87
11.89 11.42 43,308
'"H-RMN (CDCI+CD;0D, 300 MHz)
OMe
48 qeE
e Y - Hli: 2
- i3 A
HaN Rk

—id1, 684
—t3e.010
_—402.232
100,647
—T. AT

B 3 e e ) L R e LS TELTEE A LA S5 RN L P S

160 140 120 100 80

BC.RMN (CDCI+CD;0D, 75 MHz)

S20



| OMe
\N N
}_NH 'OMe
Q
13 !
§
o
tT
ik
i
L~
H
g§J
L 3
8 -~
\ ¥, ’ ) L___J Ll
. - : — : g : ! -
IT'II_. i LR o LR T -
'"H-RMN (CDCls, 200 MHz)
. | OM
[]
T
f "/}_Nf" :OMQ
o
13
AU
1
15
T
¥
H
i
1 :uln : u!u AR 14‘0‘ ' i lalo ! \qln ! aln " i s:: 1 4‘9 i : .élo = E:
BC-RMN (CDCly, 50 MHz)

S21



£ § R3% if i i g
‘J 553) § 2 :
R P aTHP
gl S e
: S N
N
T';Hh(
LEL
__J LLJM .
U I e e T T T T T
g9 8 g 4 3 2 L g ppm
et e e e P —— ey
3.67  7.40 13,18 a. 2.57 13,19
3.44 4.28 3.60 .48 18.86

‘—128.162

T 4B 448

"H-RMN (CDCl;, 300 MHz)

A\
X
\/\
P
\—7 6.577

160

60 40 20 ¢

BC-RMN (CDCls, 75 MHz)

S22



—§ .68
&%
e
\./‘\_q
3

§
E :{ TsH
- E1
¢ & &
$ 2 il
o O s I 1ab
.7 87 & s
i = | 4
o | e
. |
[
L /
1 i . A

2 ' |
B IS U5 N Y VU0 N W

"H-RMN (CDCl, 200 MHz)

oMe
= OTHF
2y g ] ' S
&R g R fie =
I i TeHN Nge
s " Y
5 - ) 140 a2
2 & f‘-j: @&JI‘
3 gsl % gy E
[y o _Lya g1
8 28 7 g s - = 2
3 ¥ ; f J a ¥ p
~ = 5w J
2 sfg | & 13
~ g MaT I g
- o§ LR o f
T ¥ kkw f g
"""'II'.'I'I""T L L B L o e R o L ok o 8 e S 1 e o i e
160 140 120 100 B0 50

BC-RMN (CDCl;, 75 MHz)

S23



s % {5 ;
Fila o:j (T l\lQ ; FL i‘
P _\ B OH
l'ﬁ--l “1\> s
& {
§
‘ —
_,J —
e | |
B I B
. eyt gl e
445‘!“ 9,78 Ak 12,44 - 4.78
'"H-RMN (CD;0D, 300 MHz)
ie B
a8
bl W

~—129. 397
19.084
555
i
W
=
4
Y
\‘V
\f\g
408
508

142,657

————14p.532
————144.873
——136.668
f ————122. 189

Py
- I
L
z
—0
———-45.786

T ..i._n..ln.l ik bt | |IIJ..I di .li,.lu.ll. ..il::.l..'. dhe Ul el ALL 41 ) Ll I..-.||..l...|. ...|:. LU ::|_: g ], .IJ.I Lt |.|_I.: .I|.|,il i atkl Lt |_I|III ah o] 1L_..l i AL
80 1ho 120 100 80 60 40 30 PF
BC-RMN (CDCls;, 75 MHz)

S24



g

0sE*T =

4 i
= | =
V ! ¥ SRS IR oo e
.___ e
gr—L——  — — L _U SE8°TE
S = [ =
| =
H ]

S25

J
il

BC-RMN (CDCls;, 75 MHz)

Rl —_— —~
;/./_. W = m (LT s S B
Fil _— ——
1 o M Storse
[
>
S, =
P \ [ - s &
L —- [ LS - p—
= @]
54 4 N —~ — [, Py 2 E
M Q . m 906 081 - R
z08-5 ~ 4 E ~ A 256" 101 —
| [ [® &
W —— —————
15 1
=
5 =
| _ . SE
AT £ L 2 o
Sky"9 E, = . = u B52 821 —
0259 Ju L S | = EETRET
I 1 EPSTRET
H e —.« 88920t -
N TAS) z s
952" g = - ||k r - e —
st _ 1 _u e
1 s9s° 461
-
ZZ0" @ .
uue.-Wﬂ,ur = — <o F e
= e =
201 8 1 ! u 4
fll.]. L “
— = 3
|
)

160

T

180



= n
i N §
1
TsHW
|
e =
3 ¥
1 .
% i
| - -
.
(R |
|
i
f_ f‘ ’ —
— T T —T N e B e | B T T L T T T
B 7 6 B 4 3 ppm
 CCE A, T Byl Lt Pl T
7.18 24,64 18,71 14,48
7.07 7.8 7.8 25,08
'"H-RMN (CD;0D, 300 MHz)
2
|
|
e N =
~ 511‘\?=N
i T
168
- 5
g2 " ¥
;_.'| & .T £ =
Ll g =

" |,'|'MWU

BC-RMN (DMSO-d,, 75 MHz)

120 100 an

60O

a0

20

ppm

S26



602 B
arz 1=

20" 2

162 1=

OIEE—,

see e )

BLOK

80—

W

hmD.BI/

N

W

4
L

Fwo

Jh_J

T,
18.71

70.99

35.91

39.90

"H-RMN (DMSO-ds, 200 MHz)

LBE 02—

L65" BE
mn_u.m.n|/

wOm.ﬂM:\. I\\
22€° or

68855

U_Il 3
= =
o f g i
m — | o
S5, |
EOTE6 E =
onr=Eol M
247 FOE — =
Mmc.Nuul\. =
PEEETT
SOE 02—, 2
g9y ¥
L
SBE 521 >
GE2 BRI u
6o 821 6]

gce gei—

SPETEPE—_
526 £rl
= 22k gri—

£ir 851 ——

T T

LN I e

_ppm_

20

60

80

100

140

160

180

BC-RMN (DMSO-d,, 75 MHz)

S27



I b
\NN\
b=
AcHN
17
I~ ]
J JLr_A_L,._m ll‘
T ——————T—T T T T T 7 —r—Tr—Tr—Tr7 T T T TTT
B 5 4 3 2 i Ppm
——
-1z

10,687 .tl.i’ﬂ ' 10.47

i z ;

'H-RMN (CDCl;, 300 MHz)

——im.m32
—128, 358
122,778
119,824

07, 158

B4

—_—w
77,428
L7 003
\7a.500
o8

L I T i B L R e R R R R R R RN R R L

200 180 160 140 120 100 B0 B0 40 20 ppm

BC.RMN (CDCly, 75 MHz)

S28



65

BLEBL

e r
LED L

ErE el

LLTar

[ R e —

LI e S e i B e

I |
60

ppm

20

40

:11]

100

120

1
160

BC-RMN (CDCl, 75 MHz)

65—,

U

088"

gL

LIS

sar L
zar g
SOG4

266"
reg e

08" &
e

n-a.h“
Bt £
SEEE:
»EE' 8-

2*“%||

116.51

'H-RMN (CDCl3, 200 MHz)

S29



Y
\N N
)=N
AcHN
18a

128,813

120.595
T
\re.577

\-138.629

‘140,050
23
107.025
—_— T

142,724
141.848

—_—i

tautd sididdliL

4 |

" / bl okl
di | Ll L vl Aok ot st ookl 1, i | M i sl
180 160 140 120

100 B8O B0 40 20 Ppm
“C-RMN (CDCls, 75 MHz)
g i
b L]
OMe
\N N \
)=N
AcHN
180
=) = Eg.
|, e
J ﬂ —1 A
v —— T ———————————————— —— T T
B B 5 4 3 e 1 ppm
et trt Ayl vt et
13.20 o6, 48
10.87 .97 ».on
"H-RMN (CDCl;, 200 MHz)

S30



1
28,019

e
.57

——107.890

—8, 7T
— TR
154,138

i ‘“ i bt i-lllll|ll' |i|.!LI|h ! Ji'llf.:::.l L I:‘I Lll 'y [.'I;. AT 'i‘l

AN ) r'u|'li..|‘Jiiiuihll.'lfi'i!lui' il 0. 11 7 ST

80 160 140 120 100

80 60 40 20 ppm

PC-RMN (CDCl;, 75 MHz)

isa

noan
T

v.004
.81

sam

i [
—
lisa

= T COL; A _.L_A H___._J—\_lL_ lo'| 1
- R e [ —— - — . -
' 7 s s ‘ 3 H 1 o=
e S e —
ELE LY ELETS
0.0

'H-RMN (CDCl3, 300 MHz)

S31



i N
: I
g LU S
( 383
]
2
3.8
ESE
(03]
E % v %
3 : H HE
‘ H U iy
...‘. ’--. o ]i ol ”!I'lil "I]H]HJ e T o e
PRRRp gy | o) ey Lty T ' o g e b i o 2
fadsisaam e el ittt doda s sl bt eftpndadioitonciti soibitel utobeuth du ot vt o bbbttt
180 160 140 120 100 40 -1 L] pem
*C-RMN (CDCl;, 75 MHz)
i JE_
4 b
e
4 g
PR | By | bt _A. {
S e T e T S T T e e i T T T
a8 7 B g 4 3 2 1 0 ppm
S bl el Lt —
70.93 T0.40 104,12 436.73
13541 .33 100 .42
""H-RMN (CDCls, 200 MHz)

S32



/v-l'?‘m
\—N’W

55,817
T —idd.4m
sy
124,448
07,420

43,288

—112.061
—.
0!

BC-RMN (CDCls, 75 MHz)

$31 L
i T S o
gt s
? £
H ]
’ 4
- 0
| b
i Ei =
[
8
i 1
5 FaSnd
r= ]
P bl P
L L LA (s
¥ o |
Lol 5 red
= P 1,
Vi i fi B
sdall i ‘i'a 3
3 i3 3
i N
] LK
: 4
i ™ ~L‘Lﬂ; ey o l__. _.JL_I‘_ I; jk__l].L I“J
T O . S M T P e, s | gy T [ e e . T O T SN R TN U o | T . | "
g -] 7 B L] 4 3 2 i o ppm
[N (TR | L
.80 0.42 16.141,70 -
L] LRI ELN S

'"H-RMN (CDCls, 300 MHz)

S33



158,401
140,267
128,537
120,862
J‘J—??‘m
\re.577
14,354

—iTe.EN
—lf1.248
143
———i35.008
—ri2

| i i I’ A PRI 1
T e e | B e T o
i : i it .

do I 0 ppm

BC-RMN (CDCls, 50 MHz)

—T7.287

f—-n.ncn

Ty

—_—T T T T R F | T
E 8 7 5 5 4 3 2 B
e i s ol o
nn.:‘n Gy ag. 5 ;i‘ o 332.57
'"H-RMN (CDCl3, 200 MHz) " i o~ »

S34



/‘EZ"”%
e

121,906
118,838

L4748

—i9.084

BC-RMN (CDCl;, 50 MHZ)

™
Tes

—7 T T T [T T T LT T o
5

'H-RMN (CDCl;, 300 MHz)

S35



opm

TTTrrrr

=20

b
BO 40 20

B0

100

120

140

e ork
SEETERT

LRi-ari-id

160

[ i

“C-RMN (DMSO-d°, 50 MHz)

v Y L
u | q
TONEN \
ggo 1~ [
GGG L
vmm.y
TG L
186 21— — —
:w,n& T
cmw.nl\\\ u
12974
vegS L
112 8
te2 g—/ LM_
2Er'g /(
GEP'B
mqq.w\
Srr8
906" 68—, \

mom.q
226°8
526"

IEC s i )

| L U AL (AL N |

LT L (LD L

8

5

8.

9.0

(9]

28.55

16.73

7.29

10.29

8.25

'H-RMN (DMSO-¢*, 500 MHz)

.34

S36



lJl.ﬂl I

Foy
(ppm)S

~J ~]
m 5]
o B 0 o o |

04}
(@

o
(=)
|

—]

GE
D

L

5 |

528801

M : ittt Sty
120 100 Ho 0 40 20 pom

3C_RMN (DMSO-4°, 50 MHz)

T T T e P T T T T ] PR s AT . T L T o L,

160 150 140 130 120 110 100 S0

F1 (ppm)

HSQC (DMSO-d°, 500 MHz)

S37



—0.482

" B.456

7.264

NHAG

A

NTN

A

2-Acetilamino-4-chloropyrimidine

—7.053
— .02

5.304

B.6BS

2508

BC.RMN (CDCls, 50 MHz)

Sv"
T T T T T T T
7 [ 5 4 3 2 1; ppi
19.48
46.50 213.87
'"H-RMN (CDCl;, 200 MHz)
NHAS
1
i : L\¢l\C|
T H 2-Acetilamino-4-chloropyrimidine
u J i L | ! T i
LJSLES S WLAIL N0 20 D e T L 0. LIRS B --,...,,—,.[,,,(r e
140 120 100 1] 60 40 20 PRI

S38



1 e
R -—"_"-__!—"'_H E————
ML‘,, s

5.306

4-Chloro-2-diacetilaminopyrimidine

C2

N N

ol
L,

2.612

— — RN —

‘,_z.ss?
\_2.306

<

- .
k] -] 7 ] 5 :-l! é 1I. pp
v v T T e S Al —
81.71 7.04 129.09 .84 26.81 i 3.33 5.07 655.17 S 48,0
"H-RMN (CDCls, 200 MHz)
: by 5-
& NI N 5
§ kfkm
i 4-Chloro-2-diacetilaminopyrimidine
e
S
@
%
g
i I . vM“‘Lla'LL i Pt A O iy i b st
s T T TP T TP T T T TP T TP T T T T T T T T rre] Sassus e
180 160 140 1z0 oo 80 60 40 20 up!
BC-RMN (CDCl, 50 MHz)

S39



54
&
8
NHAC
"fg”
k’ﬁl\SnMes
8
L j
i3 | af
[ .
3 i rf
b~
- -

\Ll SR, 1 _Ju_..l_l.,_l_]l A ll Lo
-7 T T T T T T T T T T T T T T [ T T
a a 7 31 ] 4 a 2 1 ppm
i i w = oo

21.38

'H-RMN {CDCly, 300 MHz)

§

g

-
77424
77.000
76,874

'8C-RMN (CDCly, 75 MHz)

S40



5 §
N
a8
¥
A ¥
T —————7—T—TrTr— 7T T T T T T T T T T T 1 T
9 7 ] 5 4 3 2 1 ppm
W T i [ oy C e
L.a 3.8 3.2 49.73
i.18 1.24 28.52 1.28 2.8 282 0
'H-RMN (CDCls, 300 MHz)
13
oMe |
PN
ote
B
; o TsH
2B - |
g8
T J
L
| I
T /| | .I‘
= = - | I &l
|
A [l |
| \ \
L ) - S - . _'__ﬂn'l s v SR AP e
e —— e e _..A
: 3 4138 .
153.52 43,89 8

'"H-RMN (DMSO-d,, 200 MHz)

S41



159.007

R o il i mlﬂmlﬂhﬂhﬂh.

160 15

W

9

"H-RMN (CDCl,, 400 MHz)

-~ o~ o -
B BTDERE
3 soal
O |
et
[ A
Q.‘Nr \
N
TsH
o
. £
% |
|
: |
g i |
g |
o L}
gn @ ﬁ " o
28y P E E
PR a " i}
3% -]
W ‘r ﬁ r
| 1 L | N 4 J 1 " L
1YL T .iuumuu..u.ﬁn— e A T Ay e Y T T TPy
140 130 120 110 100 a0 80O 70 60 50 40
BC-RMN (DMSO-d,, 75 MHz)
"
< 3 gz
= o oilof
/
| x
|
|
.f') = = s 2 |
{_w a3 2 3 - |
-] Bl W o X i
[ g / it
- | ._.
.I L | / f
| .' J
% ' 3
| | 4
| y | y
J f |
| :J I /
/ A J/
i Ii - s | II‘I
] | | ] 1
.‘lll .'I l.: I\|| | H i 1
.'n_r"'_"l 1 II\ l\ o
Ll AP R TR '\‘ | !
Vi VY U N Y PSRN T LM i
= —————— § : ! : — ;
a 7 6 5 4 3 2
193, 26.3 A 2 Ty v
2 T I az.3% FERAY 210,52 WY gacen

R’
B
gl di
30

035

S42



~— 129.563

o
=

5

i

i i
\;‘—'
835

A
o
(£1]

y
z
~F
156.680

-
4
Ly -
s
g 2 =
= 2 o
i o = ®
= b

BC-RMN (CDCl;, 100 MHz)

o
»
e R B T e e e S T A e — - ————r— -
8 7 (] 5 ppm
L e e e s a
7.07 98.27 186,85 148,78 Ba.
284,58 702.98 102,94 148,36

'"H-RMN (CDCL-CD;0D, 400 MHz)

S43



27,835

77,514
T

76,995

48,620
48,403

= i‘c’&.ndﬁ
21.487

29.761

= o
= =
] o
: : -
= || = &
o = i
o
= w
=
= 1
= =
W - =
= = T
. = "
o e ? =
= L o s
- - - |

3C-RMN (CDClL;-CD;0D, 100 MHz)

S44



