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General Experimental Conditions:

Reactions were carried out in dried glassware under nitrogen environment. Solvents
were dried using standard techniques. IR spectra were recorded as KBr pellets on a
Perkin-Elmer BX Il IR spectrometer. Some chemical reactions were monitored by TLC,
using silica gel plates MERCK 60 Fzs4 with 0.25 mm of thickness, in an aluminum
support; the plates were analyzed with UV radiation. UV/vis detection was performed at
250 nm. The detection of radioactive ®™Tc complexes was performed with a Berthold
LB 507 radiodetector equipped with a Nal(TI) scintillation detector. The elementary
analyses for some compounds were not performed due to various contents of

trifluoroacetate after purification with the preparative HPLC.



Sl 1-'H NMR (CD3OD) spectra of [(HCI-H-Leu-Gly-Gly-OCHs)] 1
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Sl 2-'H NMR (CD30D) spectra of [[HCpCONH-Leu-Gly-Gly-OCHs),] 2
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SI 3-*C NMR (CDsOD) spectra of [[HCpCONH-Leu-Gly-Gly-OCHs),] 2
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Sl 4-'H NMR (CD30D) spectra of [[CpCO-Leu-Gly-Gly-OCH3)Re(CO)s] 3
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SI 5-'H NMR (CD30D) spectra of [[CpCO-Leu-Gly-Gly-OH)Re(CO);] 4
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S1 6-*C NMR (CD50D) spectra of [(CpCO-Leu-Gly-Gly-OH)Re(CO)3] 4
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S| 7-*C- 'H Correlation (HSQC) (CD3sOD) spectra of [(CpCO-Leu-Gly-Gly-OH)Re(CO)s]
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S| 8-*C DEPT (CD3OD) spectra of [[CpCO-Leu-Gly-Gly-OH)Re(CO)s] 4
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S1 9-'H NMR (CD30D) spectra of [[CpCO-Trp-Gly-Tyr-OH)Re(CO)s] 9
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SI 10-**C NMR (CD3OD) spectra of [(CpCO-Trp-Gly-Tyr-OH)Re(CO)3] 9
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Sl 11-DEPT®C NMR (CDsOD) spectra of [([CpCO-Trp-Gly-Tyr-OH)Re(CO)s] 9
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SI 12-*3C- *H Correlation (HSQC) (CD3;0OD) spectra of [([CpCO-Trp-Gly-Tyr-
OH)Re(CO)3] 9
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S| 13-'H NMR (CD30D) spectra of [(CpCO-Leu-Arg-Pro-OH)Re(CO)s] 10

=0

=CH

0
C-N-C-C-N-C-C-N (10)
q%:?#o CHE CHE
Recco HC—CHJ 4:|-|2
oc 0 CH; ﬂHz
WH
?=HH
NH,

MTBE

/

__ ____H__d UR0S Lj; _____

Iﬂ Ej Ej 55 15 1ﬂ 05 pmﬂ

B8 3 gEs uﬁﬁ.. =T I

|—“‘-r 1,2-Dichloroethane
5—__-__

I-.

h DMF

16



S| 14-3C NMR (CD30D) spectra of [(CpCO-Leu-Arg-Pro-OH)Re(CO)3] 10
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SI 15-'H NMR (CDsOD) spectra of [(CpCO-Val-Ala-Leu-OH)Re(CO)s] 11
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SI 16-*C NMR (CD30D) spectra of [(CpCO-Val-Ala-Leu-OH)Re(CO)3] 11
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Sl 17-'H NMR (CD3sOD) spectra of [([CpCO-Met-Met-Met-OH)Re(CO)3] 12
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SI 18-*C NMR (CD3OD) spectra of [(CpCO-Met-Met-Met-OH)Re(CO)3] 12
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Sl 19-MS(ESI) of compound 1
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Sl 20-HPLC trace (UV) of compound 2
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Sl 22-HPLC trace (UV) of compound 3
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Sl 24-HPLC trace (UV) of compound 4
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Sl 26-HPLC trace (UV) of compound 5
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Sl 28-HPLC trace (UV) of compound 6
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Sl 30-HPLC trace (UV) of compound 7
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S| 32-HPLC trace (UV) of compound 8

1.0

0.8 H

=
(a]
|

Intensity
o
o
L

<
(]
|

o
(]

21.75
21.96

| ! 1 ! I ' | ! 1
5 10 15 20 25
Minutes

Sl 33-MS(ESI) of compound 8

30

Intens.
w10
4

]

521
AT W I ™1 W L_.,_. — ML.._
<O S0 [-les)

10290

[M+Ma]*

[M+H*
(1007.0)

aa1.1

i O

(1029.0)

+MS, O.0-0. 3avdin #{2-41)

29



Sl 34-HPLC trace (UV) of compound 9
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Sl 36-HPLC trace (UV) of compound 10
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Sl 38-HPLC trace (UV) of compound 11
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S| 40-HPLC trace (UV) of compound 12
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S| 42-Variation of radiochemical yield (%) of **™Tc-complex 13 with time by one pot
method from ligand 2 (5 mg) at 90 °C
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S| 43-Variation of radiochemical yield (%) of **™Tc-complex 13 with time by two pot
method from ligand 2 (5 mg) at 90 °C
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Sl 44 -Variation of radiochemical yield (%) of ®™Tc-complex 14 with time by one pot
method from ligand 5 (2 mg) at 90 °C
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Sl 45-Variation of radiochemical yield (%) of **™Tc-complex 14 with time by two pot
method from ligand 5 (5.7 mg) at 90 °C
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Sl 46-Variation of radiochemical yield (%) of **™Tc-complex 15 with time by one pot
method from ligand 6 (2 mg) at 90 °C
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S| 47-Variation of radiochemical yield (%) of **™Tc-complex 16 with time by one pot
method from ligand 7 (2 mg) at 90 °C
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Sl 48-Variation of radiochemical yield (%) of **™Tc-complex 16 with time by two pot
method from ligand 7 (5.3 mg) at 90 °C
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S| 49-Variation of radiochemical yield (%) of *™Tc-complex 17 with time by one pot
method from ligand 8 (2 mg) at 90 °C

Radiochemical yield (%)

100 —
(One pot synthesis)
80
60 /\.
w \
" (17)
40 -
20
0 T T T T T T T T 1
0 50 100 150 200 250

Reaction time (min)

37



S| 50-Variation of radiochemical yield (%) of **™Tc-complex 17 with time by two pot
method from ligand 8 (5.8 mg) under microwave at 110 °C
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S| 51-Variation of radiochemical yield of *™Tc-complexes 13-17 with time by one pot
method from ligand 2, 5-7 (0.6 mg), 8 (1.5 mg) under microwave at 110 °C
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SI 52 -HPLC traces of crude labeling solutions with dipeptide 2 yielding **"Tc compound
13 (y-trace top and UV trace bottom)
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S| 53-HPLC traces of crude labeling solutions with dipeptide 7 yielding **™Tc compound
16 (y-trace top and UV trace bottom)

70000

60000

50000

40000

counts

30000

20000+

10000-

O_. I

200-

150+

mvV

50+

100+

3 |
o
o) i\
,‘-i\ @ To} To) M—-NN’ |
o ;K g j; S ¥ @ “Ithﬂft
S o - S © %8&{
- o g ISRTERRTR R ETSST SS —-
L - T - T
6 12 18 24 30
Minutes
(a2}
<
3
I
|
(i
o &Y { |
© Ny~ OJSESE§;3 s 28] | gi
o NI o oo e ~ - M~
o o <ituan DIET T %"i‘ﬂf e
_— S e
A ——h—
T = T T T ] ol
6 12 18 24 30
Minutes

40



S| 54-HPLC traces of crude labeling solutions with dipeptide 8 yielding **™Tc compound
17 (y-trace top and UV trace bottom)
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S| 55-HPLC coinjection traces of Re-complex 4 and the corresponding **™Tc-complex
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S| 56-HPLC coinjection traces of Re-complex 9 and the corresponding **™Tc-complex
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S| 57-HPLC coinjection traces of Re-complex 10 and the corresponding **"Tc-complex
15
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S| 58-HPLC coinjection traces of Re-complex 11 and the corresponding *™Tc-complex
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S| 59-HPLC coinjection traces of Re-complex 12 and the corresponding *™Tc-complex
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