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NMR Spectra of compounds

'H NMR of compound 3a
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3C NMR of compound 3a
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'H NMR of compound 3b
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3C NMR of compound 3b
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1HNMRofcompound4a
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3C NMR of compound 4a
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HSQC of compound 4a
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H,H-COSY of compound 4b
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3C NMR of compound 4b
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HSQC of compound 4b

cm518F_HSQC_CDCI3
standard proton L1s
- - [ —
r20
r25
r30
r35
r40
r45 -
£
Q
e
F50 o
- em—
r55
[— °
r 60
[ 15
r120
r125
[ e L 130
T T T T T T T T T T T T T T T T T T T T T T T T
750 745 740 735 730 725 720 7.15 7.10 7.05 7.00 6f29? 659&75 270 265 260 255 250 245 240 235 230 225
ppm
1
H NMR of compound 5a
cni$&/NO2_1H_CDCBA 8 58 e 2
~ - @ o INININ -
stilg’ard proton ) ) NP 110
100
90
f / / 80
r70
60
50
40
r30
20
L r10
ro
. s T T T %
~ N N < s N
T
8.0 7.5 7.0 6.5 6.0 5.5 4.0 3.5 3.0 2.5 2.0 1.5

5.0
f1 (ppm)

-S8 -



H,H-COSY of compound 5a
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3C NMR of compound 5a
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HSQC of compound 5a
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'H NMR of compound 5b
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3C NMR of compound 5b
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Dynamic NMR spectra

'H NMR of 3a measured at various temperatures (25-100 °C) in DMSO-dg

'H NMR of 3b measured at various temperatures (21-70 °C) in DMSO-ds
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'H NMR of 4a measured at various temperatures (25—100 °C) in DMSO-dg
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Radiochemical HPLC/TLC analyses
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Radio-HPLC-chromatogram (y-trace) of [**F]5b (tg = 7.1 min).
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Radio-HPLC-chromatogram (y-trace) of [lsF]4b (tr = 5.7 min), the unknown byproduct (tr = 6.9 min) and
remaining [‘®F]fluoride (tz = 2.7 min).
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Chromatographic purifications of compounds 4a, 4b, 5a and 5b using Biotage

Biotage-chromatogram of compound 4a

L3
Biotage Isolera Fraktionenbericht 1.
Benutzer mamat S&ulenposition 1
Probenname cm514 Saule SNAP 10g
Datum 2015-Nov-06 10.06  Racktyp 16150 mm
Methode Max. Fraktionenvol. 20 ml
Detektionsmodus  Manuell Lésungsmittel A Petrolether
UV1 (Uberwachung) 254 nm Lésungsmittel B Ethyl acetate
UV2 (Uberwachung) 260 nm i
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Biotage-chromatogram of 4b
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Biotage-chromatogram of 5a

L]
Biotage Isolera Fraktionenbericht 1.
Benutzer mamat Saulenposition 1
Probenname cm517 NO2 Saule SNAP 10g
Datum 2015-Nov-1909.24  Racktyp 16x150 mm
Methode cmb15 Max. Fraktionenvol. 20 ml
Detektionsmodus  Manuell Lésungsmittel A Petrolether
UV1 (Uberwachung) 254 nm Lésungsmittel B Ethyl acetate
UV2 (Uberwachung) 280 nm
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Biotage-chromatogram of 5b
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Biotage Isolera Fraktionenbericht

Benutzer mamat
Probenname cm515
Datum 2015-Nov-12 10.18
Methode cm515
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