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Copies of NMR spectra
'H NMR spectrum of 5-methyl-6-oxo-1,6-dihydropyridazine-3-carboxylic acid 17
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B3C NMR spectrum of 5-methyl-6-oxo-1,6-dihydropyridazine-3-carboxylic acid 17
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"H NMR spectrum of ethyl 5-methyl-6-oxo-1,6-dihydropyridazine-3-carboxylate 18
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I3C NMR spectrum of ethyl 5-methyl-6-oxo-1,6-dihydropyridazine-3-carboxylate 18
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'H NMR spectrum of ethyl 6-chloro-5-methylpyridazine-3-carboxylate 19
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I3C NMR spectrum of ethyl 6-chloro-5-methylpyridazine-3-carboxylate 19
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'H NMR spectrum of ethyl 6-azido-5-methylpyridazine-3-carboxylate 20
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I3C NMR spectrum

of ethyl 6-azido-5-methylpyridazine-3-carboxylate 20
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TH NMR spectrum of ethyl 8-methyl-5,6-dihydrotetrazolo[1,5-b]pyridazine-6-carboxylate 20a
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I3C NMR spectrum of ethyl 8-methyl-5,6-dihydrotetrazolo[1,5-b]pyridazine-6-carboxylate 20a
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TH NMR spectrum of ethyl 6-amino-5-methylpyridazine-3-carboxylate 21
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I3C NMR spectrum of ethyl 6-amino-5-methylpyridazine-3-carboxylate 21

800000

750000

700000

650000

600000

550000

500000

450000

400000

350000

300000

250000

200000

150000

100000

- 50000

-0

~-50000

coaodooo
nununuyepyuunouy
Bl
o~ n ~  in [ajfalay: §agayal
N o -~ om m o™ QG W Iy O N T - 0
¥ N o @ o - @M g Ning N o
29 3 8 9 e FLLRIIBH RN
I [ " \
@]
Hy
S //\\CH3
AN
W N
|
|
|
T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
fl (ma)

ESI-14



"H NMR spectrum of ethyl 2,8-dimethylimidazo[l,2-b]pyridazine-6-carboxylate 22
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I3C NMR spectrum of ethyl 2,8-dimethylimidazo[l,2-b]pyridazine-6-carboxylate 22
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"H NMR spectrum of 2,8-dimethylimidazo[1,2-b]pyridazine-6-carboxylic acid 13
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I3C NMR spectrum of 2,8-dimethylimidazo[l,2-b]pyridazine-6-carboxylic acid 13
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TH NMR spectrum of tert-butyl 7-(6-(((2,2-dimethyl-4,6-dioxo-1,3-dioxan-5-ylidene)(2,8-dimethylimidazo[1,2-b]pyridazin-6-yl) methyl)amino)pyridin-3-yl)-4, 7-

diazaspiro[2.5]octane-4-carboxylate 26
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B3C NMR spectrum of tert-butyl 7-(6-(((2,2-dimethyl-4,6-dioxo-1,3-dioxan-5-ylidene)(2,8-dimethylimidazo[ 1, 2-b]pyridazin-6-yl)methyl)amino)pyridin-3-yl)-

4,7-diazaspiro[2.5]octane-4-carboxylate 26
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"H NMR spectrum of 7-(4-(tert-butoxycarbonyl)-4, 7-diazaspiro[2.5]octan-7-yl)-2-(2,8-dimethylimidazo[ 1,2-b]pyridazin-6-yl)-4-oxo-4H-pyrido[ 1, 2-
alpyrimidine-3-carboxylic acid 27
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B3C NMR spectrum of 7-(4-(tert-butoxycarbonyl)-4, 7-diazaspiro[2.5]octan-7-yl)-2-(2,8-dimethylimidazo[ 1,2-b]pyridazin-6-yl)-4-oxo-4H-pyrido[ 1, 2-
alpyrimidine-3-carboxylic acid 27
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'H NMR spectrum of 2-(2,8-dimethylimidazo[1,2-b]pyridazin-6-yl)-7-(4,7-diazaspiro[2.5]octan-7-yl)-4H-pyrido[1,2-a]pyrimidin-4-one (Risdiplam)
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I3C NMR spectrum of 2-(2,8-dimethylimidazo[1,2-b]pyridazin-6-yl)-7-(4, 7-diazaspiro[2.5]octan-7-yl)-4H-pyrido[1,2-a]pyrimidin-4-one (Risdiplam)
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"H NMR spectrum of tert-butyl 4,7-diazaspiro[2.5]octane-4-carboxylate 30
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I3C NMR spectrum of tert-butyl 4,7-diazaspiro[2.5]octane-4-carboxylate 30
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IH NMR spectrum of tert-butyl 7-(6-nitropyridin-3-yl)-4,7-diazaspiro[2.5]octane-4-carboxylate 31
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I3C NMR spectrum of tert-butyl 7-(6-nitropyridin-3-yl)-4,7-diazaspiro[2.5]octane-4-carboxylate 31
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'H NMR spectrum of tert-butyl 7-(6-aminopyridin-3-yl)-4, 7-diazaspiro[2.5]octane-4-carboxylate 28
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I3C NMR spectrum of tert-butyl 7-(6-aminopyridin-3-yl)-4,7-diazaspiro[2.5]octane-4-carboxylate 28
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Copies of HRMS spectra

Compound Structure HRMS spectra (MS and MS2, correspondingly)
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Intens. +MS, 4.30.1min #466-505] Intens. +MS2(201.045194), 22.5-33.8eV, 4.2min #469-482|
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Intens. +MS, 4.20.1min #461-484| Intens. +MS2(208.084973), 22.7-34.1eV, 4.2min #463-472]
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Risdiplam
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