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Part 1:

= 'H NMR in DMSO-ds solution of isolated (/R, IS) 1-[p-(phenylalkoxy)-phenethyl]-1H-
pyrazolium hydrochloride (7a-e)

= ’C NMR in DMSO-dj solution of isolated (IR, 1S) 1-[p-(phenylalkoxy)-phenethyl]-1H-
pyrazolium hydrochloride (7a-e)



= 'H NMR in DMSO-ds solution of (IR, 1S) 1-[p-((4-methoxybenzyl)oxy)-phenethyl]-1H-
pyrazolium hydrochloride (7a)
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= 5C NMR in DMSO-ds solution of (IR, 1S) 1-[p-((4-methoxybenzyl)oxy)-phenethyl]-1H-
pyrazolium hydrochloride (7a)
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= 'H NMR in DMSO-d; solution of (IR, 15) 1-[B-((3-(4-methoxyphenyl)propyl)oxy)-phenethyl]-
1 H-pyrazolium hydrochloride (7b)
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= ’C NMR in DMSO-d; solution of (IR, 1S) 1-[B-((3-(4-methoxyphenyl)propyl)oxy)-phenethyl]-
1 H-pyrazolium hydrochloride (7b)
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= '"H NMR in DMSO-ds solution of (IR, 1S) 1-[B-((4-methoxybenzyl)oxy)-(4-
methoxyphenethyl]-1H-pyrazolium hydrochloride (7¢)
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= BC NMR in DMSO-ds solution of (IR, 1S) 1-[p-((4-methoxybenzyl)oxy)-(4-
methoxyphenethyl]-1H-pyrazolium hydrochloride (7¢)
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» '"H NMR in DMSO-d; solution of (/R 15) 1-[B-((4-methoxyphenyl)-(3-(4-
methoxyphenyl)propoxyethyl)]-1H-pyrazolium hydrochloride (7d)
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= 5C NMR in DMSO-ds solution of (IR, 1S) 1-[p-((4-methoxyphenyl)-(3-(4-
methoxyphenyl)propoxyethyl)]-1H-pyrazolium hydrochloride (7d)
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= 'H NMR in DMSO-d; solution of (IR, 1S) 1-[B-((4-methoxyphenyl)-(3-phenylpropoxyethyl)]-
1 H-pyrazolium hydrochloride (7e)
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= ’C NMR in DMSO-d; solution of (IR, 1S) 1-[B-((4-methoxyphenyl)-(3-phenylpropoxyethyl)]-
1 H-pyrazolium hydrochloride (7e)
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Part 2:

= Chiral HPLC chromatograms obtained for resolution of (£)-(1R, 15) 1-(4-methoxyphenyl)-2-(1H-pyrazol-1-yl)ethan-1-o0l 4b with (-)-(1R)-CSA and
(+)-(15)-CSA using the method of "half-quantities"

» Chiral HPLC chromatogram obtained for racemic (/R, 1S) 1-[p-((4-methoxyphenyl)-(3-(4-methoxyphenyl)propoxyethyl)]-1H-pyrazolium
hydrochloride (7d):



= Chiral HPLC analysis obtained for diastereoisomer (-)-(1S5)-4b/(-)-(1R)-CSA:

Column: Chiracel OJ-H (250 x 4.60 mm)

OH —
D SO,
Detector: UV, 220 nm "N® o
\O H

Eluent: hexane/i-PrOH (94:6 v/v)
Retention time = 34.0 min.
Flow rate: 0.8 mL/min.
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Chiral HPLC analysis obtained for diastereoisomer (+)-(1R)-4b/(+)-(1S5)-CSA:

Column: Chiracel OJ-H (250 x 4.60 mm)
OH =

Detector: UV, 220 nm Q/\/ N® 5
\\() H 038 (0]

Eluent: hexane/i-PrOH (94:6 v/v)
Retention time = 31.5 min.

Flow rate: 0.8 mL/min.
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Chiral HPLC analysis obtained for enantiomer (-)-(1S5)-4b:

Column: Chiracel OJ-H (250 x 4.60 mm)

Detector: UV, 220 nm | X “N
Eluent: hexane/i-PrOH (94:6 v/v)

Flow rate: 0.6 mL/min.

Retention time = 52.6 min.
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Chiral HPLC analysis obtained for enantiomer (+)-(1R)-4b:
Column: Chiracel OJ-H (250 x 4.60 mm)

Detector: UV, 220 nm

| X N
Eluent: hexane/i-PrOH (94:6 v/v)

Flow rate: 0.6 mL/min.

Retention time = 63.5 min.
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