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[bookmark: _GoBack]HPLC Traces for Racemic, Scalemic and Enantioenriched Br-Piperidine Derivatives (±)-S2a, (±)-S3a, (+)-6a, (+)-7a, (–)-S3a, (–)-8a and (+)-S4a

tert-Butyl cis-(±)-4-(4-bromophenyl)-3-(quinolin-8-ylcarbamoyl)piperidine-1-carboxylate ((±)-S2a)
Conditions: Chiralpak IA 3-column, 85:15 n-hexane:i-PrOH, flow rate: 1 mL·min–1, 35 ºC, UV detection wavelength: 210.4 nm. Retention times: 11.9 min (3S,4S enantiomer), 17.3 min (3R,4R enantiomer).
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tert-Butyl (+)-(3R,4R)-4-(4-bromophenyl)-3-(quinolin-8-ylcarbamoyl)piperidine-1-carboxylate ((+)-6a)
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tert-Butyl trans-(±)-4-(4-bromophenyl)-3-(quinolin-8-ylcarbamoyl)piperidine-1-carboxylate ((±)-S3a)
Conditions: Chiralpak IA 3-column, 85:15 n-hexane:i-PrOH, flow rate: 1 mL·min–1, 35 ºC, UV detection wavelength: 254.1 nm. Retention times: 9.1 min (3R,4S enantiomer), 12.2 min (3S,4R enantiomer).
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tert-Butyl (–)-(3R,4S)-4-(4-bromophenyl)-3-(quinolin-8-ylcarbamoyl)piperidine-1-carboxylate 
((–)-S3a)
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[image: ] ee 98.0%


tert-Butyl (+)-(3S,4R)-4-(4-bromophenyl)-3-(quinolin-8-ylcarbamoyl)piperidine-1-carboxylate ((+)-7a)
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Scalemic Mixture of Enantioenriched Br-Piperidines (+)-S4a and (–)-8a

Conditions: Chiralpak ID 3-column, 90:10 n-hexane:i-PrOH, flow rate: 1 mL·min–1, 35 ºC, UV detection wavelength: 210.4 nm. Retention times: 8.0 min (3R,4S enantiomer), 8.6 min (3S,4R enantiomer).
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tert-Butyl (+)-(3R,4S)-4-(4-bromophenyl)-3-(hydroxymethyl)piperidine-1-carboxylate ((+)-S4a)
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tert-Butyl (–)-(3S,4R)-4-(4-bromophenyl)-3-(hydroxymethyl)piperidine-1-carboxylate ((–)-8a)
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HPLC Traces for Racemic, Scalemic and Enantioenriched I-Piperidine Derivatives (±)-S2b, (±)-S3b, (+)-6b, (+)-7b, (–)-S3b, (–)-8b and (+)-S4b

tert-Butyl cis-(±)-4-(4-iodophenyl)-3-(quinolin-8-ylcarbamoyl)piperidine-1-carboxylate ((±)-S2b):

Conditions: Chiralpak IA 3-column, 85:15 n-hexane:i-PrOH, flow rate: 1 mL·min–1, 35 ºC, UV detection wavelength: 210.4 nm. Retention times: 12.2 min (3S,4S enantiomer), 17.7 min (3R,4R enantiomer).
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tert-Butyl (+)-(3R,4R)-4-(4-iodophenyl)-3-(quinolin-8-ylcarbamoyl)piperidine-1-carboxylate ((+)-6b
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[image: ] ee = 98.2%


tert-Butyl trans-(±)-4-(4-iodophenyl)-3-(quinolin-8-ylcarbamoyl)piperidine-1-carboxylate ((±)-S3b)

Conditions: Chiralpak IA 3-column, 85:15 n-hexane:i-PrOH, flow rate: 1 mL·min–1, 35 ºC, UV detection wavelength: 254.1 nm. Retention times: 9.4 min (3R,4S enantiomer), 13.3 min (3S,4R enantiomer).
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tert-butyl (–)-(3R,4S)-4-(4-iodophenyl)-3-(quinolin-8-ylcarbamoyl)piperidine-1-carboxylate 
((–)-S3b)
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tert-Butyl (+)-(3S,4R)-4-(4-iodophenyl)-3-(quinolin-8-ylcarbamoyl)piperidine-1-carboxylate ((+)-7b)
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Scalemic Mixture of Enantioenriched I-Piperidines (+)-S4b and (–)-8b

Conditions: Chiralpak ID 3-column, 90:10 n-hexane:i-PrOH, flow rate: 1 mL·min–1, 35 ºC, UV detection wavelength: 230.1 nm. Retention times: 6.7 min (3R,4S enantiomer), 7.4 min (3S,4R enantiomer).
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tert-Butyl (+)-(3R,4S)-4-(4-iodophenyl)-3-(hydroxymethyl)piperidine-1-carboxylate ((+)-S4b)
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[image: ] ee = 98.1%


tert-Butyl (–)-(3S,4R)-4-(4-iodophenyl)-3-(hydroxymethyl)piperidine-1-carboxylate ((–)-8b)
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[image: ] ee = 98.0%
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image30.png
Signal 3: DAD1 C, Sig=210,10 Ref=off

Peak RetTime Type Width  Area Height  Area
#  [min] [min]  [mAU*s] [mAU] %

1 12.201 BB ©.2287 26.94304  1.45051 ©.8982
2 17.724 BB 0.4677 2972.60156 98.85776 99.1018

Totals : 2999.54460  99.50827
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