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NMR spectra and HPLC chromatograms

3,3,3-Trifluoro-2-methylpropyl 4-methylbenzene-1-sulfonate (9)
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1,1,1-Trifluoro-3-iodo-2-methylpropane (10)
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Ni(ll)-Schiff base complex of [2.3.5.6F]TfMePhe 6

'H NMR (600 MHz, CDCIy):
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Ni(ll)-Schiff base complex of bisTfMePhe 7
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'H NMR (600 MHz, CDCl,)
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"IC NMR {151 MHz, CDCl;):
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™F NMR (565 MHz, CDCl):
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Ni(ll)-Schiff base complexes of (2S,4R)-TfLeu 11a, (2S,4S)-TfLeu 11b
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"F NMR (565 MHz, CDCly)
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"H NMR (600 MHz, CDCI;):
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3¢ NMR (151 MHz, CDCL):
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(S)-2-((((9H-fluoren-9-yl)methoxy)carbonyl)amino)-3-(2,3,5, 6-tetrafluoro-4-(tri-

fluoromethyl)phenyl)propanoic acid [tetrafluoro(trifluoromethyl)phenylalanine,

[2.3.5.6F]TfMePhe] 2

alitHate]
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'H NMR (600 MHz, CD,0D):
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"*C NMR (151 MHz, CD;0D):
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(S)-2-((((9H-fluoren-9-yl)methoxy)carbonyl)amino)-3-(3,5-bis(trifluoromethyil)
phenyl)propanoic acid [bis(trifluoromethyl)phenylalanine, bisTfMePhe] 3
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"H NMR (600 MHz, CD;0D):
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3¢ NMR (151 MHz, CD;0D):
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-53.42

E NMR (565 MHz, CD;0D):
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(2S,4R)-2-((((9H-fluoren-9-yl)methoxy)carbonyl)amino)-5, 5, 5-trifluoro-4-methylpentanoic acid

[Trifluoroleucine, TfLeu] 12a

'H NMR (600 MHz, CD:0D):
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"'F NMR (565 MHz, CD,0D):
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In order to validate the separation efficiency of the HPLC method to determine the enantiomeric
purity of the fluorinated amino acids in our previous publication racemic mixtures of the
corresponding fluorinated amino acids were prepared by a procedure described by Yamada et al. and

subsequently analyzed [1].
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