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Analysis protocol
’H{*H} NMR spectra were recorded at 107.5 MHz, on a Bruker Avance IlI-HD 700
Spectrometer, equipped with a Prodigy TCI Cryoprobe.

Poly-y-benzyl-L-glutamate (MWT 150-350K) and spectrophotometric grade CHCI;

were purchased from SigmaAldrich UK and used without further purification.

The poly-y-benzyl-L-glutamate (y-PBG) solutions (13% w/w) for analysis were
prepared by addition of y-PBG (120 mg), the analyte (approximately 20 mg) and
CHCI3 (800 mg) into a pre-weighed 5 mm NMR tube. The NMR tube was sealed with
a PTFE pressure cap (Wilmad 521-PC) and left to stand for 1 h. The NMR tube was
placed in a plastic tube and it was spun manually with a cord to achieve a centrifugal
force, drawing the gel from one end of the tube to the other. The tube was inverted
and this manual centrifugation was repeated 40 times, or further if complete
dissolution of the polymer was not achieved. The samples were left to stand for a

further 1 h to equilibrate, prior to acquiring the ?H{*H} NMR spectrum.

Enantiomeric excess (ee) values were determined by deconvolution of the line
shapes of the *H{*H} NMR spectrum in mNova 11.0.4 and subsequent integration.
The mean value of the two signals relating to each enantiomer was used to calculate

the ee.
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?H{*H} NMR (76.7 MHz) with PBLG in CHCl; (13% w/w) of (S)-3.
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Scheme 1 (32> 1)
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?H{*H} NMR (76.7 MHz) with PBLG in CHCl; (13% w/w) of (R)-1.
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Table 1, entry 1
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2H{"H} NMR (107.5 MHz) with PBLG in CHCls (13% wi/w) of (£)-5.
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Table 1, entry 3
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Table 2, entry 1
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?H{*H} NMR (107.5 MHz) with PBLG in CHCl; (13% w/w) of (S)-5.
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Table 2, entry 2
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2H{"H} NMR (107.5 MHz) with PBLG in CHCls (13% wi/w) of (S)-6.
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Table 2, entry 3
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Table 2, entry 4
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’H{*H} NMR (107.5 MHz) with PBLG in CHCl3 (13% w/w) of (S)-8.
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Table 2, entry 5
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2H{"H} NMR (107.5 MHz) with PBLG in CHCls (13% wi/w) of (S)-9.
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Table 2, entry 6
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2H{"H} NMR (107.5 MHz) with PBLG in CHCls (13% wi/w) of (S)-6.
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Table 2, entry 7
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2H{"H} NMR (107.5 MHz) with PBLG in CHCls (13% wi/w) of (S)-7.
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Table 2, entry 8
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2H{"H} NMR (107.5 MHz) with PBLG in CHCls (13% wi/w) of (S)-9.
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Table 3, entry 1
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2H{*H} NMR (107.5 MHz) with PBLG in CHClI; (13% wi/w) of (S)-10.
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Table 3, entry 2
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2H{*H} NMR (107.5 MHz) with PBLG in CHClI; (13% wi/w) of (S)-10.
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Table 3, entry 3
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2H{*H} NMR (107.5 MHz) with PBLG in CHCls (13% wi/w) of (S)-10.
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Scheme 2 (12 > 10)
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2H{*H} NMR (76.7 MHz) with PBLG in CHCl; (13% wiw) of (S)-10.
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