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'H NMR spectrum of PA-L-Thr-OBn (300 MHz; CDCls)
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3C NMR spectrum of PA-L-Thr-OBn (75 MHz; CDCls)
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'H NMR spectrum of compound 9 (300 MHz; CDCls)
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13C NMR spectrum of compound 9 (75 MHz; CDCls)
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HPLC Chromatograms of peptides 8 and 10 after cleavage from resin:

peptide 8
/ m/z 681.6 (Da)
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Figure 1. Analytical HPLC profile (A = 210 nm) together with ESI-MS data of crude peptide 8 mixture.

peptide 10
m/z 462.2 (Da)

Figure 2. Analytical HPLC profile (A = 210 nm) together with ESI-MS data of crude peptide 10 mixture.
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HPLC Chromatograms of purified peptides 11, 12 and unnatural diastereomers of
xenematide:

peptide 11
m/z 663.3 (Da)

B
peptide 12
m/z 663.3 (Da)
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PAcL-Thr-D-Trp-D-Trp- B-Aa
m/z 6633 (Da)

Figure 3. Analytical HPLC profile (A = 210 nm) together with ESI-MS data of: (A)  pALTh-D.Trp-L-Trp-g-Aa 11
—— 1 .
(B) PALThr-L-Trp-D-Trp-p-Na  12; (@L-Thr-L-Trp-L-Trp-p-Ala angd ADYnr- o.Trp-D-Trp-p-Aa (>90% purity).
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'H NMR spectrum of isolated xenematide (600 MHz; DMSO—ds)*

0 0

HN 0

~ /CHz
HN o NTE,
isolated xenematide
I | I I I I
10.0 5.0
ppm (t1)



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2010

13C NMR spectrum of isolated xenematide (600 MHz; DMSO—dg)*
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1H NMR spectrum Of PALTh-O.Trp-L-Trp-p-Aa 11 (300 MHz; DMSO—de)
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13C NMR spectrum of paLTh. o7rp-i-Trp-p-82 11 (75 MHz; DMSO—d)
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IH NMR spectrum of paLThe.Trp-0-7rp-p-Aa 12 (300 MHz; DMSO—ds)
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13C NMR spectrum of pactirL7rp-o-1rp-p-Aa 12 (75 MHz; DMSO—d)
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1H NMR spectrum of P AL-Thr-L-Trp-L-Trp--Ala (300 MHz; CDC|3)
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3C NMR spectrum of paLthc.7rp-L7rp-pam (75 MHz; CDCl3)

1
P AL-Thr-L-Trp-L-Trp- g-Ala
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'H NMR spectrum of s L. 07rp-0-7rp-p-a (300 MHZ; CDCl3)
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3C NMR spectrum of paLThe0.7rp-0-Trp-p-ba (75 MHz; CDCl3)
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