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Characterization of PhTX analogues

Compound 5: tR =  18.56 min (purity: >99.9%). Gradient: 0  100% B over 30 min; B = 95% MeCN 

+ 0.1% TFA.  HRMS: C26H45N5O3 [M + H]+ 476.36007, found 476.36000; M = 0.1 ppm

Analyt. HPLC chromatogram:

13C NMR spectrum (150 MHz, methanol-d4):
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Compound 5:

1H NMR spectrum (600 MHz, methanol-d4):
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Compound 6: tR =  16.98 min (purity: 99.4%). Gradient: 0  100% B over 30 min; B = 95% MeCN + 

0.1% TFA.  HRMS: calcd for C25H43N5O3 [M + H]+ 462.34442, found 462.34432; M = 0.2 ppm.

Analyt. HPLC chromatogram:

13C NMR spectrum (150 MHz, methanol-d4):
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Compound 6:

1H NMR spectrum (600 MHz, methanol-d4):
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Compound 10: tR =  15.45 min (purity: >99.9%). Gradient: 0  100% B over 30 min; B = 95% MeCN 

+ 0.1% TFA.  HRMS: calcd for C24H47N5O [M + H]+ 438.38025, found 438.38004; M = 0.4 ppm.

Analyt. HPLC chromatogram:

13C NMR spectrum (150 MHz, methanol-d4):
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Compound 10:

1H NMR spectrum (600 MHz, methanol-d4):
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Compound 11: tR =  16.91 min (purity: 99.3%). Gradient: 0  100% B over 30 min; B = 95% MeCN 

+ 0.1% TFA.  HRMS: calcd for C25H490N5O2 [M + H]+ 452.39590, found 452.39581; M = 0.1 ppm.

Analyt. HPLC chromatogram:

13C NMR spectrum (150 MHz, methanol-d4):
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Compound 11:

1H NMR spectrum (600 MHz, methanol-d4):
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Compound 13: tR =  18.67 min (purity: 97.2%). Gradient: 0  100% B over 30 min; B = 95% MeCN 

+ 0.1% TFA.  HRMS: calcd for C27H54N5O2 [M + H]+ 480.42720, found 480.42715; M = 0.3 ppm.

Analyt. HPLC chromatogram:

13C NMR spectrum (150 MHz, methanol-d4):
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Compound 13:

1H NMR spectrum (600 MHz, methanol-d4):
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Compound 14: tR =  19.17 min (purity: 99.2%). Gradient: 0  100% B over 30 min; B = 95% MeCN 

+ 0.1% TFA.  HRMS: calcd for C28H54N5O2 [M + H]+ 492.42729, found 492.42708;  M = 0.4 ppm.

Analyt. HPLC chromatogram:

13C NMR spectrum (150 MHz, methanol-d4):
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Compound 14:

1H NMR spectrum (600 MHz, methanol-d4):
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Compound 15: tR =  17.11 min (purity: 99.8%). Gradient: 0  100% B over 30 min; B = 95% MeCN 

+ 0.1% TFA.  HRMS: calcd for C26H46N5O2 [M + H]+ 460.36460, found 460.36446; M = 0.3 ppm.

Analyt. HPLC chromatogram:
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13C NMR spectrum (150 MHz, methanol-d4):

Compound 15:

1H NMR spectrum (600 MHz, methanol-d4):
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Compound 16: tR =  20.6 min (purity: 99.5%). Gradient: 0  100% B over 30 min; B = 95% MeCN + 

0.1% TFA.  HRMS: calcd for C31H50N5O2 [M + H]+ 524.39645, found 524.39573; M = 1.3 ppm.

Analyt. HPLC chromatogram:
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13C NMR spectrum (150 MHz, methanol-d4):

Compound 16:

1H NMR spectrum (600 MHz, methanol-d4):
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Compound 17: tR =  20.01 min (purity: 99.5%). Gradient: 0  100% B over 30 min; B = 95% MeCN 

+ 0.1% TFA.  HRMS: calcd for C28H48N5O2 [M + H]+ 486.38025, found 486.38021; M = 0.1 ppm.

Analyt. HPLC chromatogram:
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13C NMR spectrum (150 MHz, methanol-d4):

Compound 17:

1H NMR spectrum (600 MHz, methanol-d4):
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