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L C-MS profiles of representative samples (crude):

HPLC conditions: 0-100% B for 10 mins, then 100% B for 2 mins.
(Solvent A: 100% H,0O with 0.1 % TFA; Solvent B: 100% CH3CN with 0.1 % TFA)
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NMR Characterization of selected key intermediates/final products.

1H AMX500fmoc-leu-war-n3
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13C AMX500fmoc-phe-war-n3
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1H normal range AC300fmocleu-br
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13C AMX500fmoc-leu-war-n3
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*** Current Data Parameters **
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*** 1D NMR Plot Parameters ***

SR

6.21 Hz
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*** 1D NMR Plot Parameters ***
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13C Standard AC300

*** Current Data Parameters **
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N3-phe-warhead-Br
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*** Current Data Parameters **
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13C AMX500n3-ala-war-Br

*** Current Data Parameters ***
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*** Acquisition Parameters **
NS : 38
01 : 13204.57 Hz
02 : 2000.52 Hz
03 : 12575.30 Hz
SFO1 : 125.7709936 MHz
O H SFO2 : 500.1320005 MHz
SFO3 : 125.7703643 MHz
NS B r ** 1D NMR Plot Parameters **
z SR : 21.74 Hz
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C-Ala-1wh

*** Current Data Parameters *>*
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*** Acquisition Parameters **
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*** Processing Parameters ***
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** 1D NMR Plot Parameters ***
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*** Current Data Parameters ***
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% Acquisition Parameters #*
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1H normal range AC300
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*** Current Data Parameters ***
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*** Processing Parameters ***
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o —/SSO \/\O/\/o \/\O/W,I/OH #++ 1D NMR Plot Parameters **
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*** Acquisition Parameters **
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*** Processing Parameters **
SF 75.4677807 MHz
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’O \/\ /\/O \/\ O H *** 1D NMR Plot Parameters ***
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1H normal range AC300

*** Current Data Parameters ***
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** 1D NMR Plot Parameters ***
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*** Current Data Parameters ***
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*** Processing Parameters ***
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** 1D NMR Plot Parameters ***
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*** Current Data Parameters **
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*** Acquisition Parameters **
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*** Processing Parameters ***
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*** 1D NMR Plot Parameters ***
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*** Current Data Parameters ***
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*** Current Data Parameters **
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*** Current Data Parameters ***
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Biotin-ala-1

*** Current Data Parameters ***
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*** Acquisition Parameters **
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= Processing Parameters **
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** 1D NMR Plot Parameters ***
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** Current Data Parameters **
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*** Processing Parameters ***
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*** 1D NMR Plot Parameters ***
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