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Result of optimization of fluorimetric calpain assay 1 
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Figure S1. Effect of CaCl2 concentration (A) and µ-calpain amount (B) on the 

proteolytic activity of µ-calpain. 

(A) 

(B) 
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General Procedure for LC/MS: LC/MS was employed to check the purity of the 

compounds. LC/MS was carried out with a Waters 2795(LC-MS) Micromass (ZQ 2000) 

equipped with XTerra® MS C18 column, 4.6×5mm, 5µm, HPLC with a linear gradient 

5% to 80% 0.02% CF3CO2H/ACN into 0.02% CF3CO2H/H2O over 2.5 to 3.5 minutes at 

flow rate 2 mL/min. UV detection (PDA Detector(2996)) was carried out at wavelength 

254nm. Data are detailed in Table S1. Traces and MS data are presented in compound 

number order thereafter. 
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Table S1. LC/MS analyses for compounds 1-22. 

Compound Formula M.W. LC rt (min) m/z Purity (%) 

1 C17H11Cl2N3O4 392.2 2.78 392.0 97 

2 C21H20ClN3O4 413.9 4.07 414.1 96 

3 C18H11Cl2F3N2O2 415.2 2.87 415.1 97 

4 C19H11ClF6N2O2 448.7 3.08 449.2 94 

5 C18H13Cl2N3O4 406.2 3.83 406.0 97 

6 C17H10Cl3N3O4 426.6 3.85 427.9 94 

7 C18H11Cl2F3N2O2 415.2 2.95 415.0 98 

8 C23H17FN2O2 372.4 2.70 373.2 96 

9 C17H11Br3N2O2 515.0 3.82 514.8 69 

10 C17H11BrCl2N2O2 426.1 2.85 427.0 94 

11 C17H10Cl4N2O2 416.1 3.82 416.9 94 

12 C18H14ClN3O4 371.8 2.73 372.1 98 

13 C17H12ClFN2O2 330.7 2.45 331.1 100 

14 C21H20F2N2O2 370.4 2.83 371.2 83 

15 C17H11ClF2N2O2 348.7 2.38 349.1 88 

16 C19H10F8N2O2 450.3 2.72 451.1 98 

17 C18H13Br2ClN2O2 484.6 4.17 484.8 88 

18 C18H13Cl2FN2O2 379.2 2.98 379.1 98 

19 C18H12ClF3N2O2 380.7 2.90 381.1 100 

20 C18H12ClF3N2O2 380.7 2.75 381.1 98 

21 C19H13ClF4N2O2 412.8 2.93 413.1 97 

22 C17H9F5N2O2 368.3 2.50 369.1 99 
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  S6 

Compound 3 
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Compound 5 
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Compound 7 
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Compound 9 
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Compound 11 
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Compound 13 
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Compound 15 
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Compound 17 
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Compound 19 
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Compound 21 
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