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1H and 13C NMR spectra of 7 
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1H and 13C NMR spectra of 8 
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1H and 13C NMR spectra of 9 
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1H and 13C NMR spectra of 11 
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NOE of Compound 11 

 
500 MHz, relax. Delay 1.0 sec, mixing time 500 ms 

Selective band center: 4.03 ppm 

 
 

 

Selective band center: 8.62 ppm 
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HPLC Charts for Peptide 2, 3, 4, 5, 13 

Table 1. MS and HPLC retention time 

No Expect (M + H)+ Observed (M + 

H)+ 

Retention time/ 

min 

HPLC 

methoda 

2 863.4 863.4 25.2 II 

3 863.4 863.4 24.3 II 

4 1051.6 1051.5 29.8 I 

5 1037.6 1037.4 29.2 I 

13 861.5 861.4 23.3 I 

a HPLC Method: 

 λ= 220 nm, flow rate: 10 mL/min 

Solvent A: H2O, 0.1% TFA; Solvent B: MeCN, 0.1% TFA 

I: 

Time  0 30 30.1 35 

B% 0 100 100 100 

II: 

Time  0 30 30.1 35 

B% 0 90 100 100 
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HPLC spectra: 

1. on-resin mistunobu reaction to afford 2, 3 (Experiment A) 

 

 
 

2. Test of Mechanism I (Intramolecular alkyl transfer of the phosphoryl ester 

group) (Experiment B) 
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3. Mixture Test (Experiment A mixed with Experiment B) 

 
4. Test of Mechanism II (Experiment C and D) 

Experiment C: 
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Experiment D: 
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5. Post-peptide synthesis on-resin N(ππππ)-alkylation (Experiment E) 
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Purity of Peptide 2, 3, 4, 5, 13 

Table 2. Purity of Peptides 

No 2 3 4 5 13 

Purity 97% 96% 98% 98% 100% 

 

HPLC Method: 

λ= 220 nm, flow rate: 1.0 mL/min 

Solvent A: H2O, 0.1% TFA; Solvent B: MeCN, 0.1% TFA 

Time  0 30 30.1 35 

B% 0 100 100 100 

 

Peptide 2: 
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Peptide 3 

 
 

Peptide 4 
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Peptide 5 

 
 

Peptide 13 

 


