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H-Arg-Thr-Val-Hyp-Ser-Gly-Hyp-Asp-Pro-Leu-His-His-His-OH (4)  

1H NMR and HSQC spectra (D2O, 500 MHz) 

	   	  

	  

HPLC Chart of 4  

	    

 

Column : InertSustain C18 (3.0x150) 
Eluent: 0.1% TFA H2O–CH3CN  
Gradient: 5–5–50–50%/(0–5–35–50 min) 
Flow Rate: 0.5 mL/min 
Detection: PDA at 220 nm 
Retention time: 15.40 min 
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Mass spectrum of 4 
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Tandem mass spectrum for the ion at m/z 1482 
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Fragment ions observed by tandem MS/MS analysis of 4. Numbers upper and lower sides of 13 amino 
acid sequences are b- (blue) and y- (red) ions, respectively. b3, b4, b7, b9, y4, y6, y7 and y9 ions were also 
detected though at the small intensity. 
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H-Arg-Thr-Val-Hyp-Ser-Gly-Hyp[Araf-β-O]-Asp-Pro-Leu-His-His-His-OH (3) 

1H NMR and HSQC spectra (D2O, 500 MHz) 

 

    

HPLC Chart of 3  

	   	  

Column : InertSustain C18 (3.0x150) 
Eluent: 0.1% TFA H2O–CH3CN  
Gradient: 5–5–50–50%/(0–5–35–50 min) 
Flow Rate: 0.5 mL/min 
Detection: PDA at 220 nm 
Retention time: 14.72 min 

Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013



24 
	  

Mass spectrum of 3 
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Tandem mass spectrum for the ion at m/z 1614 
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Fragment ions observed by tandem MS/MS analysis of 3. Numbers upper and lower sides of 13 amino 
acid sequences are b- (blue) and y- (red) ions, respectively. b4, b7, b9, y4, y6, y7 and y8 ions were also 
detected though at the small intensity. 
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H-Arg-Thr-Val-Hyp-Ser-Gly-Hyp[Araf2-β-O]-Asp-Pro-Leu-His-His-His-OH (2) 

1H NMR and HSQC spectra (D2O, 500 MHz) 

 

 

HPLC Chart of 2  

	   	  

Column : InertSustain C18 (3.0x150) 
Eluent: 0.1% TFA H2O–CH3CN  
Gradient: 5–5–50–50%/(0–5–35–50 min) 
Flow Rate: 0.5 mL/min 
Detection: PDA at 220 nm 
Retention time: 14.80 min 
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Mass spectrum of 2 
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Tandem mass spectrum for the ion at m/z 1746 
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Fragment ions observed by tandem MS/MS analysis of 2. Numbers upper and lower sides of 13 amino 
acid sequences are b- (blue) and y- (red) ions, respectively. b3, b4, b7, b9, y4, y6, y7 and y9 ions were also 
detected though at the small intensity. 
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H-Arg-Thr-Val-Hyp-Ser-Gly-Hyp[Araf3-β-O]-Asp-Pro-Leu-His-His-His-OH (1)  

1H NMR and HSQC spectra (D2O, 500 MHz) 

 

 

HPLC Chart of 1  

	   	  

Column : InertSustain C18 (3.0x150) 
Eluent: 0.1% TFA H2O–CH3CN  
Gradient: 5–5–50–50%/(0–5–35–50 min) 
Flow Rate: 0.5 mL/min 
Detection: PDA at 220 nm 
Retention time: 14.74 min 
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Mass spectrum of 1 
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Tandem mass spectrum for the ion at m/z 1878	  
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Fragment ions observed by tandem MS/MS analysis of 1. Numbers upper and lower sides of 13 amino 
acid sequences are b- (blue) and y- (red) ions, respectively. b3, b4, b7, b9, y4, y6 and y7 ions were also 
detected though at the small intensity. 
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