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N,N-diethylbenzamide (1)
1H NMR
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N,N-diethylpyrazine-2-carboxamide (2)
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N,N-diethyl-3-phenylbenzamide (3)
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N,N-diethylcinnamamide (4)

'H NMR

2.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 ppm

g|8|@ ‘8 a jﬁﬁ
|l ] el |~ = w
13
C NMR
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

S5



N,N-diethylpalmitamide (5)
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N,N-diethylmyristamide (6)
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N-ethyl-N-isopropylbenzamide (7)
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N-benzoylpiperidine (8)
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N-benzyl-N-ethylbenzamide (9)

'H NMR
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N-propylbenzamide (10)
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N-phenylbenzamide (11)
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N,N-diethyl-(S)-2-(4-nitrophenyisulfonamido)-3-phenylpropanamide (12)

'H NMR
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N,N-diethyl-(S)-2-(4-nitrophenylsulfonamido)-propanamide (13)

'H NMR
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4-acetamidophenylacetate (14)
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N,N-diethyl-(S)-2-(tert-butoxycarbonyl)-amino-3-phenylpropanamide (15)

'H NMR
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N-((R)-1-phenylethyl)-2-(S)-(4-nitrophenylsulfonamido)-propanamide (16)
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N-((S)-1-phenylethyl)-2-(S)-(4-nitrophenylsulfonamido)-propanamide (17)

'H NMR
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1-(tert-butoxycarbonyl)-2-(S)-(N,N-diethylaminocarbonyl)-pyrrolidine (18)

'H NMR

1 A Dﬂl fM}&#Jb .

. — - . —— —— —
8.0 75 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25

1.0 0.5
f1 {ppm)
13C NMR

L ﬂr Asiigin \ i e JL_.‘ - Wm_ o I,"__m_wb oy

r T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10
f1 (ppm)

S19



1-(tert-butoxycarbonyl)-2-(R)-(N,N-diethylaminocarbonyl)-pyrrolidine (19)

'H NMR
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Benzoic Acid

13C NMR
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Reaction between Benzoic Acid and Thionyl Chloride

13C NMR
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Formation reaction of N,N-diethylbenzamide (1) in CDCl; after 3 minutes.

13C NMR
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HPLC analyses of crude amides 16 and 17: (A) N-((R)-1-phenylethyl)-2-(S)-(4-nitrophenylsulfonamido)-
propanamide (16); (B) a mixture of 16 and 17 (approx. 30% : 70%); (C) N-((S)-1-phenylethyl)-2-(S)-(4-

nitrophenylsulfonamido)-propanamide (17)
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Chiral GC/MS analyses of crude amides 18 and 19: (A) 1-(tert-butoxycarbonyl)-2-(R)-(N,N-
diethylaminocarbonyl)-pyrrolidine (19); (B) a mixture of 18 and 19 (approx. 70% : 30%); (C) 1-(tert-
butoxycarbonyl)-2-(S)-(N,N-diethylaminocarbonyl)-pyrrolidine (18)
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Synthesis of dipeptide methyl 3-methyl-2-(S)-(2-(R)-(4-nitrophenylsulfonamido)propanamido)butanoate (20)

'H NMR
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