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Condensation Product of Triose Reductone with Isoleucine
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Table 1, Yield, melting point and elemental
analysis of TR-Ile.

Elemental analysis
Calculated Found

c|lH|N|clHI|N

: Melting
&> | point
§®))

29.8 168 |53.73| 7.46| 6.96/53.74, 7.57 6.90
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Table 2, Paper chromatography of TR-Ile.
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Fig. 1. UV absorption spectrum and its

variation of TR-Ile, TR-Ile was first dis-
solved in a small volume of ethanol, and
then 0.1 M HCI-KCI (pH 2.0), 0. 1 M phos-
phate (pH 7.0) or 0.1 M NaOH-KCl (pH
12. 0) buffer was added. The final concentra-
tion of TR-Ile was §x«M. UV absorption
spectrum was estimated at once and after
standing at room temperature for 4 hrs with
a Shimazu Multipurpose Recording Spectro-
photometer, MPS-50.

R, value

Solvent
TR Ile g TR-1le
Butanol saturated with H,O 0.59 0.48 0. 56
Butanol ; Acetic acid: H,O (4:1:2) 0. 68 0. 61 0.85
Butanol : Pyridine : H,O (4:1:2) 0. 58 0. 39 0.39
Ethanol: H,O (9: DD 0.77 0. 68 0.73
Methanol : H,O (9: D 0.76 0.76 0. 80
Butyl acetate ; Acetic acid : H,O (4:2: 1) 0. 56 0. 04 0.37
Ethyl acetate : Acetic acid: H,O (3:1: 1) 0.74 0.47 0.99
Ethyl formate ;: Formic acid: H,O (3:1: 1) 0. 84 0.98 0.95

TR-Ile was detected with 0.05 % sodium 2,6-dichlorophenolindophenol solution
(in 50 % ethanol) and 0.2 % ninhydrin solution,
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Fig. 2. IR spectrum of TR-Ile. IR spectrum of TR-Ile was estimated by KBr

pellet method with a Beckman IR-20,
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Fig. 3. Mass spectrum of TR-Ile. Mass
spectrum of TR-Ile was estimated with
Hitachi RMS-4,
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6. NMR 2~ b

TR-Ile & DMSO-d; 2% L1zE 2D NMR
AP MV Fig. 42, FICEAKRRRZITSDOIZE
D% Fig. 5 T RT.

3 TR-Gly, -Leu, -Met, -Phe; ThEth TR L7V vV, Aoy, A2FF=Y, 72207 7=V LOREYER
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Fig. 4. NMR spectrum of TR-Ile. NMR spectrum was estimated with a Hitachi
Perkin Elmer R-20, using hexadeuterodimethylsulfoxide (DMSO-d,) as solvent and

tetramethylsilane as internal standard.
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Fig. 5. NMR spectrum of TR-Ile after D,O exchange. NMR spectrum was

estimated as in the case of Fig. 4.

3 0.95ppm i~ 7% § DAL UHEEER J=6.5
HzDhY 7Ly h&, §0.905ppm DX T Ly b3
ot @b 67 ORI (A), § L15~
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h& 86.26~6.67ppm D7 0 — RIgE— 7 H3SEILD
tz27a bbb (B), 67.0~8.2ppm i
BatE,» s 179 b FORI (F), 68.43ppm
Koy —FB1Fu oDy sy b (G) DEE
xhic (Fig. 4).

(A) 12 (8) & (10) OAF VT o b ATHIBX
N3, (B) i3 (9) oxFvrrohrig, (C)
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Summary

Ile was completely dissolved in 0.2N HCI to final concentration of 1M and then
equimolar TR was added at 100°C in an oil bath under bubbling with N, gas. The

reaction mixture was kept for 45 min under the same conditions.
The yield was 29.8 %.

separated as crystals.

The product was

It was confirmed that the crystals were condensation product of TR and Ile by
estimating elemental composition, melting point, paper chromatogram, UV, IR, Mass

and NMR spectra.



