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‘ Table 1. 1
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| ECEa |
yellowis
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| viscous syrup |
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HWooERRE: vellowish brown | r
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Table 1. 4
I EEE T T R o ot fE (G OE fE
Separated R (FRHE) Elementary analysis (%) | (5 # @)
Zone Mole;cular OH (%)
(No.) . weight C H N e
1 270 44.77 4,89 20. 95 5.6
2 310 44,80 5.29 18.48 10.4
3 330 43.89 5,39 - 16.83 - 15.0
4 350 45,92 5.9 15.88 9.0
5 400 45, 66 5.16 14.45 12.6
6 410 44,99 5,66 13.59 16.7

2 RMEROEER

SR A S, SRR, R1.4D0E5Th b, T o THEESLL, TEROTHD » b,
¥ DA RIEORANDELONLIELDILEMETHL, cOALLE 1.4 DHHHEK
L 0L HITWEHE D OLDOEEIHL THL, R2.1RXZLD—ETh %, DimiLE Wit &E
» 2.4-D.N.Ph. T& 5%, _

#£1.4+%E2.1 LA&XBHEL CHD L, HUMETED %23,

No. 1 i/ AFuw— 7+« -2.4D.NPh
No. 2 3o An—aA7Tx v -24DNPh &
No. 3 trYy AFu—A7Tx k. 24-DN.Ph.
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Table 2. 1
o RGTHRED #EME Calculated % -
1t = 7] Compound Calculated GGIE(ED
= D molecular c a e N OH (%)
weight
monomethylol acetone 2.4-D.N.Ph. 269 44, 62 4,83 20, 80 6.3
dimethylol acetone 2.4-D.N.Ph. 299 44,59 5,01 18, 87 11,3
trimethylol acetone 2.4-D.N.Ph. 329 43.78 5.16 17.00 15.5
3.5-dimethylol tetrahydro-y-pyrone
tas 2 4-D.N.Ph. 341 45,75 4,98 16,41 9.9
.3.5-trimethylol trihydro-y-pyrone .
24D N.Ph. 371 45,30 512 15,09 13.8
3.3.5.5-tetramethylol ‘
dihydro—y-pyrone 2.4-D.N.Ph. 401 44,90 | - 5.23 13,98 16.9

No. 4 33.5—2 A5 -« F 5 Fureyeur.2.4-DNPh

No. 5 113.3.5—F ) AFm—a - FJtFo.7.¢ur 24D.NPh I

No. 6 113.3.5.5—F F 7 AFu~L . o Fuosrs .« 24-DNP
FNFRBEET I ENbnDk, EoTT7 b 1= L, sA~v) 2 ELEEHAX
®THERL TL 2 VEAIE, £2.20L 5 TH 2,

Table 2. 2
5Bk | : N o
B = (2 Vi b=t & oH %R
Separ(age(:)%zonel Name of monomer Structure Percentage
1 Monomethylol acetone CH;COCH:CH,OH 3.4
. i "HOCH,CH;COCH,CH,OH
2 Dimethylol acetone { CHyCOCH{ CH,OH)2) 81.8
3 Trimethylol acetone é{COHCE, gzo%lgécf?? 8[;II(>3C>H20H)2 6.7
. 3.5-Dimethylol H (ﬁ Il{
tetrahydro-y-pyrone HOCH,—C —C— C —CH,0H
| l
H,—C—0O—C—H:
2.5
1
Hz‘—?‘C—Cv(CHon)z
Ho—C—0—C—H; )
5 3.3.5—Trimethylol Iﬁ (ﬁ
trihydro-y-pyrone HOCszCl}—C—(!)—( CH,OHy) 2.9
H,—C—0—CH;
6 3.3.5.5.-Tetramethylol ?
dihydro-y-pyrone (HOCH;)z~C—C—C—(CHOM) | 2.7
" Hp—-C—0—C—H;

C D) EER (B0 TEmEA I )
( ):--Isomers, being not considered in the recent literature.
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“Résumé

In the previous of this series, the application of acetone formaline resin as
adhesives has been reported”. And it was concluded, that it was useful resin
for adhesives of wood which was polymerized the monomers of 1 mole acetone
and 2 moles formaline being condensed by sodium hydroxide solution.

But the basic studies on this resin have done very little untill the present
day. It has already been mentioned that the mixture of acetone and formaline
was condensed to methylol acetones in alkaline medium and that this methylol
acetones were polymerized under the same condition to the insoluble and infu-
sible resinous matter?. But there are few reports on monomer composition,
structures of monomers, and the mechanism of polymerization. For this reason,
the writers have studied on the basic research of this resin.

In the present work, the structures and the composition of monomer were
studied by chrOmatographic method.

Experimentals and results
1) The conversion of monomers to 2.4-dinitro phenyl hydrazones (2.4—D.N.Ph.)
2) Chromatographic separation. '

The benzene solution of 2.4-D.N.Ph. was induced to the silica gel column
which was 40 cm. long and 5 cm. diameter. And the developers were the mixture
of benzene, ethyl acetate, and carbon tetrachloride (ratio was 1 : 1,5 : 2) (A)
and the mixture of benzene and petroleum ether (bp. 60°~-70°C) (ratio was 1: 1)
(B). The separation procedures are shown in Table 1. 2. )

3) The elementary analysis of 2.4-D.N.Ph. of monomers was performed by the
following methods ; .

C and H were determined by micro Pregl’s method®,

N was micro Deubsky’s method® and .

OH was estimated by Smith’s Karl-F ischer method?.

4) From above experimental results, the writers have obtained the six mono-
‘mers and confirmed that the main component in the monomers of acetone for-
maline resin was dimethylol acetone (See Table 2.2).
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