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alumina to flow into the center of the column with resultant uniform distribution, 
wetting, and packing. The bulb’s size is dictated by the quantity of adsorbent used; 
however, the diameter of the capillary tube on the bulb remains constant (z mm I.D. 
for IOO--200 mesh alumina affords an uninterrupted, fine stream). The capillary 
length should be such as to avoid contact with any upwardly displaced liquid. 
The addition requires little, or, usually, no monitoring*. Pressure equilibration 
between the column and bulb is accomplished by three glass beads, equally spaced 
and molded on the side of the bulb. After the addition is complete, the adsorbent is 
allowed to settle and the liquid is drawn off, until just above the alumina surface. 
The tube is repeatedly refilled with the liquid until the adsorbent no longer shows 
any tendency to settle. During this process, the alumina must always remain covered 
with liquid. The column is then covered with a layer of sand to insure a level alumina 
surface. Esccution of the chromatography is performed in the usual manner. 

In this laboratory, the ratio of the diameter of the alumina column to its height 
(not the height of the tube) has been kept as close to I : 5 as possible with the weight 
ratio of material to alumina about I :30. Approsimately IOO column adsorption 
chromatograms h;L\Te +JeeIl conducted in this manner, and zones were generally well 
defined, where visible. It has also been noted that the eluant passes through this 
column much more rapidly than through the hand-filled and tapped column. 

The xtthor :I.cknowlcdgcs the technical assistance of J. 1‘. ELFSTRUM AND P. 
l3AKUZIS. 

ARTHUR MENDEL 

I 13. NEHER, in I&I. LEDEIWR (Editor), Chranzntogm.p?tic Reviews, Vol. I, Elscvier, Amsterdam, 
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l A cone formed from glassine- or weighing-paper, may be substituted for the addition bulb, 
especially for small quantities ( (30 g) of alumina. This modification is not rccommenclecl for 
larger quantities of adsorbent, owing to adsorption of moisture. 

J. CILronwlfog., 17 (~~G~)~-rr-q.za 

Reaction of cc- and p-conidendrin with chromatographic solvents* 

Two developing solvents widely used in the paper chromatographic separation 
of phenolic wood estractives, namely butanol-acetic acid-water (BAW) (Go : 15 : 25) 
and 2 o/o aqueous acetic acid, reacted with both a- and ,&conidendrinl to form small 
quantities of reaction products. This was first observed in two-dimensional chromatog- 
raphy using IBAVV followed by 2 o/o acetic acid. In these solvent systems oc-conidendrin 

* Department of Forestry of Cans&, Forest Products Research l3rnnch Contribution Number 
P-71. 

J. Clwonzatog., 17 (1965) 412-416 



NOTES 413 

and its reaction products formed a single spot Rp 0.83 in BAW which in the 2 o/O 

acetic acid direction was resolved into two main spots RI;~ 0.00 (oc-conidendrin) and 
RF 0.50 together with a lesser spot RF 0.70. Under similar conditions ,&conidendrin 
had an RF 0.86 in the first direction and produced only two spots RF 0.00 (P-coniden- 
drin) and RF 0.53 in the second. In one-dimensional chromatography using 2 yO acetic 
acid, a-conidendrin gave rise to three spots Rp 0.00, 0.50 and 0,70 and p-conidendrin 
to two spots RF 0.00 and o.gS, although considerable streaking was evident in both 
cases. The larger amounts of reaction products detected when using two-dimensional 
BAW-2 yO acetic acid is indicative of reaction with the acetic acid in both solvent 
systems. Because of the low concentration of the reaction products, detection was 
doubtful with diazotized sulfanilic acid (DSA)“, but was positive using ferric ferricy- 
anide reagent (FF)3. 

Small quantities of reaction products could be conveniently ‘produced by 
treatment of either a- or p-conidendrin with acetic acid-water (I : I) at room tempera- 
ture. No increase in the ratio of reaction products to the parent lactone after 12 h 
was noted indicating equilibrium had been established. These reaction mistures were 
chromatographed in different solvent systems both before and after removal of the 
acetic acid and compared with chemically related compounds as shown in Table I. 
Attempts to isolate the RF 0.50 compound from the cc-conidendrin-acetic acid 
mixtures, either by low temperature vacuum distillation or lyophilization, resulted 
in only starting material and a small quantity of the RF 0.70 compound, no Rp 0.50 
remaining. Under similar conditions the /3-conidendrin-acetic acid mixture produced 
mainly P-conidendrin and a weak spot RF 0.5s. Sufficient RF 0.70 material was ob- 
tained for an infrared spectrum to be taken. A comparison of this spectrum with that 
of an authentic sample of cc-conidendric acid1 showed agreement of the major ab- 
sorptio9 peaks, which together with chromatographic data strongly indicated the 
RF 0.70 spot to be a-conidendric acid. Thus, while it is still true that the quantitative 
conversion of oc-conidendrin to its hydroxy acid must be done under strong hydrolyz- 
ing conditions 1, it is significant that detectable quantities of this acid can be obtained 
from the relatively mild conditions encountered with 2 o/O acetic acid at room tem- 
perature. 

Further evidence of interconversion during paper chromatography was pro- 
vided by the behaviour of pure cc-conidendric acid in 2 o/O aqueous acetic acid. In 
this solvent two main spots were evident, RF 0.70 strong and RF 0.50 weak, The 
reaction forming /J-conidendric acid, however, as would be expected from a study of 
its stereochemistry and lactonization rates of the dimethyl-b-conidendric acidl, was 
more complicated. An attempt to produce p-conidendric acid using the same esperi- 
mental conditions advocated by HOLMBERG 1 for cc-conidendric acid resulted in a 
mixture of products heavily contaminated with the lactonc. Paper chromatography 
of the mixture in 2 o/o acetic acid produced two main spots, RF 0.77 medium and 
RF 0.00 strong (@-conidendrin) with considerable streaking from the origin to Rp 0.5s 
as is found in papergrams of @-conidendrin in this solvent. 

Because of the small quantities and labile nature of these reaction products 
of a- and @-conidendrin only cc-conidendric acid can be assigned with certainty. 
The other compounds, however, must be closely related since they appear to be in 
equilibrium with the lactone and its hydrosy acid, although the possibility of some 
form of double spot chromatographic behaviour cannot be escluded. 

J. Cl~onzulog., 17 (1965) 4rz+416 
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RF values of some glutarimides 

Various derivatives of glutarimide (I) have been shown to possess biological 
activities (Table I)ls 2 and a few of these are employed in medical practice. As part of an 
investigation of the metabolic fate of some glutarimides in animals, a study was made _ 
of their chromatographic properties. 

o>:;j\o 
I-I: 
(1) 

All paper chromatograms were carried out with Whatman No. I grade. Some 
papers were impregnated with liquid paraffin (4 y0 in hesane), olive oil (20 oh in 

RIAIN PHARI\IACOLOOICAL ACTION OF THE GLUTARIIbIIDES USED IN THE STUDY 

I Glutarimiclc ISone 
II g,g-Dimcthyl glutarimiclc Convulsive 

If; 5-Ethyl-g-methyl glutarimiclc (Bemcgriclc) Convulsive 
~,4-Dicyano-3-cthyl-3-niethyl glutaritniclc None 

V 3-Isopropyl-3-methyl glutarimicle Convulsive 
VI 5,5-Di-?2-propyl glutarimicle 

VII a-Phenyl-a-ethyl glutarimidc (Glutcthixnicle) 
Hypnotic 

VIII ~-p-.4minophenyl-3-etl~yl glutarimiclc (.4minoglutctl~iniiclc) 
Hypnotic 
Anticonvulsive 

IX z-Phenyl-2-clictl~ylaminoctl~yl glutarimidc hydrocl~loricle (Phcnglu- 
tarimicle) 

Parasympatholytic 

.T. Ch~OWt1kOg., I7 (1965) 416-419 


