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THE WHITE HOUSE 

DRUG ABUSE PREVENTION WEEK, 1970 

BY THE PRESIDENT OF THE UNITED STATES OF AMERICA 

A PROCLAMATION 

___ ,,. The past decade has seen the abuse of drugs grow from 
essentially a local police problem into a serious threat to 
the health and safety of millions of Americans. The number 
of narcotics addicts in the United States is estimated to be 
in the hundreds of thousands and the effects of their addic­
tion spread far beyond their own lives. 

Statistics tell but part of the tragedy of drug abuse. 
The crippled lives of young Americans, the shattered hopes 
of their parents, the rending of the social fabric -- as 
addicts inevitably turn to crime in order to supply a costly 
habit -- these are the personal tragedies, the human disasters 
that tell the real story of what drug abuse does to individuals 
and can do to our nation. 

NOW, THEREFORE, I, RICHARD NIXON, President of the United 
States of American, do hereby designate the week beginning 
May 24, 1970,- as Drug Abuse Prevention Week. 

I call upon officials of the Federal government, par­
ticularly in the Departments of Justice and Health, Educa­
tion, and Welfare, to join with educators and administrators 
of the academic• community at large in establishing meaningful 
programs for the promotion of drug abuse prevention among 

Analytical methods in Microgram do not have official status. Use of 
funds for printing this publication approved by the Bureau of the 
Budget, April 8, 1969. CAUTION: Use of this publication is re­
stricted to forensic scientists serving law enforcement agencies. 
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young people. I urge State and local governments, as well 
as business, professional, and civic groups, to cooperate 
in such programs and to exercise their initiative in ex­
ploring new methods by which the potential dangers of drug 
experimentation can be communicated to the ent.ire nation. 
The communications media can provide invaluable assistance 
in this regard, and I request their full support of this 
endeavor. 

I encourage members of the clergy, and all those whose 
activities interrelate with young people, to make a special 
effort during this week to discourage drug abuse, to end 
drug experimentation, and to eliminate illegal drug traffic. 

IN WITNESS WHEREOF, I have hereunto set my hand this 
twenty-eighth day of April , in the year of our Lord nine­
teen hundred and seventy, and of the Independence of the 
United States of America the one hundred and ninety-fourth. 

RICHARD NIXON 
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BNDD FORENSIC CHEMISTS' SEMINARS for Fiscal Year 1971 are tentatively 
planned as follows: 

September 14-18, 1970 
October 26-30, 1970 
December 7-11, 1970 

February 8-12, 1971 
April 12-16, 1971 
June 14-18, 1971 

For further information or application forms write to: 

Chief, Special Programs Division (TRNS) 
Bureau of Narcotics & Dangerous Drugs 
U.S. Department of Justice 
Washington, D. C. 20537 

The last seminar in Fiscal Year 1970 was held April 27-M'ay 1. 

ON-THE-JOB TRAINING FOR FORENSIC CHEMISTS is available in BNDD Regional 
Laboratories. This training is designed to suit a particular problem 
or individual need of the trainee. To make arrangements, the director 
or chief chemist of the local laboratory should contact the chief chemist 
ot the BNDD regional laboratory serving his area. Addresses of the re­
g~onal laboratories are attached. 

Heroin (Diacetylmorphine HCl) was identified by Northern Illinois Police 
Crime Laboratory in a foil packet containing a white powder. The con­
tents of the exhibit was alleged to be "PEE," reportedly taken by 
sniffing. 

Marijuana cigarette was also analyzed by the Northern Illinois Police 
Crime Laboratory. Close examination revealed blue particles of pento­
barbital. A yellow-colored material, insufficient in quantity to be 
analyzed, adhered to some of the blue particles. It is believed that 
the material probably was a pulverized Desbutal tablet with the meth• 
amphetamine removed. 

para-Methoxymethylnitrostyrine, a yellow powder, was recently encoun­
tered in the BNDD San Francisco Regional Laboratory. This substance 
can easily be reduced to para-methoxyamphetamine. 

A. K. Dixon, Experientia, 24, 743 (1968) indicates that para-methoxy­
amphetamine has a potency in rats exceeded only by LSD (LSD equals 
4600 mescaline units). Shulgin, Nature, 221, 537 (1969) has human 
data which shows a potency of five mescaline units for para-methoxy­
amphetamine. 

Heroin has been encountered in the BNDD Washington Regional Laboratory 
in one milliliter, plastic disposable syringes filled with clear, 
colorless solution. Analysis of two syringes showed 6.1 and 6.4 milli­
grams heroin. 

Lavender (Lavandula officinals) tubular calyx containing seeds was iden­
tified by the BNDD Special Testing and Research Laboratory. The exhibit, 
probably a form of incense, was submitted as suspected hashish. 
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"IMMEN0CTAL" Tablets were recently identified by the BNDD Special Testing 
and Research Laboratory. The tablets were in dispensing foil labeled 
"IMMEN0CTAL," "10," and "ne pas depasser la dose prescrite," On the 
opposite side; the manufacturer's symbol showing the letters "ISH." 

The product, manufactured in France by the Laboratoires de 1' ISH, con­
tains secobarbital sodium 0.1 gram. The exicipients were potato starch 
(large amount), and lactose monohydrate (moderate amount). 

The tablets were white, round, flat, flat-beveled on both sides, and 
single-scored. The side opposite the score had "IM 10" engraved on it. 
Average weight: 347 milligrams, diameter 11.09 to 11.12 millimeters, 
thickness 2.96 to 3.00 millimeters. Bevel angles were about 16° on 
one side and about 13° on the other. 

Cinguefoil (Potentilla ~-~ was identified in material submitted to 
the Special Testing and Research Laboratory. Cinquefoil is encountered 
as alleged marihuana. Species of Potentilla were used in medicine because 
of high content of tannin in their roots. 

LSD Tablets containing brass-colored flecks were recently examined by the 
Special Testing and Research Labo~atory. The flecks, having a metallic 
luster~ were uniformily distributed throughout t'he tablet matrix. 

The tablets were light-grey, round, flat-convex, unscored~ 6.59 to 6.61 
millimeters in diameter, 3.61 to 3.81 millimeters thick at center and 
1.4 to 1.7 millimeters thick at the edge. Average weight of ten tablets 
was 105.6 milligrams, and each tablet contained approximately 100 micro­
grams of LSD. The flat face of each tablet was approximately 4.2 milli­
meters in diameter, with a wide flat bevel sloping steeply to the ridged 
edge. Both faces had faint concentric striations. The flat face had a 
series of tiny, characteristic lumps and gouges at the edge, and convex 
face had a series of large characteristic lumps at the edge, identical 
on each tablet. The tablets were made with a single pair of punches. 

Analysis showed a large amount of spray-dried proteinaceous material and 
a small amount of amorphous opaque flecks. These were 1 millimeter or 
less in length. X-ray diffraction and microchemical tests showed the 
presence of copper, and X-ray diffraction showed zinc. The flecks are 
probably brass, estimated at approximately 5 per cent of the tablet 
weight. 

Benactyzine hydrochloride and N-Methyl~3-piperidyl benzilate ("LBJ") are 
are sometimes identified incorrectly, according to reports. Joseph E. 
Koles, BNDD Forensic Chemist, Special Testing and Research Laboratory, 
states that the ultraviolet spectra of the two are identical and that 
they give the same color reactions with Marquis reagent and hot concen­
trated sulfuric acid. In addition, their infra-red spectra are very 
close in appearance and the compounds show little or no separation in 
many thin-layer chromatography systems. 

In order to facilitate the correct identification of the two substances, 
according to Koles, it is recommended that the infra-red spectra of the 
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known and unknown be critically examined peak by peak, and that standards 
of both compounds be run on each thin-layer chromatogram. 

In addition, a fast check on the identification can be made by taking the 
melti~g point of the gnknown. (Benactyzine M.P. 51°, Benactyzine hydro­
chloride M.P. 177-178, N-methyl-3-piperidyl benzilate is a liquid; N­
methyl-3-piperidyl benzilate hydrochloride M.P. 210-218°). 

The hydrochlorides of the two compounds can also be readily identified 
by X-ray diffraction, Koles reports . 

• alpha-Methyltryptamine (Hydroxyamphetamine) has been encountered by 
our Special Testing and Re~earch Laboratory in a small amount of 
white powder from the East Coast. See Usdin, Earl and Daniel H. 
Efron, Psychotropic Drugs and Related Compounds, p.98 (Public Health 
Service Publication No. 1589, Superientendent of Documents,. Washington, 
D. C.); Stecher, Paul G., Ed., The Merck Index, 8th Ed. p.547 (Merck 
& Co., Inc., Rahway, N. J.); Osol, Arthur, Ed., The United States 
Dispensatory, 26th Ed., pp. 1120 and 1125; (J.P. Lippincott Co., 
Philadelphia); Microgram,!, 4, p.42 and!, 6, p.80; Clarke, E. G. C., 
Ed., Isolation and Identification of Drugs ... p.373 (The Pharmaceutical 
Press, London). alpha-Methyltryptamine is not a federally controlled 
drug. 

p-Chlorophenylalanine (PCPA) caused "hypersexuality," increased aggress­
ion and perceptual disorientation in cats, according to a report in 
Science, 168,499-501 (April 24, 1970). The behavior of the cats is con­
sidered to be sequelae of the chronic administration of the drug. Pro­
nounced changes developed rapidly after a latent period of 3 to 5 days 
from the first injection. 

The compound is a likely candidate for .trial as a drug by the "street 
pharmacologist." It is listed in at least one chemical supplier's 
catalog, for those wishing to obtain.an analytical standard. 

MEETINGS: 

Second World Meeting_QILMedical La~, Washington, D. C., August 18-21, 1970. 
Contact: R. Dierkens, Dr. Jur., Agrege Law Faculty, Secretary General, 
5 Apotheekstraat B-9000, Ghent, Belgitnn. 

Association of Official Analytical Chemists (A.O.A.C.) will sponsor a 
a symposium entitled "Analytical Methods in Forensic Science" at the 
A.O.A.C., October 15~ 1970, at the Marriott Motor Hotel, Twin Bridges, 
Washington, D.C. 

Speakers will be scientists from government agencies, industry and uni­
versities. Techniques of major interest to crime laboratories will be 
discussed by scientists engaged in the examination of physical evidence. 
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There will be a panel discussion of forensic science methods, the need 
to form committees to study instrumentation and methodology, and to 
discuss future forensic science programs at the A,O.A.C. 

Contact: Richard L. Brunelle, Association of Official Analytical Chemists 
Box 540 Benjamin Franklin Station, Washington, D. C. 

American Academy of Clinical Toxicology annual meeting in San Francisco, 
October 24-26, 1970. Will include a one-day symposium on "The Clinical 
Toxicology of Substances of Abuse" (other than narcotics) and one-day 
symposium on "Legal Aspects of Clinical Toxicology." Address: 

P. O. Box 2565 
Houston, Texas 77001 

GLOSSARY 

B. 

BAMMIES Poor quality marihuana 

BANG One injection of narcotic; to inject drugs 

BAMBI TA Desoxyn 

BANGING Under influence of drugs 

BARBS Barbiturates 

BATTED OUT 

BEAT THE GONG 

BEDBUGS 

BELONGS 

BELTED 

BEHIND THE IRON HOUSE 

BENDING AND BOWING 

BENNIES 

BERNICE 

BERNIES FIAKE 

Arrested 

Smoke opium 

Fellow addicts 

On the habit 

Under influence of drugs 

In jail 

Under the influence of drugs 

Benzedrine; amphetamines 

Cocaine 

Cocaine 

. ( To be continued.) 
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IDENTIFICATION OF CANNABIS 

by 

DA Patterson and HM Stevens 

Home Office Central Research Establishment 
Aldermaston, Reading, Berkshire, England 

INTRODUCTION 

The higher incidence of abuse of Cannabis in recent years has 
necessitated identification of larger numbers of Cannabis sam­
pleso This in turn has caused workers in the field (e.g. Turk 
& others 1969; Maunder 1969) to search for more rapidly per­
formed tests with a view to reducing the time of analysis to 
the minimum which allows certainty of identification. We 
describe here a procedure for analysis which is advantageous 
in combining two independent techniques for the detection of 
three Cannabis components and which offers positive identifi­
cation in a reasonably short time. It consists of extraction 
of the suspected Cannabis or Cannabis resin sample with a 
stock solution of dibenzylphthalate in petroleum ether, the 
extract then being analysed without further purification by 
gas chromatography and also by paper chromatography. Both 
chromatographic systems offer good resolution of the three 
Cannabis components. 

EXPERIMENTAL METHODS 

Preparation of the Extract 

The Cannabis or Cannabis resin is shaken vigorously for one 
minute with sufficient stock solution of dibenzylphthalate 
(lOmg/ml) in petroleum ether (40 - 60°) to produce a mix­
ture containing approximately 20% w/v of Cannabis or 10% 
w/v of Cannabis Resin. The supernatant solution is used, 
without further purification, for chromatography. 

GAS CHROMATOGRAPHY 

In our experiments a Pye 104 Gas Chromatograph equipped with 
a flame ionisation detector and a Kelvin Electronics servo­
scribe recorder was used. The column was glass, 5ft x 4mm 
internal diameter, packed with 80-100 mesh acid-washed, 
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siliconised Diatomite C which was coated with 1% cyclohexahe­
dimethanol succinate (CDMS). A hydrogen pressure of 18lb/sq 
in, air 7lb/sq in, and a nitrogen flow rate of 50 ml/min was 
used throughout. The operating temperature was 220°. l . .,,U 1 
of the extract was injected onto the column at an appropriate 
attenuation and the retention times of cannabidiol (CBD), L} 
-3, 4-trans tetrahydrocannabinol (THC), and cannabinol (CBN), 
were calculated relative to dibenzylphthalate, (DBT) the in­
ternal standard. The total analysis time was approximately 
15 mins. Retention times of the cannabinols relative to di­
benzylphthalate are given in Table I. 

PAPER CHROMATOGRAPHY 

Whatman SG81 paper (7 ems x 25 ems) is immersed in a 15% w/v 
solution of silver nitrate in distilled water, the excess 
solution is allowed to drain off, and the paper is then air 
dried. After applying spots of the extract of ~uspected 
Cannabis or Cannabis Resin, and of L~l-3, 4-trans tetrahydro­
cannabinol, the paper is developed in chloroform using the 
ascending technique. Location of the cannabinol is by spray­
ing successively with a 1% solution of Fast Blue Salt Bin 
water and then 2N sodium hydroxide. Development time is 10 
minutes for a 5 cm. run. Rf values are given in Table I. 

DISCUSSION 

A number of gas chromatographic systems for the analysis of 
Cannabis samples have been reported, the most recent of which 
(Lerner 1969) has described the use of dl-methadone hydro­
chloride as an internal standard, allowing quantitation of 
Cannabinols in samples should this be necessary. The method 
which we have described also allows quantitation of Cannabi­
nols but differs from that of Lerner in utilising an internal 
standard which has a longer retention time than that of any 
of the Cannabis components. This, in our view, is advanta­
geous in reducing the probability of one of the components 
of Cannabis having the same retention time as the internal 
standard. 

The use of silver nitrate impregnated media for separation 
of cannabinols has previously been reported by Caddy and Fish 
(1967) Hively & others (1966) and by Turk & others (1969) and 
it is our experience that these systems offer satisfactory 
resolution of the cannabinols. However,• the modification 
which we have described is ideally suited to routine analysis 
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in that a large number of silver nitrate impregnated papers 
can be prepared in one batch and conveniently stored ready 
for use in an envelope. Papers may be stored thus, in the 
dark, for up to one month. 

19 February 1970 
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TABLE I- Relative Retention Times and Rf's of Cannabis Components 

Cannabis Retention time Rf on 
Component relative to ·sa 81 

DBT Paper 

Cannabidiol. 0.26 0.3 
I /:i. -3, 4-trans 0.39 o.6 

Tetrahydro-
cannabinol 

Cannabinol o.64 o.8 

REFERENCES 

Caddy, B-and :S Fish {1967), J Cbromatog., 2.1, 584 - 587 

Hively, R.L., Mosher, W.A.,·and F.W. Hoffman (1966), J. Amer. Chem. Soc., M, 
1832 - 1833 

Lerner, P.(1969), Bull. Narcot., ~, 3, 39 - 42 

Maunder, M. J. de Faubert (1969), J. Ass. Pub. Analyst, 7, 24 - 30 .. 
Maunder, H.J. de Faubert {1969), Bull. Narcot., !!!, 4, 37 - 43 
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The Analysis of Cocaine In Illicit Preparations 

by James Moore 
Washington Regional Laboratory 

Bureau of Narcotics and Dangerous Drugs 

The majority of illicit cocaine samples received in 
this laboratory are either cocaine-sugar or cocaine­
procaine-sugar mixtures. Method I described herein 
was developed for the separation, identification and 
quantitation of cocaine-procaine mixtures. Procaine, 
which interferes in the ultraviolet determination of 
cocaine, is trapped on a O.lN HN03 column while 
cocaine is passed through. After quantitation the 
isolated cocaine may be identified by infrared and/ 
or T.L.C. techniques. Method II describes a 
procedure for the analysis of an unusual mixture 
of cocaine, tetracaine & quinine received by this 
laboratory. In this latter sample the concentration 
of each component was found to be less than 1%. 
In most cases the major diluent found in the cocaine 
samples was a sugar, such as lactose, mannitol, 
or dextrose. 
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Procedure 

Method I 

Cocaine - Procaine Mixturel 

Apparatus - A glass chromatographic column 250mm. 
long by 22mm. i.d., with one end constricted to a 
stem 60mm. long. 

Reagents - Diatomaceous earth 2 ~ HN03 , O.lN aqueous 
solution; H2s04, 0.5N aqueous solution; water-saturated 
chloroform, prepared by vigorously mixing equal 
volumes of chloroform and water and allowing the 
phases to separate; ammoniacal chloroform, prepared 
by vigorously mixing 2 ml. of ammonia and 100 ml. ,of 
chloroform and allowing the phases to separate. 

Sample Preparation - Weigh accurately a portion 
of powdered sample equivalent to about 5mg. of 
cocaine (usually about 50-lOOmg. powder) into a 
100-ml. beaker. Add 2 ml. of O.lN HN03 and swirl 
beaker until powder is completely wetted. Add 
3g. of diatomaceous earth and mix with a spatula 
until fluffy. To another 100-ml. beaker add 1 ml. 
of O.lN HN03, 2 g. of diatomaceous earth and mix 
until fluffy. 

1Analysis based on a 5% cocaine - 5% procaine - 90% 
sugar mixture. 

2celite 545, acid - washed, Johns Manville, New York, N.Y. 
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Add this latter mixture to a glass chromatographic 
column with a plug of glass wool in the stem. Pack 
moderately. Add to the same column the sample mixture 
and again pack moderately. Dry wash the sample beaker 
with about 0.5 g. of diatomaceous earth wetted with a 
few drops of water and transfer to column. Pack 
moderately and overlay with a plug of glass wool. 

Procedure - Place a 125:...ml. separatory funnel 
directly beneath the prepared chromatographic 
column. Elute the cocaine from the column with 
100 ml. of water-saturated chloroform. After 
the elution is complete add 20.0 ml. of 0.5N 
H2S04 to the separatory funnel and shake it 
vigorously for one minute. Allow the layers to 
separate and settle and then discard the chloroform. 
Prepare a standard cocaine solution in 0.5N H2S04 
saturated with chloroform having a concentration of 
about 0.25mg./ml. Scan the sample acid layer and 
standard solution in the ultraviolet between 
320 mu and 240 mu against a blank consisting of 
0.5N H2S04 saturated with chloroform. Use the 
sample and standard absorption at 275 mu for 
quantitation. 
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The procaine is eluted from the column into 
a 500-ml. volumetric flask by passing 100 ml. 
of ammoniacal chloroform through the column 
followed by 100 ml. of water-saturated chloroform. 
Add 5 ml. of methanol to the flask and dilute to 
volume with ammoniacal chloroform. Prepare a 
standard procaine solution in 1% methanol­
ammoniacal chloroform solvent having a concentration 
of about 0.0l0mg./ml. Scan the sample and standard 
solutions in .the ultraviolet between 370 and 240 mu. 
against a blank consisting of 1% methanol­
ammoniacal chloroform solvent. Quantitate using 
the absorption maxrnium at 280 mu. 

Cocaine Identification 

(A) Infrared - make the sample solution basic 
with ammonia and extract the cocaine free base with 
successive portions of chloroform, filtering each 
extract through cotton into a beaker. Evaporate the 
chloroform extracts to a concentration of about 2 mg./ 
5-ml. Transfer a volume of chloroform equivalent 
to a 1-2 mg. of cocaine to a mortar containing about 
200 mg. KBr. Evaporate the chloroform gently to 
dryness and prepare a KBr disk in the usual manner. 
Compare spectra to that of a standard cocaine pre­
pared in a similar manner. 
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(B) Thin layer Chromatography - proceed as in (A), 
except evaporate chloroform extracts to give a 
concentration of about lmg./1 ml. Use this solution 
for T.L.C. identification. ?roceed using the T.L.C. 
systems described in• (1) . 
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Method II 

Cocaine - Quinine - Tetracaine Mixture3 

Apparatus - See Method I. 

Reagents - Diatomaceous earth; sodium bicarbonate; 
HN03 , 0.2N aqueous solution; HCl-NaCl solution, lN 
and 0.lN aqueous solution with respect to HCl and NaCl, 
respectively; HCl, 0.lN aqueous solution; ammoniacal 
chloroform; H2S04, 0.SN aqueous solution. 

Sample Preparation - Column A - Weigh accurately 
about 100 mg. of powdered sample into a 100-ml. beaker, 
add 2 ml. of H2o and enough NaHC03 to make solution 
distintly basic to litmus. Add 3 g. of diatomaceous 
earth and mix until fluffy. Transfer quantitativaly 
to column as described in Method I. 

Column B - Into a 100-ml. beaker add 3 ml. of 0.2N 
HN03 and 5 g. of diatomaceous earth and mix until fluffy. 
Transfer to column and pack moderately. 

Column C - Into an 100-ml. beaker add 2 ml. of the 
HCl-NaCl solution and 3 g. of diatomaceous earth and 
mix until fluffy. Transfer to column and pack moderately. 

3Analysis based on a 5% cocaine-5% quinine-5% tetracaine 
and 85% sugar mixture. 
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Column D - Into a 100-ml. beaker add 2 ml. of 0.lN 
HCl and 3 g. of diatomaceous earth and mix until fluffy. 
Transfer to column and pack moderately. 

Arrange columns so that elution will proceed from 
column A through B, C, and D. 

Procedure - Place a 400-ml. beaker beneath column D. 
Elute column A with, 100 ml. of water-saturated chloroform 
and allow eluant to pass through columns B, C, and D 
into beaker. Elute column B with 50 ml. of water-saturated 
chloroform and allow eluant to pass through columns 
C and D into beaker.4 Elute column C with 25 ml. of 
water-saturated chloroform and allow eluant to pass 
through column D into beaker. Discard chloroform in 
beaker upon completion of elutions. Separate 
columns and proceed with individual component analysis 
as follows: 

(A) Cocaine - Elute column D into a 250-ml. 
separatory funnel with 50 ml. of ammoniacal 
chloroform followed by 75 ml. of water-saturated 
chloroform. Upon completion of elution 
add 20.0 ml. of 0.5N H2s0 4 to the separatory 
funnel and proceed as in method I beginning 
with "and shake it vigorously for one minute" 

4observe column B under a fluorescent hand light; 
if column is functioning.properly the fluorescent 
quinine will remain on column during initial elution. 
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(B) Tetracaine - Elute column C into a 
500-ml. volumetric flask with 100 nil. of ammoniacal 
chloroform followed by 100 ml. of water-
saturated chloroform. Add 5 ml. of methanol 
to the flask and dilute to volume with 
ammoniacal chloroform. Prepare a standard 
tetracaine solution in 1% methanol-ammoniacal 
chloroform solvent having a concentration of 
about 0.0l0mg./ml. Scan the sample and 
standard solutions in the ultraviolet between 
380 and 240mu. against a blank consisting 
1% methanol-ammoniacal chloroform solvent. 

(C) Quinine - Elute column B into a 500-ml. 
volumetric flask as for tetracaine. Evaporate 
solvent in flask on a steam bath under a current 
of air. Dilute residue in flask to volumne with 
0.SN H2S04. Prepare a standard quinine solution 
in 0.SN H2S04 having a concentration of about 
0.0l0mg/ml. Scan the sample and standard 
solutions· in the ultraviolet between 370 and 
220mu. using the absorption maxium at iS0mu. for 
quantitation. · 

Cocaine Identification 

See Method I 

Reference 

(1) Internal Revenue Service, "Methods of Analysis", 
Rev. 6-67, pp. 92-94. 
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THI IDINTIPICATION or HASHISH 
BY 

THIN LAYEil CHR.OMA'l'OGRAPHY 

Donald Ko Phillipa and Lloyd M. Shupe 
Crime Laboratory, Division of Police, Columbus, Ohio 

The forensic chemist may be required to identify various 
concentrates of the resinous material from cannabis Mtiva 
(marijuans) known as hashish, kif or bhang. The evidence 
encountered in law enforc•ent 1a found in a variety of shapes, 
and colors. Pour known cannabinols, soluble in methanol, may be 
separated by micro thin layer chromatography. The absorbent used 
is baaic ailica gel G supported on 1 x 3 glass microscope slides. 
Developer used 1s 1,1,1 trichlorethane and methanol (9:1). Visual• 
ization by acid vanillin shows four blue-green spots. This chemical 
approach tD the identification of hashish is suggested as a supple­
Mnt to microscopic examination. 

ilPAIATUS: 

Microscope slides - plain glass, 1" x 3" • cleaned in strong 
detergent, rinsed, allowed to stand in acid dichromate cleaning 
solution overnight, rinsed and stored in 501 methanol solution. 
Just before use, they are wiped dry with a lint•free towel. 

C&pillary tubes•~ 75 mm. x O.S-0.9 111n. diameter. Coating chamber 
and developing chambers•• two ounce, large mouth, screw capped 
bottles, 86 mm x 33 aa. TLC sprayer. Electric hot plate. 

SOLUTIONS: 

Absorbent •• 
Developer -­
Vi1n1&lizer --

Standard Control •• 

PROCEDURE: 

50 grams silica gel Gin 100 ml. 0.1 N HaOH 
5 ml. 1,1,1 trichlorethane/methanol (9:1) 
3 g. vanillin in 100 cc absolute ethanol plus 
0.5 ml. concentrated H2S04 _ 
3.4 mg/cc. synhexl (Pat4hexyl, Abbott) in abs. 
ethanol or methanol extract of cannabis sativa 

The suspected hashish is examined microscopically for the 
characteristic cyatolytb hairs or other plant particles from cannabis 

From the Archive Library of Erowid Center 
https://erowid.org/library/periodicals/microgram



-98-

aativa. A 5~ (saturated) solution of the suspected drug ia made 
in 1 ml. absolute methanol by grinding in a mortar and pestle or 
aimply by crushing with a glasa rod in the bottOll of a small test 
tube and stirring vigoroualy on a mechanical stirre~. Solution is 
assisted by waraing. the small teat tube ia set aside in a verti• 
cle position, allowing the plant residues to settle to the bottom 
while the plates are being a,ated and activated. 

A two ounce, wide mouth jar should be kept al • oet filled with 
absorbent solution. After mixing the slurry, two dry micro slides 
are dipped into the slurry, back to back, to a depth of 60 DIil. 

Removing the slides, the excess slurry is allowed to drip back into 
the coating jar until a thin, but still liquid film, coats the. slide. 
'l'b• two slides are separated, placed on their backs on a flat sur• 
face, ~•d slightly to obtain a smooth thin film and allowed to 
air dry until the slurry has lost its shine. The micro plates are 
then activated on an electric hotplate at 52° c. for ten minutes and 
the excess silica gel wiped from the edges of the slide. The super• 
natent extract of hashish, free of plant material, is spotted·12 aa. 
from the bottom of the plate with capillary tube. Up to four overlap 
spots may be helpful in producing more distinct cannabinol spots, 
providing the total spotting area is held to 3 m. or less and each 
spot ia allowed to dry before a subseqaent overlay is made. A 
reference and unknown are spotted on eadh slide. 

In the meantime, S ml. developing solution has been placed in 
a 2 oz. wide mouth, screw capped, jar and allowed to aaturate for 1 
minute. When the spots are dry, the micro plate is inserted in the 
developing chamber and allowed to develop to a height of SO l!IDo The 
micro plate. is removed, and allowed to atr dry. 

Visualization is accomplished with a fine vanillin spray soaking the 
suspected areas by repeated spraying. The micro plate is placed on 
its back on an electric hot plate at 52°c and observed for color 
development. A large reddish spot at Rf 75 indicates the system is 
operating. When 3 or 4 blue-green spots develop at Rf 40, 50, 68 
and 88, the slide is removed from the hotplate. The blue-green 
colors fade. Many spots of different colors may develop from various 
plant pigments but only blue-green spots indicate a cannabinoid. Old 
or weak hashish may show only 2 or 3 blue-green spots. 

From the Archive Library of Erowid Center 
https://erowid.org/library/periodicals/microgram



-99-

!HJ LES AND RF.GUt.A TlONS 

Chapter Jl_:Bureau of Narcotics c..rtd 
Ocm~erou$ Drugs! Deporlment c::-1 
Jushce . ~ 

PA!H 320--f)EPRESSl\NT AND STl,\/\1 
ULANT DllUGS; DEFINlTIONS, H:Oj 
Cl::DWU\L AND INTERPRETATIVf 

· REGU!.ATlONS . 

Listing of MDA, 1\~MDA, TMA, JB-31 a; 
cmcl JB-336 ond Their S,;lls as Sub~· 
jeci to Contrnl 

In the matter of listing MDA, MMDA, 
'l'MA, JB-318, and JB-336 ·and thch• 
salts as ''dcpress::mt or stimulant" drugs 
within the meaning of section 20l(v) of 
the Fccleral Food, Drug, nnd Cosmetic 
Act, because such drugs ha.vc a paten-· 
tinJ for abtrne because of their halluci­
nogenic eficct. 

CoPnnents were . received conccrning­
JB-318 and JB-336, their salt.s, and all 
their position isomers, ancl all the salts 
thereof, on the prnposal in this matter 
published in the FEDERAL RriG:ffiTER of 
March 10, 1970 (35 F.R. 4305), from the 
Colgate-Palmolive Cu. through its Di-· 
vision, Lakeside Laboratories, and its 
wholly o• .. ;ned subsidiary, Lakeside Labo­
ratories, Inc., Milwaukee, Wis., suggest­
ing that the compounds N-ethyl-3-
pipericlyl benzilate mcthobro.mide and 
:N-mcthyi-3-piperidyl beniilate metho­
bromide which are Lakeside Labora­
tories' drug- pro<lucts Piptal nnd Cantil,. 
respectively, not be listed ;,.:; "d,,pressanl; 
or stimulnnt" drug., within t.l!e meaninc­
of 21 U.S.C. 321 (v) because of the in-• 
ability of these products to penetrate the 
blood-hrain barrier a11d proclnce a hal­
lucinogenic effect. L~.keslcle fml-her re­
qnc:,ts that the b:tc:::,s, N-ethyl-3-p1peri-· 
dyl 1J8lliilate aml N-1110.t.hyl<~-pip:::-ridy! 
benzilnte, not to be controlled since 
they arc required to produce Piptal and 
Cantil. 

It is the decision of the Director cI 
the D1u-cau of Narcotics i,nd Dangerous 
Drugs that the ccnnpouEc1s N-ethyl-3-
piperidyl benzifate methobromide and 
N-methyl-3-piperidyl benzilate metho-

bromide are not salt.s of the ba;;es N­
ethyl-3-pipericlyl be n z i 1 ate and 
:~-methyl-3-piperidyl benzilate, ancl 
therefore are not encompo.ssed by the 
subject proposal. It is the opinion of the 
Bureau of Narcotics and Dangerous 
Drugs that these compounds nre prop­
erly d<?stgnntecl as piperidiuium bromide 
bcnzna t,:;s. Further, to insure proper 
control, it is necessary to place the b:iscs 
under the control requirements of the 
Drug Abuse Control Amendments of 
1965 as hallncinogenic drugs, 

'1 ·1ercfore, pursuant to the provisions 
of the Federal Food, Drug, and Cosmetic 
Act (secs. :JOl (v), 511, 701, 52 Stat .. 105.5, 
as amcndecl, 79 Stai. 227 et seq.; 21 U.S.C. 
3~1 (v), 360a, 371) end under the author­
ity vested in the Attorney Genernl by 
Reorgani7,ation Plan No. 1 of 19G8 (33 
i,,,R 5611), and redelegated to the Di­
rector, Bur, 0 au o.f narcotics a11d Dan­
r;crou,c_; Drug·s (28 Cf<'R 0.100), § 3'..:0.::l 
(c.) (2) is ame.i.ded by inserting the 
fcllowir1f;: 

§ 320.3 Lbling of <lmg~ :):;,aeJ in 
scc:io.1 201 (v) of the ,\ci. 

* * .. 
(c) • * • 
(3) Ha.llnr.inogenic effect: 
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Establishecl name some trade and other n,wies 
MDA, its sP,lts, and all its isomers, such • 3,4-methylencdio>:y amphet::,,mine F,·ID.\.) or 

as cptical and position, ancl all the salts 4,5•tneth71enedioxy amphetamine. 
thereof. 2,3~metbyleuediO."tf amphetnmlne er . 5,6-

MMDA, its salts, and 1111 Its isomers, such 
as ortical a11d position, and all the 
salts thereof. 

TMA, its salts, and all its isomers, such 
as optical and position, and all the salts 
thereof. 

JB-318, its salts, and all its position 
isome,·s, mul all the salts thereof. 

JB-336, its St\lts, and ail its position 
isomers, and a,11 tlw s~,lts thereof. 

• • • 

methylenedioxy amphetamine. 
5-methoxy-3 ,4-methylenec\toxy amphetamine 

(MMDA) or 3-methoxy-4,5-methy!enedioxy 
an1pbetr,111ine. · 

6-methoxy-3,4-mcthylencclloxy mnphctnmlne or 
2-methoxy-4,5-mcthylcn2<lioxy amphet[1,n::inc. 

2-met.hoxy-3,4-methylened!oxy amphet.,.,mine or 
. 6-m•tho:-.y-4,5-mcthylenedioxy amr,,,ctam.inc. 
6-methoxy-2,3-methylcncclioxy amphetamine or 

2-methoxy-5,6-methykne,,ioxy ;, inphct,,mine. 
" 5-nicthoxy-2,3-mcthylenedioxy ::,,mphetaminc or 

3-methoxy-5,6-methyleneclioxy mnphetmnine. 
4-metho:is;v-2,3-Jriethylenedio:,y amphetamine or 

4-methoxy-5,6-methylenedioxy ampl1etP.mine. 
3,4,5-trimethoxy aruphet[1,mine (TMA). 
2,4,5-trimethoxy amphetamine or 3,4,6-trimcth­

oxy amphetamine. 
4,5,6-trlmcth(Jxy amphetamine or 2,3,4-trimctli-

oxy. amphetamine. . 
2,3,5-trlmcthoxy amphetamine. 
3,fi,G-tr!metll<':CY ~.mphec0.mine. 
2,3,6-trJmethoxy amphetamine. 
2,5,6-trimethoxy £;,tnphetamine. 
2,4,6-trlmet.]rnxy ampheta:nine. 
N-ctlly!-3-pipcri<lyl 1Jern:il;1te ( J'B-318). 
N-cthyi-5,-pipsr,dyl beno;iiat~. 
N-ethy!-4.-pipcriciyl bcnzihte. 
N-mr,thyl-3-pipericlyl h~nzilnte (JB--336). 
N-me! .. hyl-2-p;p~ridyl ben?.ilate. 
N-methyl-4.-pi).' ·,l'lclyl ber. · ;i,._te . 

• • • • 
Any pcl'son who will be adversely af- of the order clcemcd objcctionalJ' ~ ,rnd 

fected by the forego:ng orcle1· may at. the grournls for objccttons: If a hcariln,; 
::my time within 30 days from the date is requested, the objections must stntc 
of its publication in the F'EDERAL REGIS'lER the issues for the hearing, and Sl1Ch ob­
file -ivith the Chief Coum;el, Bureau of jcctions must be sur:1101 wd by grr.u'.1:):; 
Nrxcotics and Dan~crous Drugs, Depart- kgally sufficient to justify the relief 
mcnt of Justice, Room 613, 1405 :; sought. ObjecLons ma.y be n.'ccoripanicd 
Street NW., Washington, D.C. 20537, hy a memorandun1 or b1'icf i'.1 ·sur.~ort 
written ohjectioas thereto. Objections .. 1creof. All documents shall be filed in 
shall sl1ow wherein the person filing will t;ix copies. , . . . . 
be advc1·sely affcctcJ by the order and Effective elate. This order :,hall bc8ome 
specify with particularity the provlsions effect1;,e 31, day~ frorn the (ate of its 

publication in the :F'.EDEhAi .. rt.CiUSTETT, e}:~~ 
ccpt as to any })revision tlu-,J, rnny be: 
st'.,yed hy the .flliug of pro;.icr o1JjecL'on3. 
Nc,tice of tlle filing of objections or lack 
thereof will be rnnounccd by pubJic:,tJon 
in the Fk;'.JERAL REGISTEr:. 

Dated: April 30, 19':'0. 

JOHU E. INGI::RSOL:.:., 
Direcfo,, _TJ:u-c,:iu of 

Narcotics an,l Dmiacro,;s Dn.1-{Js. 
[F.R. Doc. ~·o--.5502; }i'ilcd, J\{:1,y 1-, 1D'l0; 

8:'1.fi run.] 
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ADDRESSES OF BNDD LABORATORIES 

New York, New York 

Chief Chemist 
New York Regional Laboratory 

101 

Bureau of Narcotics and Dangerous Drugs 
Room 1304 
90 Church Street 
New York, New York 10007 
Telephone: 212 264-6901 

Washington, D.C. 

Chief Chemist 
Washington Regional Laboratory 
Bureau of Narcotics and Dangerous Drugs 
Washington, D.C. 20537 
Telephone: 202 962-2556 

Chicago, Illinois 

Chief Chemist 
Chicago Regional Laboratory 
Bureau of Narcotics and Dangerous Drugs 
Room 725 
New Post Office Building 
433 West Van Buren Street 
Chicago, Illinois 60607 
Telephone: 312 353-3640 

Dallas, Texas 

Chief Chemist 
Dallas Regional Laboratory 
Bureau of Narcotics and Dangerous Drugs 
Room 1023 
1114 Conn:nerce Street 
Dallas, Texas 65202 
Telephone: 214 749-3188 

San Francisco, California 

Chief Chemist 
San Francisco Regional Laboratory 
Bureau of Narcotics and Dangerous Drugs 
450 Golden Gate Avenue 
Box 36075, Room 8450 
San Francisco, California 94102 
Telephone: 415 556-0952 

AREA SERVED 

Maine, New Hampshire, Vermont, 
Rhode Island, New York, Massachusetts, 
Connecticut, New Jersey, Pennsylvania, 
Delaware 

Maryland, West Virginia, Virginia, 
North Caroline, South Carolina, 
Georgia, Florida, Puerto Rico 

North Dakota, South Dakota, Nebraska, 
Kansas, Minnesota, Iowa, Missouri, 
Wisconsin, Michigan, Illinois, Ohio, 
Indiana, Kentucky 

Oklahoma, Texas, Arkansas, Mississippi, 
Louisiana, Tennessee, Alabama, Arizona, 
Colorado, New Mexico, Utah, Wyoming 

Washington, Oregon, Montana, Idaho, 
California, Nevada, Hawaii, Alaska 
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