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NOTICE

With Volume 62, the Editors of Organic Syntheses began a new pre-
sentation and distribution policy to shorten the time between submission
and appearance of an accepted procedure. The soft cover edition of this
volume is produced by a rapid and inexpensive process, and is sent at
no charge to members of the Organic Division of the American Chem-
ical Society, Gesellchaft Deutscher Chemiker, Polskie Towarzystwo
Chemiczne, Royal Society of Chemistry, and The Society of Synthetic
Organic Chemistry, Japan. The soft cover edition is intended as the
personal copy of the owner and is not for library use. The hard cover
edition is published by John Wiley and Sons, Inc., in the traditional
format, and it differs in content primarily by the inclusion of an index.
The hard cover edition is intended primarily for library collections and
is available for purchase through the publisher. Incorporation of graph-
ical abstracts into the Table of Contents began with Volume 77. Annual
volumes 70-74 and 75-79 have been incorporated into five-year ver-
sions of the collective volumes of Organic Syntheses that appeared as
Collective Volume IX and X in the traditional hard cover format, avail-
able for purchase from the publishers. The Editors hope that the new
Collective Volume series, appearing twice as frequently as the previous
decennial volumes, will provide a permanent and timely edition of the
procedures for personal and institutional libraries. The Editors welcome
comments and suggestions from users concerning the new editions.

Organic Syntheses, Inc., joined the age of electronic publication in
2001 with the release of its free web site (www.orgsyn.org) followed
in 2003 with the completion of a commercially available electronic
database (www.mrw.interscience.wiley.com/osdb). Organic Syntheses,
Inc., fully funded the creation of the free website at www.orgsyn.org in
a partnership with CambridgeSoft Corporation and Data-Trace Publish-
ing Company. The success of this site in its first full year of operation
was overwhelming, with an average of nearly 48,000 site hits/day and
more than 27,000 page views/day. The site is accessible to most inter-
net browsers using Macintosh and Windows operating systems and
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may be used with or without a ChemDraw plugin. Because of con-
tinually evolving system requirements, users should review software
compatibility at the website prior to use. John Wiley & Sons, Inc., and
Accelrys, Inc., partnered with Organic Syntheses, Inc., to develop the
new database (www.mrw.interscience.wiley.com/osdb) that is available
for license with internet solutions from John Wiley & Sons, Inc. and
intranet solutions from Accelrys, Inc.

Both the commercial database and the free website contain all annual
and collective volumes and indices of Organic Syntheses. Chemists
can draw structural queries and combine structural or reaction transfor-
mation queries with full-text and bibliographic search terms, such as
chemical name, reagents, molecular formula, apparatus, or even haz-
ard warnings or phrases. The preparations are categorized into reaction
types, allowing search by category. The contents of individual or col-
lective volumes can be browsed by lists of titles, submitters’ names,
and volume and page references, with or without reaction equations.

The commercial database at www.mrw.interscience.wiley.com/osdb
also enables the user to choose his/her preferred chemical drawing pack-
age, or to utilize several freely available plug-ins for entering queries.
The user is also able to cut and paste existing structures and reactions
directly into the structure search query or their preferred chemistry edi-
tor, streamlining workflow. Additionally, this database contains links
to the full text of primary literature references via CrossRef, ChemPort,
Medline, and ISI Web of Science. Links to local holdings for institu-
tions using open url technology can also be enabled. The database user
can limit his/her search to, or order the search results by, such factors
as reaction type, percentage yield, temperature, and publication date,
and can create a customized table of reactions for comparison. Connec-
tions to other Wiley references are currently made via text search, with
cross-product structure and reaction searching to be added in the com-
ing year. Incorporations of new preparations will occur as new material
becomes available.



INFORMATION FOR AUTHORS OF PROCEDURES

Organic Syntheses welcomes and encourages submissions of exper-
imental procedures that lead to compounds of wide interest or that
illustrate important new developments in methodology. Proposals for
Organic Syntheses procedures will be considered by the Editorial Board
upon receipt of an outline proposal as described below. A full procedure
will then be invited for those proposals determined to be of sufficient
interest. These full procedures will be evaluated by the Editorial Board,
and if approved, assigned to a member of the Board for checking. In
order for a procedure to be accepted for publication, each reaction must
be successfully repeated in the laboratory of a member of the Editorial
Board at least twice, with similar yields (generally +5%) and selectivity
to that reported by the submitters.

Organic Syntheses Proposals

A cover sheet should be included providing full contact information
for the principal author and including a scheme outlining the pro-
posed reactions (an Organic Syntheses Proposal Cover Sheet can be
downloaded from the Organic Syntheses websites). Attach an outline
proposal describing the utility of the methodology and/or the usefulness
of the product. Identify and reference the best current alternatives. For
each step, indicate the proposed scale, yield, method of isolation and
purification, and how the purity of the product is determined. Describe
any unusual apparatus or techniques required, and any special hazards
associated with the procedure. Identify the source of starting materials.
Enclose copies of relevant publications (attach pdf files if an electronic
submission is used).
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Submit proposals by mail or as email attachments to:

Professor Charles K. Zercher
Associate Editor, Organic Syntheses
Department of Chemistry
University of New Hampshire

23 College Road, Parsons Hall
Durham, NH 03824

For electronic submissions: org.syn@unh.edu

Submission of Procedures

Authors invited by the Editorial Board to submit full procedures should
prepare their manuscripts in accord with the Instructions to Authors which
may be obtained from the Associate Editor or downloaded from the
Organic Syntheses websites. Submitters are also encouraged to consult
earlier volumes of Organic Syntheses for models with regard to style, for-
mat, and the level of experimental detail expected in Organic Syntheses
procedures. Manuscripts should be submitted in triplicate to the Asso-
ciate Editor. Electronic submissions are encouraged; procedures will be
accepted as e-mail attachments in the form of Microsoft Word files with
all schemes and graphics also sent separately as ChemDraw files.

Procedures that do not conform to the Instructions to Authors with
regard to experimental style and detail will be returned to authors for
correction. Authors will be notified when their manuscript is approved
for checking by the Editorial Board, and it is the goal of the Board to
complete the checking of procedures within a period of no more than
six months.

Additions, corrections, and improvements to the preparations previ-
ously published are welcomed; these should be directed to the Associate
Editor. However, checking of such improvements will only be under-
taken when new methodology is involved. Substantially improved pro-
cedures have been included in the Collective Volumes in place of a
previously published procedure.

NOMENCLATURE

Both common and systematic names of compounds are used through-
out this volume, depending on which the Volume Editor felt was more
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appropriate. The Chemical Abstracts indexing name for each title com-
pound, if it differs from the title name, is given as a subtitle. Systematic
Chemical Abstracts nomenclature, used in the Collective Indexes for
the title compound and a selection of other compounds mentioned in the
procedure, is provided in an appendix at the end of each preparation.
Chemical Abstracts Registry numbers, which are useful in computer
searching and identification, are also provided in these appendices.
Whenever two names are concurrently in use and one name is the
correct Chemical Abstracts name, that name is preferred.
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HANDLING HAZARDOUS CHEMICALS
A Brief Introduction

General Reference: Prudent Practices in the Laboratory; National
Academy Press; Washington, DC, 1995.

Physical Hazards

Fire. Avoid open flames by use of electric heaters. Limit the quantity
of flammable liquids stored in the laboratory. Motors should be of the
nonsparking induction type.

Explosion. Use shielding when working with explosive classes such
as acetylides, azides, ozonides, and peroxides. Peroxidizable substances
such as ethers and alkenes, when stored for a long time, should be
tested for peroxides before use. Only sparkless “flammable storage”
refrigerators should be used in laboratories.

Electric Shock. Use 3-prong grounded electrical equipment if
possible.

Chemical Hazards

Because all chemicals are toxic under some conditions, and relatively
few have been thoroughly tested, it is good strategy to minimize expo-
sure to all chemicals. In practice this means having a good, properly
installed hood; checking its performance periodically; using it properly;
carrying out all operations in the hood; protecting the eyes; and, since
many chemicals can penetrate the skin, avoiding skin contact by use
of gloves and other protective clothing at all times.

a. Acute Effects. These effects occur soon after exposure. The effects
include burn, inflammation, allergic responses, damage to the eyes,
lungs, or nervous system (e.g., dizziness), and unconsciousness or death
(as from overexposure to HCN). The effect and its cause are usually
obvious and so are the methods to prevent it. They generally arise from
inhalation or skin contact, so should not be a problem if one follows
the admonition “work in a hood and keep chemicals off your hands”.
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Ingestion is a rare route, being generally the result of eating in the
laboratory or not washing hands before eating.

b. Chronic Effects. These effects occur after a long period of expo-
sure or after a long latency period and may show up in any of numerous
organs. Of the chronic effects of chemicals, cancer has received the
most attention lately. Several dozen chemicals have been demonstrated
to be carcinogenic in man and hundreds to be carcinogenic to ani-
mals. Although there is no simple correlation between carcinogenicity
in animals and in man, there is little doubt that a significant proportion
of the chemicals used in laboratories have some potential for carcino-
genicity in man. For this and other reasons, chemists should employ
good practices at all times.

The key to safe handling of chemicals is a good, properly installed
hood, and the referenced book devotes many pages to hoods and venti-
lation. It recommends that in a laboratory where people spend much of
their time working with chemicals there should be a hood for each two
people, and each should have at least 2.5 linear feet (0.75 meter) of
working space at it. Hoods are more than just devices to keep undesir-
able vapors from the laboratory atmosphere. When closed they provide
a protective barrier between chemists and chemical operations, and
they are a good containment device for spills. Portable shields can
be a useful supplement to hoods, or can be an alternative for hazards
of limited severity, e.g., for small-scale operations with oxidizing or
explosive chemicals.

Specialized equipment can minimize exposure to the hazards of lab-
oratory operations. Impact resistant safety glasses are basic equipment
and should be worn at all times. They may be supplemented by face
shields or goggles for particular operations, such as pouring corrosive
liquids. Because skin contact with chemicals can lead to skin irritation
or sensitization or, through absorption, to effects on internal organs,
protective gloves should be worn at all times.

Laboratories should have fire extinguishers and safety showers. Res-
pirators should be available for emergencies. Emergency equipment
should be kept in a central location and must be inspected periodically.

MSDS (Materials Safety Data Sheets) sheets are available from the
suppliers of commercially available reagents, solvents, and other chemi-
cal materials; anyone performing an experiment should check these data
sheets before initiating an experiment to learn of any specific hazards
associated with the chemicals being used in that experiment.
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DISPOSAL OF CHEMICAL WASTE

General Reference: Prudent Practices in the Laboratory National
Academy Press, Washington, D.C. 1996

Effluents from synthetic organic chemistry fall into the following
categories:

1. Gases

la.

1b.

Ic.

Gaseous materials either used or generated in an organic
reaction.

Solvent vapors generated in reactions swept with an inert gas
and during solvent stripping operations.

Vapors from volatile reagents, intermediates and products.

2. Liquids

2a.

2b.

2c.
2d.

Waste solvents and solvent solutions of organic solids (see
item 3b).

Aqueous layers from reaction work-up containing volatile
organic solvents.

Aqueous waste containing non-volatile organic materials.
Aqueous waste containing inorganic materials.

3. Solids

3a.
3b.
3c.

Metal salts and other inorganic materials.
Organic residues (tars) and other unwanted organic materials.
Used silica gel, charcoal, filter aids, spent catalysts and the like.

The operation of industrial scale synthetic organic chemistry in an
environmentally acceptable manner* requires that all these effluent cat-
egories be dealt with properly. In small scale operations in a research or

*An environmentally acceptable manner may be defined as being both in
compliance with all relevant state and federal environmental regulations and
in accord with the common sense and good judgement of an environmentally
aware professional.
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