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IDENTIFICATION OF UNKNOWN KETONES Organic Chemistry Section Experiment #11 Gifty Asare I.D: Experiment
conducted on.

Also, the melting point of my unknown 87 deg C was very close to the melting point of 2-heptanone
derivative 89 deg C found in the table in the Theory section of this report. Again, be careful not to suck liquid
or silica while removing the bulb. NMR is a property that magnetic nuclei have a magnetic field and applied
EM pulses which cause the nuclei to absorb energy radiate it back out with a specific resonance frequency
which depends on the strength of the magnetic field and other factors. Most of the unknowns in this current
experiment are not colored and the separation is monitored by taking multiple elution fractions and then
running a TLC of each fraction. You are looking for the system that gives an Rf of 0. Fractions have nothing.
This method is the one which was utilized in the following experiment. If your sample still looks wet or
gummy, put the container in an ice bath and scrape it with a spatula. We should avoid contact and inhalation
with it. Disaccharides have two carbohydrate units. The precipitate was difficult to filter and dry. Subtract the
Rf of the slower-moving spot from that of the faster-moving spot and make use that the resulting number is at
least 0. An example for each includes: glucose monosaccharides , sucrose disaccharides and starch
polysaccharides. Based on my TLC separation, it is hard to see much of a relationship between chain length
and Rf values. This was conducted to classify the samples from being a primary alcohol, a secondary alcohol,
a tertiary alcohol, aldehyde, or a ketone. TLC helped narrow down the unknown by comparing it to known
ketones. Your sketches should show the relative area, multiplicity, and approximate chemical shift of each
signal. Rf value of the unknown K was. Regarding the NMR, a copy of a proton NMR spectrum of our
unknown ketone was supplied to us and the chemical shift, splitting pattern, integration, and number of
hydrogen and which hydrogen it was was deduced from it in order to identify the unknown ketone. The silica
gel TLC plate was spotted and circled with a pencil. About Us Identification of Unknowns Lab In this
experiment, your goal is to separate and identify two solid organic compounds - an alcohol and a ketone. Spot
fractions , spot the standard-unknown, and then run the TLC plate in solvent 1. P , boiling point B. The other
method used to help determine which ketone the unknown was, was nuclear magnetic resonance spectrometry
or NMR. When you believe that you have properly identified each unknown compound, you will write
supporting arguments for your compound assignments in a page paper. Two different methods have been
suggested to identify the ketones. All of the ketone is off the column and it is time to switch to a more polar
solvent. The information on these pages is available for academic use without restriction. If you want to be
safe, combine only fractions 3 and 4, although you may or may not have enough sample for IR and melting
point analysis. I looked at height and size of the spots on the slides to determine this. This experiment hones
your techniques in column and thin-layer chromatography: if you do not do these procedures properly, the
compounds will not be separated. To identify our unknowns we have to compare our spectrums to a known
sample. Please re-use the same microcap as long as possible: you need to rinse this microcap with acetone
several times between each fraction. I also noticed that we used a mixed solvent recrystallization due to
2,4-DNPH dissolving too readily in ethanol, while dissolving too sparingly in water. The Thin layer paper
chromatography conducted yielded an Rf value of and the colors observed when the components of the
unknown were separated were These colors as well as the distance between them were similar to that of
2-heptanone and suggested that derivative 2 was indeed that. In this example you could probably combine
fractions 3, 4, and 5 and have pure ketone. Monosaccharides have one carbohydrate unit.


