Complete MDMA synthese.

Disclaimer:

Thisbook isonly to be used for informational purposes, and al the info herein is gathered on the
internet.

Non of the herein shown picturesis taken by the producer of this book and thus the producer can
not be held responsible for this syntheses seen on the pictures.

Neither for the writing of this book, since everything islearned right of internet.

Thisbook isdevided in chapters:

1 Didtillation of sassafras oil.

2 |somerization of safrole

3 Epoxidation reaction via peracetic acid

4 Benzoquinone wacker oxidation (safrole --> MDP2P)
5 Al/nitromethane/HgCl,/M DP2P reductive amination.
6 Crystalizing MDMA.HCI out of MDMA freebase oil.

1. Distillation of sassafr as oil

First of al 1’m going to tell you if you would want to make MDMA you would need a source of
safrole, you could get this from a chemical company or distill it out of sassafras oil.

Viathe chemica company is not an option for 99/100 people so that’s why I’m going to tell you
how to distill it out of sassafras oil.

Sassafras oil itself is even hard to get by, but after searching for very very very long you will
eventually find it hopefully.

I’m not going to tell you where to find it or how to find it, just only use this book when you
already have a bottle of sassafras oil lying around.

Well to the distilling now.

In the picture below you can see a distillation setup, there is no vacuum used when distilling
safrole this worked out just fine.

Pour the sassafras oil in the distillation flask, and put the flask in a heating mantle or another
heating source.

Here below you can see a bottle of sassafras oil and a distillation setup which is distilling
sassafras oil.




On the bottom left you can see the heating mantle it is also covered on top with alluminiumfoil ,
to prevent alot of heat to escape.

The whole vigreux colomn is also packed with alluminiumfoil on the outside, else the heat will
not propogate to the thermometer and the distilling head.

The thicker glass tube you see standing slope is the cooler, |CE cold water is floating threw the
double glass wall, and threw the glass spira, thisis to make the evaporated safrole condensate
again.

The vigreux colomn is used to get a more pure product, and it also is nice to be there, because
when distilling the oil it, the oil will bump very hard in the flask.

It might even scare you the first time.

It needs to be 230* C in the top of the distilling head, it is suggested to use boiling stones in the
flask to calm the bumping down a bit.

Do not close the setup completely else there will be too much pressure inside, as you can see on
the right of the picture there is another flask and on top of that flask there is a piece of glass
which isbent it is called an “allonge” it has an vacuum adapter pieceto it.

If you do have a vacuum source you can connect your vacuum tube to that piece of glass. Now it
functions as a pressure release opening.



Here you can see the temperature going over 200*C.
Here you can see the pure safrole in the flask which came over, it is water-white oil.

Out of 90ml sassafras oil, 75ml of safroleisdistilled out. On the right you see the tar and rest of the crap
that isleft in the distillation flask, this stuff doesn’t come over so apparently it will be a chemical that wil
have a boiling point greater than 300* C.



2. lsomerization

Now that we have the pure safrole, we can start with the next step.
| somerizing the safrole to isosafrole.
Safrole itself looks like this:

< Catalyst 2
Heatmg
Safrole frana—lsusafrule m&lsnsafrnle

Many ways of isomerizing safrole (3,4-Methylenedioxyallylbenzene) into isosafrole (3,4-
Methylenedioxy- propenylbenzene) can be found in the literature. The isomerizations, which in all
reviewed cases are catalytic, often have high yields, but differs greatly in easiness and reaction times. Th
availability and costs of the catalysts also differ over a broad range.

The reaction, which is general for the conversion of nearly all alylbenzenes (like safrole, apiole,
dillapiole and elemicin) to their corresponding propenylbenzene isomer, is usualy carried out by
heating the allylbenzene together with an inorganic catalyst or catalyst mixture under reflux, with
or without the use of a solvent. After the reaction isfinished, the catalyst is removed by filtration,
any solvent removed under vacuum, and the residue is distilled to purify the propenylbenzene
from unreacted allylbenzene and polymerized material.

21,10 grams of KOH weighed down.



Glassware set up for reflux.

Reflux means that the cooler is put inside the flask upside down, and so when there are chemicalsin the
flask that can evaporate easily they would normally evaporate and be gone out of the reaction when you
heat it to let them react.

If you would place a cooler on top of the flask the chemicals which evaporate will cool down again and
fall back down in the reaction flask.

That isin short the principle of refluxing.

The person who did this synthese let’s call him SWIM poured the 75ml safrole in the flask.

He added to this 30ml 96% ethanol and 21,10g of KOH.

SWIM refluxed it for 3-4 hours on a gentle reflux of 60*C.

After adding the KOH to the safrole+ethanol the mixture turned brown.



1 minute | B “15hour 4 hours.

Thisiswhat was | eft after refluxing it, on the bottom is a hard cake of KOH lying.

This mixture was filtrated to get rid of the solid KOH.  This is what the filtrate looks like.



Here you can see the KOH cake on the bottom of the flask which is|eft.

Tolueneis poured into the sludge which remains and threw the filter to get all the isosafrole out of there.

Toluene doesn’t mix with water, it has alower density (0,86g/ml) so it floats on top of water.

Drain of the water layer, and keep the toluene layer, add this to the filtrate and distill it to get rid of the red/brown
color, but before you distill it you need to neutralise the KOH with an acid, SWIM used H,SO, diluted in water to
50% and checked it with pH paper to get it only alittle bit basic.

Thisiswhat is left after distilling the isosafrole, the yield was 80% by weight. It was 66ml.



3. Epoxidation reaction via peracetic acid

First of all you need DCM (dichloromethane aka methylenechloride) it is sold as paintstripper and as brush de-
hardener.

In the country where SWIM lives they only sell paint stripper with a wax binder which sucks, so he found that the
brush de-hardener didn’t contain any wax binder so he distilled the brush de-hardener.

It contains: DCM, methanol, solvent-naphta, hydrogenated naptha.

Both the naptha’s have a boiling point greater than 100* C, the methanol 65* C and the DCM 39-40*C.

So without a vigreux colomn he distilled the DCM and it came over at 39* C until 41*C.

The mixture itself was 55* C and the gastemperature was 39* C and at the end 41* C the mixture contained 65%
DCM.

The addition funnel isto get the DCM in the 1 liter round bottom flask.

All the DCM is added to the flask (500ml) and it is ready for the heating, so SWIM turned on the heat and started
to distill of the DCM.



Boiling brush de-hardener.
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Quite some DCM came over uickl, at least enough to use as a solvent for the epoxidation reaction.



To do the peracetic acid epoxidation reaction, the isosafrole needs to be dissolved in a solvent to make it mix with
the peracid, alcohol can be used but due to alcohol containing water easily it isnot agood choice. Acetoneis also
quite alot used but SWIM didn’t want to use it because you need to distill the mixture after you are done with the
MDP2P reaction.

And acetone can form acetone peroxide with hydrogen peroxide and an acid (acts as an catalyst).
Acetoneperoxide is a high explosive, which detonates from heat.

So guess what happens if you used a bit too much H,O,, and then you are going to distill that mixture......
Acetoneperoxide are white needle like crystals by the way.

Anyway to make the peracid one should do the following:

Pour:

- 55,8ml of 99-100% glacial acetic acid
55,2 ml hydrogenperoxide 35%

0,66 ml sulfuric acid 96%
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Sulfuric acid 96% with a 1,00ml pipette.

Everything mixed, set this aside for 4 days, and swirl every day a couple of times.

All together in aflask, let this react for 4 days, it doesn’t heat up, just stink like acetic acid very badly.
And let it react for 4 daysto get to it’s equilibrium, and then it can be used.



Dissolve 33ml of isosafrolein 51ml DCM.

Add this slowely to the peracetic acid, and let the temperature not rise over 40*C.

Y ou should place the flask on a magnetic stirrer in an icebath while doing this.

After everything is added, let the ice-bath come to roomtemperature by itself, and leave it to stirr overnight, with
some foil over the top of the flask.

The color will go from yellow to orange to deep red, distill of the DCM and distill of the acetic acid.

A dark thick syrup will remain.

Dissolve this syrup in 51ml methanol and add to this 250ml 15% H,SO, solution.

Let thisreflux mildly for 3 hours.

Then when it has come to room temperature drain off the acid layer, and keep the dark layer.

Pour the dark layer in 125ml of water and then extract the syrup again.

Then wash it with 125ml of NaOH solution of 5%, this last wash is difficult to see so use aflash light to see where
the phases separate.

Now pour in 5g of MgSO, (epsomsalt) which is completely dry, dried in oven at 300* C for 4 hours.

Filter of the MgSO, again and wash the MgSO,4 with DCM.

Distill the resulting liquid, thisis your pure ketone.

Here are the pictures:

Herglou can see 51ml of dichloromethane mixed with 3m| of safrole, it does not mix when just poured onto
eachother, SWIM sucked the mixture up with his pipette and blew it back in the rest of the liquid to mix it, until it

was mixed well, it was quite easy to mix.



Here you can see the icebath with the isosafrole and DCM mixed in there, while the peracetic acid is being added t
it slowely.

Asyou can seeit isin an icebath as mentioned above, thisisto prevent the liquid becoming to hot, and get to a
bail.

Although it should not exceed 40* C, DCM is used as a solvent so you also need not worry about explosives
peroxides(since you need to distill this mixture) when using acetone make sure you do not add to much H202 sinc
if not everything is used up by the acid it will peroxidize your solvent if it is peroxidizable (such as ether and
acetone).

Below you can see the color change, the first picture is after everything isjust added, the 2™ after an hour and the
third after 2 hours and so on, on the third it is capped with Al foil, and l&ft to stir for 16 hours.
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Asyou can see the color changes from clear to yellow to orange to red to dark black-red.



Now the 16 hours has passed.
Itistimefor the DCM to be distilled off.
Thus SWIM poured his mixture in another round bottom flask and set it up for distillation, see below.

Well thisiswhat happened in the epoxidation reaction.
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Now it istime to get rid of the acid, that is done by adding NaOH solution SWIM used around 3g of
NaOH in 150ml water, and used it all to neutralise the peracetic acid he made. Below you can see pictures
of awash with ether after it was neutralized, this was done twice.

Y ou can see the layers quite badly, although you can see an upper layer which is slightly darker then the
other layer, ether will float on top since the density is alot lower then that of water.






