
The Procedure for making the
OIL of  IRON

accordance with the precepts of  Alchemy

R-C

Since i t  is  d i f f icul t ,  in fact  a lmost impossible to obtain pure metal l ic

Iron, i t  is preferable to eornmenee the procedure by using C. P. (Chem-

ical ly Pure) Ferrous Sulphate Crystals (Fe SOa 7H2O), the Vi t r io l  Sal ts

of  th is metal .  (Use Bakerrs Analyzed C. P. Ferrous Sulphate obtainable

from any Chemical  Reagent Supply House).  These Sal ts have already been

pur i f ied by several  successive washings and re-crystal l izat ion.

Using a Number 3 Porcelain Coors Crucible (glazed inside and outside)

level  fuI I  wi th the Ferrous Sulphate Crystals ( f ive) calc ine the Sal ts

in the electr ic muff le furnace. Place the crucible containing the SALTS

in the co(-d furnace and then raise the temperature of the furnace to

1750 C. Cont inue the calc inat ion unt i l  a l l  fuming ceases and the i ron

is brought completely to a state of oxidation. This usually takes about

two hours. A good supply of air should have access to the furnace.

Remove the crucible and al low to cool to nearly room temperature. Trans-

fer the oxide sponge to a glass mortar and tr i turate with a g1-ass pes-

t le to a f ine powder.

Weigh out 14 grams (approximately one half ounce avoirdupois) of the

powdered i ron oxide and transfer to a Pyrex Beaker of  about 800 ml.  cap-

aci ty and digest on the hot plate wi th I20 mI.  of  6 normal Hydrochlor ic

Acid unt i l  a l l  the I ron oxide is in solut ion,  adding more acid i f  necess-

ary to accompl ish solut ion.  Add 20 mt.  of  C. P. Ni t r ic  Acid (Speci f ic

Gravi ty L.42) and boi l  for  f ive minutes to br ing al l  the rron to the

In



Ferric State. (Note: f t  cannot be assumed that the Iron Oxide product

of  the calc inat ion is in a uni form condi t ion of  oxidat ion).  coor for
a few minutes and f i l ter  the solut ion through a fast  f i l ter  paper wi th

dist i l led waLer and al lowing the washings to drain through this f i l ter

paper into the Beaker containing the main port ion of the f i l trate.

Discard the f i l ter  paper and any residue remaining in i t .

Make up the volume of  the Solut ion in the Pyrex Beaker to 1,000 mI.
Neutral ize the Solution with 6 normal Sodium Hydroxide Solution (To

make: Add to 250 gm. of  Na oH, pur i f ied by atcohor,  enough dist i l led

water to make the volume 1000 mI.)  thus precipi tate the I ron as Ferr ic
Hydroxide, then add a sl ight excess of the 6 normal Sodium Hyd.roxide
Solut ion" The solut ion containing the f ron should be st i r red v igorously

with a glass st i r r ing rod dur ing the preceeding operat ion.  St i l1 st i r r -
ing v igorously,  add 6 normal Hydrochlor ic Acid caut iously,  using a dropper
unt i l  the Solut ion is neutral  or  to the barest  t race of  acid react ion to
l i tmus paper.

Make up the volume of  the contents of  the Pyrex Beaker to about 11900
mI.  wi th dist i l led water.  St i r  wel l  and then aI1ow the Ferr ic Hydroxide
precipi tate to set t le for  about an hour.  Decant the c lear Supernatant So1

ution. Again bring the volume of the contents of the Beaker to about
1,900 ml. ,  st i r r ing wel l  as the dist i l led water is added, and al Iow

to set t le.  Repeat th is washing by decantat j -on three or four t imes.
(See Note 1.)

Heat the Solut ion,  containing the washed Ferr ic Hydroxide precipi tate,

af ter  the last  decantat ion and without fur ther addi t ion of  d ist i l led

water,  to near boi l ing and f i l ter  through a h.an-dened f i l ter  paper
(Whatman No. 52 or No. 54) using vacum with a Buchner Vacum Fi l ter

Funnel and a Vacum Fil ter F1ask and f inal ly washing any Ferric Hydroxide
precipitate adhering to the waII of the Beaker into the Buchner Fi l-ter
Funnel  by means of  a f ine stream of dist i l led water f rom the wash bott le.

After the f i l trate has been sucked through the Ferric Hydroxide cake

into the Fi l ter  Flask,  wash the Ferr ic Hydroxide cake in the Buchner

with three consecut ive 100 ml.  port ions of  hot  d ist i l led water,  taking

great care to seal  up wi th the end of  a glass st i r r ing rod, al l  cracks

which may develop in the Ferric Hydroxide cake, a4 tLteq a.ppQ-atL.



Maintain tlre vacum in the Fi'l.ter F1ask afte:: the lqEt wash$ng untrl

the Ferric Hydroxide calie. i's. fr:ee of sxcess w4ter ancl ts f$al and solidr

Remove the cake and fll-ter paper by irrsertibg the. Elade @f q gnall epat=
ula between the cake and the poncel-ai:r wal-L of the Buchnef And funni::rg

it around the periphery' of the' cake * Detach^ thre Buchner Funnel frorg the

Vacum Filter Flask and iYrvert the Buchner @\relr a porcel.ein dtsb- of suff=.

icient diameter to ::eceive tfle cake and {}1t* pqper qnd then Jqp these.

from tlre Buchner into the porcel-ai:r di'sh:. Peal- off qnd rernoye the hers

dened filter paper (-tni's may be washed and use'd egaiYrL from the cqke.

Remove carefully any'Ferr:ic Ilydroxide s'ti']-1 adhlepiYrg tp the BuchleS Funnel

and add it to the ma.ln porti'on of the cake i':r the porcel4in dish. Discafd

the f i l trate and wash water:s from the vacum fN.trrati)on*

Pl-ace the porcelaln dt 'sh., contalnlng the Ferrlc HydroxiUe ceke in the

drying oven and dry at  225 E. for  about th: :ee houns* At iYrtepyqls,  as

the drying proceeds, break. up the cake in the dish. w+th spatulq or knife

blade into smaller and srnaLler pleces unti l ,  f i \ :a1Lys i)t  has heen chopped

up into small pieces about the size of a matcli head, Thi^s lvt.Il- ensufe

proper drying. When the p::ecipftate fs' ffi:al-ly quite dryr rernave fren!

the drying oven and al low ts cool-. Then t::ans€er the dfied materinl te

a glass mortar and triturate lt to a f ine powder w.ith tlie. gJ-4qs pes:tle,

Transfer the f ine powder to a Fyrex Beaker of 40O rnl '  cqpacity. Add

suff icient fuming C. P. Hyd::oeh1-orie Aci\ i l  fspeciYifc Eraavity 1.18)-f ta

dissolve the powde::ed i: :on oxide (-approxi:nate1.y 50 ml-. shoul-d be suff iE-

ient)-. Heat on the hot 5rIate unti l-  al- l- the sol- irf l  materfal is In Solution.

Pour the Hydrochloric Acicl Solution, contai ' :r lng t l ie Iron as Ferric Chlcrc

id.e, into a glazed porcel-ain evaporatlng dish fdeep type) l-qrge eneugh to

contain i t  and yet sma1l enough to provide as small a surface qrea pf the.

Solution as possi 'ble in the course of the evaporatton to.fol low* (I lse

a Coors Slayed Psrcelain Dish 120 rnm. Dianneter. I l 'eight s0rnm.)- Ng wq,tut

may be used to wash any of the Fe:uric Chl-ori\de Solutlon edheriYrg to the

Beaker into the dish., (-See Note 4, ),  Evaporate t l ie aci\cl Ferri 'c Chlof ide

Solution sIowly on the sand bath, care bei 'ng tal ien to see that the tem-.

perature of  the sand bath is not suf f ic ient ly high to cause burning ol

undub drying. Do not use the water bhth or the st .eam bath for  th is evap-

orat ion.



As the evaporation proceeds work. down into the body of the thickening

solution any Ferric Ctr,Ioride geJ- which may form and adhere to the evap-

orating dish around and above the soLutr*on level. Use a rubber policem4n

on a small st irr ing rod to accomplish this. The soJ-ution wil l  f inal ly

thicken to a geI, and the evaporati'on nust not be caruied out to tlr^e

point at which the gel cornmences to dry. The ge1 rnust rernain moist with
a s l ight  excess of  Hydrochlor i 'c  Acid.

As soon as bulk of the acid has evaporated and the mass consists of e
gel st i l I  moist with Hydrochloric Acidf remove from the sand bath and,

after uhoroughly cooJ-ing the dish and contents on col-d water qnd then

careful ly d.rying the bottom of the dish with a cLoth, making sure that

no trace of water is left around the lip of the dis'h nor has reached the

interiour of i t ,  transfer the Ferric Chl-oride GeI to a wide mouthed glaqs

bott le of  about 250 ml.  capaci ty,  and having a ground g3.ass stopper.

Accomplish this by working the geL over the decanting I ip of the dish
with the rubber policeman. Use no water. Pour a few ml. of ether ($ee

Note 2.) into the dish after maklng sure th-at no bare f lamef nor electr ic

element or sparking equipment is nearT and wgrl< any gel resir lue remain-
ing in the dish out with the ether into the glass b'ott le by means of the

rubber policeman on the stirr lng rod" rgnore any dried r im of Ferric

Chlor ide there may be in the evaporat ing dish.

Add'  at  once, a 100 ml- .  port ion of  ether (have thiE reqdy at  handl

to the Ferric Chloride gel in the glass b-ott l-e and insert the glass

stopper.  ( f t  is  wel l  to have the gLass bott le standi 'ng in a dish of

cold water the leve1 of which is not suff icientLy tr- igh to tend to f loat

the bott le) .  Shake the bottLe contai 'ning the gel and the ether vigorr
ously for a few minutes, cooling the lower hal-f of the bott le fregu-

ently under the cold water faucet. Al low to stand a minute, then remove

the stopper, f irst being very careful to dry off thoroughly any drops

of water on the bott l-e and especialJ-y around the rim of the stopper

orf ice, and decant the now brown ethereal sol-ution into an Erlenne)i 'er

Flask of  300 ml.  capaci ty and stopper the Flask wl th a rubber stapperr
Add another fresh I00 ml-. port ion of elther to the contents of the

glass shaking bott le and repeat the ether extraction by shaki 'ng once

more for a few minutes,  cool ing as before under the cold water faucet,



Dry the bott le and al low it  to remain stoppered. Both the glass bott le

and the Eilenmeyer Flask containing the f irst port ion of ether should

be kept in a cool  p lace unt i l  required or,  i f  th is is not avai lable,

stand them in shallow running cold water keeping the stoppers dry and

protected from water.

Set up a dist i l lat ion t ra in consist ing of  a Pyrex dist i l l -at ion f lask

or retort  of  300 mI.  capaci ty,  the stopper neck of  which is f i t ted wi th

a bored rubber stopper through which is inserted a 3 inch immersion mer-

cury Thermometer reading from 0 C. to 200 C., so that when the rubber

stopper and the'mometer are placed in posit ion in the dist i l tat ion f lask

or retort the thermometer bulb clears the bottom of the dist i l lat ion

f lask or retort  by three or four mi l l ineters--a condensor,  water jacketed

so that cold water may be passed cont inual ly through the jacket,  f i l led

to the del ivery arm of the dist i l lat ion f lask or retort  on one end, and

to a receiver of  suf f ic ient  capaci ty,  ( -about 500 ml. I  at  the other end.

Having removed the Thermometer and stopper from the dist i l lat ion f l-ask

or retort, arrange a 60 degree Pyrex Fil ter Funnel ( iraving a diameter at

the top of about 2r5 inches) in a r ing support or clamp on the retort stand

and with the stem lowered into the dist i l lat ion f lask or retort so that

the end of the stem is well  below the 1evel of the opening into the del-

ivery arm of the f lask or retort. Place a fast f i l ter paper in the

funnel  and f ix in place by moistening with a l i t t le f resh Ether.  Using

f i rst  the Ether extract  contained in the Er lenmeyer Flask,  f i l ter  th is

through the f i l ter paper in the funnel. Then replace the f i l ter paper

in the funnel with a fresh f i l ter paper and introduce into the funnel

the Ether extract contained in the glass bott le together with the gross

body of the lron, decanting and f i l tering f irst the bulk of the clear

brown Ether Solut ion,  wi th the l -ast  remaining 20 ml.  or  sor swir l ing the

gross body of the rron into suspension with the remaining Ether Solul ion,

decant the whole into the f i l ter funnel. Al1ow the ethereal solution

to f i l ter  through into the dist i l l -at ion f lask or retort ,  then wash out

the glass bott le with about 10 mI. of fresh Ether and pour this over

the residual  gross body of  the I ron in the f i l ter  paper.  Al low these

washings to pass through into the dist i l lat ion f lask or retort ,  then



remove the filter funnel and discard the fi'lter paper and contents..

Moisten the rubber stopper fttted on the The:nnometerf with e drop of

two of absolute alcohol [utnyfl and insert,.the rubberi stopper and The.rrr].r

orneter in the dist i l lat ion f lask or retort. [ fn'e a]-cohol faci l i tates

the proper pracement of the rubber stopper). As a precaution qrrEnge a
Burette clamp on the stand so tliat one claw of the cLarnp bears down,

when the clamp arm is screwed ln positlon on the rod of the standr orr

the top of the rubber stopper carrying the thermometer, and just to one

side of the Thermqneter.

Using a Preeision Electr i 'c Heater equlpped with Rheostat, not. a hAne

{Lame, aad arranged so that the bottom of the dist iLLation f lask or
retort is about 2\ inches from the heater el-ernentn gradually rqi.se the

temperature of the contents of the dist i l- lat i 'on f lask or retort unti l

the Ether is dist i l- l ing at about 40 C., as shown on the thermometer
Scale.

Continue the distillation untll- the vol-r:me of the contents of the
flask or retort ls about 125 ml-. Ignore for the t irne. being any suspended
solid matter or cloudiness which may have appeared ln tbe soLution,

Unt i l  the f i rst  smal l  port ion,  about 3 m1-.  n of  d ist i l late appears in

the Receiver, the Receiver should be left Loose at the nexk where it

f i ts on to the discharge end of the Condenser, When about 3 ml_r h4ye

dist i l led over, the temperature in the dist i l-Lation f lask or retort
wil l  have risen to more than 35 C. The Receiver may then be f i t ted up

tightly to the end of the condenseri but unti l  this is done and while

the neck of the Receiver is looser d w€t str ip of cLoth shoul-d be wound

around the opbn- joiirt to prevent the es'cape of any vapoulr. When the

neck of the receiver is cl-osed up wittr- the discharge end of the con-

denser th is c loth maybe dispensed with.

Then the contents of the dist i l lat ion f lask or retort approximate

125 mI. in volume, turn off the electr lc current to t lre Heater and by

loosening the Heater cI-amp drop the lleater on the stand away from the

bottom of the dlst i l lat lon f lask or retort and place a sand bath or sone

such insulation over the elernent of the l leater to p:revent the heat from

ris ing.



CooI the bottom of the di.stiLl.atiton f]-asli ori retort wiih. a wet cloth..

Remove the rubber stopper carrying the Thenmorneter, and add to the con=

tents of the flask on retort about L00 mL. of absol-ute Ethyl Al.cohoL

(See Note 3.) Replace the stopper and Therm@meter,

Raise the Precision ELectric H€ater to its origi'nel. pos-ition on ttr.e

stand and cont inue the dist iL lat ion at  45 C. to 5O C.,  unt i l l  40 n}.  of

50 mI. have distt l led over, and observe the same precauttons as before

with respect to the Recetver Flasl<.

At this point any portion of the gross body of the iron wh-ich may have

passed into solut:Lon in the exces- of Hydrochloric Acid pt 'esent with the

Ferric Chloride GeI when the Ether Extraction was made, wil l  have been

thrown down out of solution (.See Note 5), and the excess of Hydrochloric

Acid wil l  have combined with the Ether in the f irst dist i l lat ion and

alcohol in the subsequent dist i l lat ion to pass over as Ethyl Oxychloride

and Ethyl  Chlor ide respect ively.

Again disconnect and drop the Electr ic Heater on the stand. Cool the

dist i l lat ion f lask or retort  as before and remove from the train,  (Note.

Whenever the dist i l lat ion train is to be broken at any point after heat

has been appl ied to the dist i l lat ion f lask or retort ,  great care must be

exercised for the reason that i-f  pressure within the apparatus has not

attained equil ibrium with the outside pressure, violent restoration of

equi l ibr ium wi l l  take place i f  the di f ference in pressure is excessive,

and this may completely ruin the operation. Always break the train or

remove the rubber stopper from the dist i l lat ion f lask or retort only

af ter  suf f ic ient  cool ing has taken place, and then very careful ly and

by degrees, thus al lowing gradual  re-adjustment of  pressure,L

Decant,  careful ly,  the contents of  the dist i l lat ion f lask or retort

into a Pyrex Beaker of  400 mI.  capaci ty.  Wash out the dist i l lat ion

fl-ask or retort thoroughly wi ' th a l i t t te absolute Ethy1 A1cohol, adding

these washing to ttre main port ion in the Beaker.

Replace the dist i l lat ion f l-ask or retort in posit ion ln the train

and, again using the Pyrex Fi l ter  Funnel  f i t ted wi th a fast  f i l ter  paper,

f l l ter  the Solut ion contained in the Beaker back into the dist i l lat ion

flask or retort, washing the f i l ter paper and contents, after the main



body of the solution has passed through the filter, wi.th 5 mI. of ahsol-

ute Ethyl A1cohpln but fir:st having wqshed out the Beaker with a like

portion of alcoho]-, and traving passed these qtqshings th:rough the fiJ.tern

When tlre last w4s'hings- of the fitter- paper and contents have pass'ed thro=

uth into the distiilation flask, remove the fil-ter funnel- and discaqd

the f i l ter paper and residual contents..

Replace the rubber stopper and Thermometer in the dist i l lat ion f lask

or retort, raise the electr ic heaterr so that the heater element is,

this t ime, about one inch from the bottom of the dist i l lat ion f lask or

retort. Raise the temperature of the contL,rts of the f lask or retort

gradually (observing the same precautions as before with respect to the

Receiver Flask) unti l  a temperature of about 85 C. is reached, and con-

t inue the dist i l lat ion unti l  the volume of the contents of the dist i l lat-

ion f lask or retort  is  about 50 mI.

Disconnect the Electr ic Heater once more and drop it  away from the

bottom of the f lask or retort. Cover the element with a sand bath as

before,  to prevent the heat f rom r is ing.  Cool  the f lask or retort  to about

40 C. Remove the rubber stopper and Thermometer careful ly to al low re-

adjustment of  pressure.  Add 75 ml.  of  absolute Ethyl  Alcohol .  Re- insert

stopper and Thermometer. Raise the Electr ic Heater into posit ionr so

that one inch separates the bottom of the f lask or retort anq the heater

element, and continue the dist i l lat ion, observing the same precautions

as before,  wi th respect to the Receiver Flask.

Allow the temperature of the contents of the dist i l lat ion f lask or

retort to mount a l l t t te more rapidly this t ime unti l  a temperature of

90 C. is reached, and maintain this temperature unti l  the volume of the

contents of the f lask or retort is about 65 mI. Then al low the temperat-

ure to mount gradually unti l  t trere is a sudden, short and mod.erately vio-

,|ent etr:llition of the Solution in the flask or retort. Allow the tem-

perature to continue to mount unti l  the contents of the f lask or retort

appear wine red by transmitted l ight. The volume of the Solution at this

point  should be about 35 mI.  The f lu id in the f task or retort  is  now the

true Oi l  of  I ron,  of  which f ive,  s ix or seven drops in hal f  a tumbler fu l l

of water may b-e taken two or three t imes a day before meals with great

advantage and without any fear of  i11 ef fects,  for  the general  heal th

8.



and especiall-y in cqses of anaemia and other ai)Irqents as stated i.n
Frater Afchibald Cockrants g3eat work entitled .A1chemy Redi:scovered

and Restored". The urriter wishes here to express hi^s deep gratitude

and thanks to Frater Archibal.d Cockran for the very great amount of
help he has received ttirough hi's study of this book, and to Imperator
Ralph. M. Lewirs and. others vrho mad.e the book availabte to and brought

it to the attention of the: member:ship of thE: .A.[r{.e*R.C.
Di:sconnect the Electric Heater and drop it away frcnr the bottorn of

the di 'st i l . lat ion f lask or retort. CooI the f lask o:r- retort and renove
It from the t::afn observlng the usual- precautions with respe.ct to

Pressur:e readJustment. Decant the Oilr.of Iron i 'nto a dropper bott le
made preferably of brown glass,

It, at the conclusion of the decanting operation a thin pe.dsbrcnrn

fil-m of sedirnent i:s found adhe4i-ng to the bottom of, the flask or re'.
to::t ,  Pay no attenti 'on to i t .- I t  is not caused by the presence of any
of the gross body of the I.ron, It  is due to local overheating ofr the
oi-L and i)s caused by theie hqving been too hilh q heat on th-e el-ectric
heater element. This, however, should be avoided. Afte:: decqnting the
oil .  of fron frcnr the f lask or retort, and washing the ftask or retort
out with a Ir\ t l-e dist i ' l - Ied wlter (not to be added to the oi l) without
dfsturblng this f i lmr 4nd then, upon the addit ion of a further port ion

of di 'st i l led water, about 25 mJ-*, rubbing off the f, i : Im with a rubber
poli)cernan and agitating i^t lr'ith th.e water, it will be found that it
di 'ssolves in the water to form a bright red solution. Warming the
Solutirrn heJ.ps to accomplish this.
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