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. NOTE3 A residue of about 50# remains rron bo.toh to ba.tah.
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2,h.s-mcﬁmnrmor. L
i Opqro.ting Instruc tion- ﬂ

2,44,5=Trichlorphencl 1s propmd rron 1.2.1;.,5- tetrachlorbonsm .
in an mtoeh'n nsing uthnnol and NaOE, R

The autoclave pressures wﬂl, at tims. riu to 500 p.s.I. .

n is very important that all valves and the hmd-hoh olom-o)__
be tight during the operationse - : '

No maintainence work mst be done. on tho autooluve whilo undu' ,

pressure. It repairs are needed, the autoclave mast be eocoled

to below 50° and vénted, Check with lupervilor berorc cooll.ng

-

The sutoclave is oquippod with a nfoty rupturo disk. -.mé disc
is installed In & flanged fitting which is connected to 2" pipo.
The line is vented to the atmosphere through the roof.  The - -

" rupture disc 1s set to broak at 91;5 rsz .t 7z°r .nd 573 ps; o
et uoo°p (aou c) S

- NaOH CHARGEs . . . 7. _,,7--'_”; RN
To the NaOH' d.i.lsolvod' add, - 285# fliko luOH - "_-._-"-_ ’

¢

Bolt down the eovar soeuroly.

Blow to the: diuol'ur from tho mthanol recoivor [ totnl or -
160-170 gal, methanol, :

Add sufficient fresh nathanol to tho dissolvor ‘so that tb.

“'-,'

~fotal charge 1s 160-170 gal.f S

-

“ Heat the NaOH = methsnol mixture snd let reflux for 1. hour. o

Adjust the valves so that the methanol will reflux, ‘The
reflux condenser is connected to a horigontal condensor whieh
is in turn connootod to a rocoivu'. ) CLt
Shut off valve at the rorln: eondenur.

Blow batch to nutoclavo uhm 'rh,CB has been churgedo .
Cool tho dissolver tc roon tompox-aturo before loading noxt
charge, Naoh, N
Rocord 2ll abovo usages on 103 shnt. I
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CHARGING THE AUTOGLAVE.
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Ghook the autoolavo for rouidua from la:t ‘bateh, > ' : &
Grease the boarins using’ anknr State pressure gun lubricnnz o

(black greace) from a Alomito prossuro gune.

{a) Gremse 1s to be added to the upper fitting until

the 0ld grease 13 forced up along the shaft,

(b) The grease is to ‘be added to the lower tittins

until gresse is forced and 1if thp 1/4". plug at
the base of the boarins.

(c) Grease 1s to be added to the middle fitting to 2111

_ pressure which caa be oxertod on the grease gun,

Hand roed 585# real tetrachlorbenleno contriruge cake,
Close handhole, set valves to vent through the 1' lino

to the condenser,

Close 2" high pressure valve-to the blowlcg.

Open 2" high pressure charging valve.,

Close 2" plug valve above the charging valve which is

connected to the horizontal condonaer.

Blow the eharge of methanol-NaOH rrom the dissélvor.

Close the high pressure
’valves:

valvos. Check the‘rollowing_

Blowleg oo

e " vent valve A
- ." *  water valve .

Check handholo eloauro 0 be sure there ars no leake.
Replace gaskot when required, .

; z - 315“ prcssgre cherging valve 2"

Heat uutool;vo io 170-180°0 e Ho highoé

N

-~

Hold 170-180° for 5} howrs after tho tomperature roachoa

260°¢C,

- Ropord hourly readingl}

Temperabure and préssuro

DS 00008193
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DISTILLATION OF METINOL | | A // :z//j'/
%

1. Cool Autoclave to 130°C.

2. S5et velver for distillation of methanol.

3. start water through the condenser.

L. Open the 2" high pressure valve slightly so that the
sutoclave is slowly vented through the oondenser, Be sure
the pressure on the receiver does not exceed 2-3 P.SI.

5. Cool the sutoclave with cooling water on Jacket to an
internal temperature of spproximately 90°¢,

6. Drain the jacket and heat th & antoclave until the
sutoclave terperature reads 110-115°C, :

7. Shut off the steam T

 8s Collect methinol in the receiver and measure the recover-
od methanol, Recod on hg' sheot.

9. Add weter to the vesidue in ths autoclove until the free
space atove the liquid is sppraxinately 20" when measur-
ed from the top lip of the hand hole,

10, 5tir one-half howr %o dissolve the sodium salt

1. Blow to ths sodium salt holding tank,

12, Deluts to 12-16" from top rim of holding tank

13, Add approximetely 204 filter aid

1. Agitate with air ”

1S. AMdjust to pH $=10 using 66° Be Hp50)

16, Stir 15 minutes then let batch settle for 1=2 hours

17. Precoat filter press with a slwrry of approximately lo¢
Zilter col in 30 gallons of weter, The press is drese-
ed with filter oloth and paper,

18, Filter batch three press, DBe sure the filtrate is olear
I cludy, retwrn the filtrste to the oldin; tank and
refilter. : :

19. Hold resicdus 4n ths holding tank unti) L batches have been
processed,

20+ Process the residue after L betchoss :
(A) Dilute the residue to 12-16" from top run of the
' DS 00008194
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..~ pISPILLATIGH OF METHANOL GuNTINUS |

N (B) Adjust pH to 9-10 - Stir with air - @/ V‘/{’/
(C) Lot settle for 1 hour ” 772
(D) Filter to holding tank

(E) Discord final residue to sewer.

(P) ACIDIFY the Washings

(3} Let settle in acidificatiam

{H) Draw off TCP to drum

{I) Discard aquescs layer.

(7) Weigh the TCP and record weight.

L]

DS 00008195
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AC IDIFICATICN
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AMMM«IM&“
batach.

stir a:e-hnlf w
Let utth rw 1 m

Draw off XCB Yayer. Rinwe ®B Foor. S1mee C
then hold for distillation.

Aommmmm-wzquupx‘

. uaing neso‘ agitating batoh

Stop stirres, et batch asttle for 3-1 hour
Draw off ICP S& & tarsd drum
Weizh TCP« Taks thief sampls
Sun agquescus layer Lo sewan. | :
Rinse kettls with water $o umouid.

© e

-
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