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CENERAL INSTLUCTIGED

1. 2,i,5~Trichlorshencl 4s prepared from 1,2,L4,5-Tri
ehlorbenzene is an sutcclave using FaOf in a methancl)
mediun.

2. ‘The antoclave pressure will rise to 350=LS0 P.S.X.
duringy the heating pericd. It iz important that the
sutoclave hand hole be tightly clom and that the
valves ée not leak.

3. No maintensnce work ts to he done on the autoclave
when under pressure. 1f maintenance work ia required,
coel the autoclave to 60°C or lower and then vent the
aystem. Check uith the supervisor before starting any
me .ntsnance wvork on the gutoclave.

Le The autoclave i3 aGuipped with a safoty rupture disc
whiu? will rupture at 673 PsT at 20L%C. (9lS PEI at
T2%F

CHARCTNT THE AUTTLAVE
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&+ The batck charge conalists of the following:

(1) 7007 Hooker Tetrachlorbenzema., Setiing point
1379C.

{2) 350 lbs. flake NaOH.
(3) 160-120 gallons methanol. (Recovered and/or new)

B, Mathed ¢f Charging

(1) Cool auteclave to below &%, vent, snd open
bandnole.

{(2) gonnect link from hopper lins to handhols and
charge MNaCli throuzh the hopper.

(3) Charge tetrachlorobenzsne through the hojper.

(L)} Check voluse of recovered methancl in the receiver.
Use a total of 150«1F0 gallons of metuanol par

< v e s

methanol or a aixtare of deth,
DS 00008186

<
=

gharge. This methanolcan be either recovered or new /
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(5) Open autoclave vent, close low-pressure autoclave i

£

A

~

valvs %0 methancl condenser and blow recovered
wethancl from recelver until a total charge of
160~180 glllons is in sutoclava. Use 6‘9 PeSels - - i
alr pressure on receiver to blow the methanol to

sutoclave.

BOTE: While charging uzhnndl, fresh or recovered, keep watar
on autoclave Jacket to bold down temperature rise.

CPERATION OF AUTOCLAVE

(1) Closs valves ca the autoclave,

(2)

(2)

()

()

(6)

(n

(6)

Tighten the hand hole nlosure.
Addd greace to tha sutoclave packin: gland.

() Acd greaze to upper fitting until the old
grease is forced up the shaft.

(b) Add grease to the lower fitiing until grease
is forced out of the fitting at the base of the
gland, Replace plug in the fitiing.

{c) Ad¢ grease to the middle fitting to the full
pressure silch ean be exsrted on the grease gun.

Drain the Jacket through ths bLypass on the trap.
Tum on stean.

Closs bypass on the trap and heat autcclave at
full stean pressure until tempermiure rises to

Shut off the steam at 150 and let temperature of
autoclave rise to 170-150°C. The pressure will
rise to ¥0«l00 P.5.1.

Naintain tespersture of sutoclave st 170=180°C and §.os
the preasurs will rise to 350=00 P,5.1. for I} hours, ©.

LR

Record hourly readings on leg shest.
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Transfer the washings to the scdium salt holding tank.

£
Cool sutoclave to 100-130%C « pressure 25435 P.2.7T, 1
&

R e e T T

Check atill = atill to ba e=pty.

£et sutoclave hirh pressure vlave.to discharge the batch (slowlyl)
to the still, The still §» vented thru the condenser and
recaiver,

Blow the ‘chnrge to the still. Do mot exceed 10 & p.s.i.
on the gull or the recelvwer.

Feat the still using 100=125 p.s,i. oteaz.

Distill off the methanol. This wiil recuirs spproximately
k hours. The recidue temperature will rise t0 120°C. Leaws

~ steam on.

Meature the recovered alcolwl and record.

Pilute the recidue: with 200 gillons of water, Agitate
with air for 10-2C -inutes.

Transfer the aquecuz scluilian te the sodium salt
helding tank.

Add 200-250 gallons of water to the still,
Agitate with air 20 minmutsz « stesn on.

Filtration « Sedium Salt, TC?

DS 00008188
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JYILTRATION = SCTIUM 3ALT, TCP

Dilute batich to 18" outare, Agitate with air
while diluting. Close valve %o float valve Lefore
proceeding.

Adjust ch of batch to 85-9- (Rydrion Paper)

* Settle for one hour. Take off from top tap.

vt valves above filter press to return first

portion of filtrate to precoating drum,.

Filter into precoating drum uatil 4% 1s full
with liguid drawn from uppsr balf of settling tank.

Add one scoop of filter«aid to precoating drum and
recirculate until filtrate is clear.

Adjust valves over filter press %o send filtrate
to ncidificatlion ¢ ank.

Vhen batch has deen acidified and acidification
tauk i3 ¢ pty, repsat above procedure (stspe L o 8)
for bottom half of settling tank.

DS 00008189
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!’ EESIIUE - SCDIUM SALT WOLDTSG SANK

L. Extract residue in sodium salt holdin; tank after
eazh L batches.

2. Add warm watsr %o salt tank to the level of the lsi taj.

3. _{id;;ut. ph ‘1—0 10-12 on Hydrion pajper.

be S50 ;tnifme with air for ¢ hour.
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S Shut oﬂ‘/’ air. Let batch settle for 1 hour.

g T ¥i3ter the a veous portion as directed above under

B " wpsltration - Sodiws Salt, TCP. |

g .

5 Po  Discucd the residue in the holding tank. Slush to sewer.

i ACIDIPICATION OF TCT
=

bR

1. Reat the filtersd Sodium salt in acidification tank
to M0 S0-50°C,

2. Add 66° Pe R2:0L to a ph 3ei. (31ue or Con.o Red paper).

3. &top stirver. Let batch settle for §=3/L hour.
)
i/ DProp TCP to de the measuring drum,

S, Neasure ICP using 20.5 # 1CP per inch. Record yleld.
(Test=See below)

6, BHa Transfer ICP to the storage tank. Blow line clear
with stean,

7« Repsat with second half of the batch.

?\a" ~l’¥

D gEse P ¥
Add 15 cc of TCP 4n 50 cc 385 NaOH diluted to 200 cc with water, If
clear or alightly cloudy, the TCP is acceptable for use in 2,4,5-T.
If & heavy precipitate sppears = transfer the TCP to drums and rework
as dire#%d by ths supsrvisor.
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