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N - o CPCF-NEWPORT
- EXPERIMENTAL OPERATING PROCEDURE. NO. néﬁ”

;vTitlgz - BT-H76-D' N~8730-4, Mohastral® Blue @

~Objective{ Demonstration of plant-scale manufacture by preparation
. . of 2,000# of BT-376~D. e .Vyg/

.Backgrounde,' Sales has requested a Blue G pigment which.can be

S -~ dispersed by a Cowles milling, followed by one pass
‘on a three-roll mill., Ciba-Geigy's Irgalite Blue :
"LGLD has been promoted for oil~based inks on this -
basls. '

BT-476~D prepared in the laboratory and in' the Newafk
semiworks has been superior versus LGLD in dispersi-
bility, transparency, gloss and viscosity in heat-set
inks. A previous attempt to manufacture BT-476-D under
XOP-424 in December of 1972 failed to produce acceptable
material. Contamination with Arquad 16-50 resulted in a
product of extremely poor diSpersibllity. In-process
sampling indicated two major sources of contamination:
(1) insufficient cleanout of the dispersion mill and (2)
use of tote bins which contained substantial amounts of
standard BGD mill powder. Several modifications of.the
procedure have been made to reduce the threat of contamina-
" tion by Arquad 16-50 during the execution of this XOP.

Number orlTests: Ten (10) Dispersion'Millings
' ' Two (2) Extractions

Starting Date:  April--May 1973



L XOPNo. N28 . a2~ mpri1 27, 1973

l

Procedure: This operation including cleanout. should have special

S supervisory coverage on a 24-hour basis. ' No equipment

.1s to be used without approval from supervision. -BT- ~476-D.

.should follow ‘a BT-436-F campalgn which utilized vinyli
p%?rolidgnebut no Arguad 16-50. ‘The details for equipment
c eanout and for the process are attached )

'Testihg; ‘Research will evaluate by Cowles milling in Thermex® AGE
o ~.heat-wet vehicle. . o

'Newport Disposib¢on'“ To be shipped to Newark ror drying and pulverization,

'Samgles: .1 gallon or each milfé%g at completion (10)°
"l gallen of &~hour milling from #6 milling (l)

1 gallon vat contents. on route to filter (2)
" (each’ extration) _

_ 1 gallon tote bin presscake (each extraction) (2)
Tey ] . . 4 ‘,: . . \ s

. Safety Aspects: No new hazards invol?ed.

,‘Respensibilities: Seheduling & Datch Cards: Pioduction Control

Samples: B »:.N-Operations
Testing: eResearch

Closing Report: - Research, E. W. Gillow

APPROVALS: . SR
. ) . .

» (u ‘LMW sfos

O Area\jjupervisor.

(%%4//

5 heduling & Contq?l

Y
e R

. EWG/mia
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.. XOP No. 428 . . A?PENDI_X_,_“A"_ Apr_il 27, 1973

. CLT'ANOUT PROCEDURE FOR DISPERSION MILLING o
N“8730~A, BT-476"D , ‘
(Use only mills cleaneﬁ as followsf

‘1, Flush with water until flushes are clear, probably: 8-10 hours.-
2., Dry mill with low water alum 2 or 3 flushes at 400 1lbs. each
W.untll dry.. About 1-2 hours reqﬁ%red for. this step.,. :
2 AN vt ANt o A Lrit Adtio. -
/l (= na ,/Vdaﬂlg/ A( //
- This cleanout method was suggested by W. G, Hoffman, CPC
" Area Il Superv-isor. ~ He should be consulted if clarification is ne‘e.ded,

: i
The mill ‘or mllls used should be selected from thOSe Just
completlng an Arquad 16-50 free‘EampaLgn of BT-436-~P. -,

5

5
o,

EWGillow/mja
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'XOP Ne. 428 . . . APPENDIX "B"  April 27, 1973

ELEANOUT PROCEDURE FOR MILL DISCHARGE,
‘ EXTRACTION, FILTRATION, PACKOUT.
y N-8730—A Bw-u75~n »

| TOTE BINS FOR MILL POWDER®: -
'?l,.fSeleet'lb tore bins for mill powdef Qischarge.

: R 2, Chop out any encrusted mill powder, particularly in

*Hcorners. d%
3 Flush profusely with water until foam is no longer
detectable.

QPUMPING STATION,_VAT 47C

10 Fill HTC vat and empty several times.
2; Pass vat contents through lines to rotary filter.

3. Send water flush from clean tote bin through lines to 47ce.

.ROTARY FILTER

" 1.. Drain bowls

2. Flush cloths and bowl with water until free of pigment
from previous batches. A thorough job will take one shift.

TOTE BINS FOR PRESSCAKE*»” . g - Ty
1. Select four (4) tote bins. ' '

2. Turn on side and flush with high pressure hose until no
‘ presscake clings to sarfaces.

b If new tote bins are used, they must be cleaned and inspected
in-the same manner, ,

EWGillow/mja

DUPO050109371




. Nﬂ8130—ﬂ

. e 37*__”76, » . ‘ . .- .‘
_ £ M1l Chg
. - : QUANTITY
DAATE TIH_ZE OPR. N INS'IRUrTTQ}? i sTD, 1{1300&
Qo 1~ L. Check TALTL i 3?
E a; brake sev Bl?nU'Y. -
A Qu'Op rod in place.
¢) Mill empty.
. Internal mill temne”atu“e Drevious batch
_659C or below. .
- I not,. cool mill untﬂl‘temperature is LOOC T~
_____Or below., . ' 4
2, Add aluminum sul“ate. , 11004 .
3, Add CF-LC blue c“ud G No. : 220 —
e , 1o X No. - —
T, agd . ‘ o '
_ (a) Perclene 30# -
() EfvaciTE 2’0‘{0' ' g ‘
. _Install grinding head - mak° sure coolln" water
___is on full to mill aackeu. ,
6. Bemove shon ronL_unTChk brake. dnd ste"t mi 114nf. i
i 7. ..Record HAO oublet temo, after milling for 2 hrs.!
i _If temp, is apove 20YC notiry Supv. } o
18, 'A,,ovﬂ qu outlet tem. *n,ediat r befer umpihg,
: Lf_temn 15 above 20°C notify Sam*, o
B PO 1ling finlened (actual milling), _ 5 hrs.
8 ;,u.,AQAELuLim; Sat hreke, jnserk ﬁﬁOQIfOﬁ. R2iove ‘
__erindine head, and install duﬁpink head.
v 10, Start dust collector, ' , \
j .1, Remove ston rod Aniock braike ana auawt.dumping'; ;
- . chargs bv'rouatln? mill for 17 min. Lf discharzms
___weisht is under 1%3C# min, inform supv. ' .
- 12, _Clean scale face and wlztform,
'-13, Hrun eharze to clean, drr _ Tote Bin .
Take 1 at. saemple during drum cut, ' /3in
- . 34, Shut off dust collector, , '
15. Position mill. set brake, insert stop rod and
- - remove duwbln; hiead, ' ' o ﬂ
e ~Becord: Sampled by
v Total Net Velight. 13577 _
Steneil: Code, ILot, %ot arnd Tare Veilznts
T on each container - 55 Soiids
’ v et S01ids
: - TTTIEKETOUT PECEOUT CARD T .
-lS,_Racorﬁ:;iter;al mill temseraturé, 15590 -t ¢
‘ (Pecord this Temp, on next Charce - Ttem 3{p) , o
Sale aliily) i ; i !

DUPO050109372
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X 47c-- ROTARY FILTERS ~ " Aci No.

» ..'».-.. ‘.. i. ., '.7.'.4 . . ' -”\ e ,‘ . h . - . ', .: ’ !l 2 OUt\’tTﬁ“"r'tL
e e nsTRues ""\ " P W stn. lRECG
» ?w - rﬁkﬁn:~ Aty ;:--u/.uﬁ:_g SV S LI @ St s @ W @ -‘—-dn-w--__..q._‘g S STV Y
beiecr lots tor extraction and _ I ,
store 1n area east of unlnadlnw _station. Hold & . -

for_ stop ‘3‘-. Rocord toMl we;;dht. : if - .

] ! Lot No. _ Lbg. . Gallons ImO N "3
I_Lot No. . Lbs. ~allonn BIE I ‘{

. wed Lot No. ___ Lbs. ____ Gallons._ Hn() f oo

_Lot_No, 1bsS. ___ Galions -0
,__LO_t“NQ,‘, i %_'3, — Gallons 1{—50

Tas @ e

Rccord Total Pounds i

=
g
[+2]
L 3

et

. N
—*Use wac‘.r to mill owdar chaz ,lfo_r correct |l .. ;
_gallons Hz0. . G | /.
2. Check '47C Tani enp‘.v e - " MT
3. Close 47C_ tank dlacharpe valve - Vnrv important :
“that valve is closed‘ 't‘Cld s.g,‘.utlon wu] iy . .
cm:roda" marnat and pu-n& 1nternu.L Qarts. [ e ‘
N R
4. Add 2,.;0' gal ons water t:o 57C ta-w - i Gale, g
——— N RO VS
5. * Record time fsta\r.t,ed water addition, I |
6, Start agitator, Fume scrubber must be opera=_ # - %
. ting before ‘agit_e_..tor' will start. ' N

N . . . : . t
R . v i - ” " e = — - - ans o : . 1?__ N - . N i
£ ICREEN U AN i .-.., .9’5".1!-}55... - TAN nigii— . e — It s o i
. ’ . ) . : ‘
S " o - . - . i .,.‘ “. .. 1 .
=3 e . 8. Heac A/c Cank o 9u--°6 G - set_control poinc S
R S 1 85°C. . — e e N 9486
e © e Slurry and pump 5 charges mlll._p(‘:’dder vis toce - :
LSy » - - ot sy - o - - ;
. [T bin unlcading staticn. = 8795 1hs, r,&_;_}:_‘_;c-;:ggr,?
8 B T+ 110D 1bs. 100% CPC). Check L7C 1 ccrk temper-}
' ature before cach tote bln unload ! |
' - L o M M
T Evtracticn “tank temperature must oe 83°C or i I
He ___above “?1’):‘.’& sroceedi a-.._m}:f £7C kank is below t
. . §3°C, conftzck supervisor. 4§ -85°Cc B
L] . - o o ” = 4 > o Y S
e i
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3
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3
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‘. B, 'P-.ec_n_:rj tiwe completad rore bin unloa

> e’ o=t I
. . ! - ! f
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ST - oumunr
TN } . —— o o
. NSTRUCT1ONS . _.-m;,.-.-m._ _;S{Q!a ;Pff'
T Rncord fwnql e aruve afe er N-797 ﬂddition,f 'i
82°0_minimum.. : : ] i .
— S , | R
AAhitate‘z hours at 88°C. %et ccntrol<p01nt at | O
88°C. _.Stazt LA.m.  pem, | i
e e —ind. RETURUO - 18 PO - 1Y 9 .
Recvrd £7C temperature ac end DL 2 hour ; oo }
agitation vericd, ’ . 1 -
_Racm.d time st end AF 2 hour hcld. I B
" The x.ctar_y vacuunm fiitaring, onmatlf:'i must_be :
_started and the.oroner oper atzhe conditicns '
——Sel before procazeding to ne ext skep ool
Sammos . - o - . . . . .
' l«—JC t-EmrJe:.‘ct:L“L m'sc be malntained at $6-90°¢C 1 '

. X . e g s cantnt -«.”.,.......... - o v 1t = e aslt

- e uur:.r‘ ‘p p.m CVL.LE?. - zet control point at 88":.3, .
77 .. Start oumoing o %L__rtt'::_m';;{__)_;_gg}:;;n €iler boul. i h

' Recorﬂ time At start of pupping f
_!g. Finlen oUmning, . Slurry puzp. discharce pressurel T

; : ; 2. CLSC 2. i . "

e sho 1d r«wd _g;g;_c‘ ' i O T

R . 4 :
ZE .n....ﬁnxcl...._.l i*..t'.‘.‘" : o
30 . Flush £7C tank ith 73 mais. coid water with il .Gals. '
_....,....a,.,:,ra.m\n n.and pump.cpacening. : : ’ IR
[t -..s...i‘szpear shenl o, —l s i
» _-—'—-—u‘ - L 1‘ . ;

. e v o i - }
EZ:.._ eck £77 expcy. §o g

. e ' L i : ,

;! 3' '{eco*' ;u‘::&‘ %7 C Ch”C{ zd emptv. | !
22, el ] ;
Pstace: e ‘ % . "l ' ’ !
—_ — ] |
- I - i . I
™ 7 o

: e - oac - e n m . . ‘v . t
ror- . e cu -t o ———— g o FLaRR L IR SR R R e M L R
Sagaae ) RSOV SRS 3 . . } _ “
- — S ot I L T T T ‘ . e s~ {.' -
. . . b
-~ " -~ o . - * - L X ;
- an B 0 Gttt Wt Sor evee ] ] ¢ Ters e ] »-
et USRI | IO |
JEUN | IRV | BY
.. LI N . : K ‘ N "‘. RN o g * : sermet s o ., .
e 4, 0 _ ’ - "'. . '_3 . "




‘ FILTRATION- wsmxc PACKT i e
) oM -8 730~A B 476 -1 o )
- oo & : K _OUANTITY
DATE|TIME |CPR. | IRSTRUGTIONS TN
e e e e B b "'*‘-**“:'z'-:::.z-_*.:.“_'.’- 1 e e d IS TR R I p T S e ey gm0 S e n i
1. Start rotery vecuum filter and auxiliary %
i equipment, _ — e B
i -
2. The foliogwing oanrafing condition ——ry t be set |
.. B before slurry from &7C is to be_pumped to - I
_% - Xotary vacuum filter bovl. - 1
E - 2. Drum sgoed seté&t T RPM. - ok
i ' Numbers on dial selector. - it
f'f __b, Vacuum to drum __ inches Hg. |
fi____e, Waterfiow cover drum ___ i 1
wl wash llnc gpm Valve setting %
. L {2 fﬁéﬂ 11ne gpm Valve 2 _setting 1
V_ f. — '¢3 wash _line. gom _ Vaive settlnp i
] 1 * Wash water tonseratube 90-95°¢ N
i d. ;Lprate receiver, vacuum

- " ¥
TS TS B 4 e, filtrate receiver vacuum i RN
el T inches g, I T
£.  Alr to drum =~ adjust as needea. , N —
) ‘ i '
3,'-Start fi'lingvﬁlirotarv vacuun filter boul, '
‘Record time bowls star i g
' ("Q. thc«\. '.,‘i.j- rG'_", i *
{_ _ secondary fi S
_Xf cclox;;s , -
R o e dnvestigatre q g
RN I . corraction.
e Chech #1 rotary. vacuum. filter primary and ol |
P secondaxy f£iltrate pumps efifluvent hourly for | =
L i eoler, R . !
HIS o1 : . _ - : ;
b - . i e s ; . o i, {
D B F6. Fill repulper with water manu uallv i
N ok LLLl ‘ , i
ER X . i t 3
] i 7. __Set wateﬂ low_te. 'enulspf on auhgﬂatlc control, i
< il _Record fLme "2 boul starts :Ll.\‘:exnrvT ' i :

18, Start fﬂ_*o* rv_yacuum filter and auxilizrv
5 o

. i
T equipment whexn level“i“ boul_covers rake aszitator. 1
IR ¢ o . i H :
. bury * 4 Qelge ) N ~ 1
P . i O, lne *o*low ng operating congition must be set ! _
; IO ST Sv Ay Dot R q......._..,,‘.,..,.&.-w..n-;‘....,,w_:_r._..._., , {
P i on n? SCCORGATY T tary vacuun filter., ! !
) . : ' ' o T T :
9 e e vt ',- !,
. Il ]
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FILTRATION-WASHING-PACKTUG
L N-8730-A BT-476-D " _A

L et Nl

DATE

TIME |t

s

L S IKST“" LTIORS

: . QUART
b _STD, i

BEME TN A RN S RT L i  RE RN o VS AN e, G EUE
b. R

Vacuum to_drum 1nch§§”630;

- water to #tl wash line - 2DT

Hap temperature -

Turn on ¥43 “Flow, to #2 wash 11ne gpra,

. '8;
L PEO temperature

FreRTY]

anter flow to.: 3 wash llne gpm

H-0Q temperature

_Primary filtrate recelver vacuum

inches Ho0.

Secondary fxltﬁﬁte recelver vacuum

T TR

inches HpO

,ALLvto_drpm_évadiUSt as neQded.

4

?0,' Check #2 xotary vacuum filter primary and

LI i

“secopdary filtrate receiver pumps erfluent £or

A
T
1}
!

color, 1f color is present, stop filtration

_and investigate cause and make necessary

-

_corrections,

__Check #2 rotary vacuum filter primarv and

seconda:y flltrate -e _pumps. effluen; honrly for

f

color. Record on. cbeck sheet.

oy gbedior e g e -.... 8 e .

1 .. Packout_g;esccgk° in Drums_ or Tote Blns.
T

ake a 2 oz,

e o ,’-\—.W'u

presscake samole every 15 minutes |

from conveyer berore duiping to_shipplog ccn-
tainers, Make composite sample of all 2 oz,

e T ]

I e :
i

gamples taken during packing out lot.

“Record Lot Ro. Sampled by Opr.
No, Containers Net Weights '

e e 10 oy

Identlﬁy each contalner wﬁth ¢0110d19g

*nFcrmatlon°

P O TR e IR
. ot s oo 2 i 4 s o &

N-Code
_ Lot No,
s ' Cross W,
o ' ' Tare Wt
Net Wts,
|
.5 Make out pgckout Lurd aud Tda2liver to Arcn . :
:" ““GTTlce. ' : - :

NS en e v o e e Seire a4 s e
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