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This report dbriefl m&su Mgm?.ttent plant develop-
went studr and stanaardiaat on A standsyd stepwise '
mlarormkmgpmntor amaqnanty:ain uded,

An momnt sumuary of progress through the labopator mﬂ-
soni-mrkc dovelopment stages of the %Jnﬂs 18 to b found In. o4 :

Plant dovelopment studies wore acuvs intermittently
ghout the period 1942-45, Pigment of goal quality in slwwy
rm was produced regularly but severe qual ty datwtwatim was
almost invariably encountered during subsequent processing. mm
1944, howesver, & plant mrking 8t of satisfactory quality
(:l.ot 7303) was prepared lant pimonk manufactured at single«
mss batch size by the 3-216 process. ' Stmdardization emphasis
waa thon placed on the companion doudble-press batch size X-2188 pro
eoas for economy reasons. The concentration incresse had uu:u 1!‘
any adverse effest on sluprry quality, but doterimt!.on during
cessing remaeined a seriocus prodblem, Unfortunately, it was ssta-
blished that the 1lnert atnoaphero products were inherently from 2 to
8-1/3 percent costlier, ingredient-wise, than eomentiem{ products,
7his penalty differemnce wes determined io be real, by chemical
Soubl 50 tho serted var sechngque 1teelf, Tho Migher comie altrogen
o o the sealed vat te sell, e r complex
content of the sealed vat magg:g my woell be sn indication of
greater chemioal purity, 1.0, less sbsorbed impurities, since the
produsts are noticeably superior to oonventional produsts in wl&
purity as well as texturc.

Recognition of the cost penalty resulted in abandonment of
plans to releass the improved product ss a conventional pulveriged
pigment, but 1t was agreed to continue with utmdardisatlm of sealed
vat processes for the iron blus component of "super-soft”

Gmena (?rojaet A-IIC-195) and also to gtandardize the blue in dust~
form (Project 214), in which ®super-scft” texture is

gﬂlmg site to satisfactory roller mill grinding (freedom from
)

. Fone of the contemplated applications of the soalwmt
process !uws actuslly materialized to date,

The attached formula embodles all or the teaturu :.; md
to dates Directions for umanufacturing a corr g produst In
gramlar form are glven in the (B) B-~278<D prooou.

PATEN? STTUATIONS

A patent applisation, Morrison and mkim Case 107K, '
been filed covering the coubination of vigorous agitation ﬁ.gh oeu*
trolled oxldstion at the white precipitate atmo
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JOM:lg
Att,

DUP050068558




PRGN RY S Y

This process describes preparation of milori dlus by the sealed-
vat prosess, for use as the blus owpomnt of Nuench-mixed Chrome

Greens. Its use for this purpose was v nme.d. sinsce a dlus of
the desired propertiss for ths.s ¥a-t was devel with-
out use of sechd wvat technigue (c)s-z . or s-»soe»n( Jo '

The sesled-vat making ;:rmu has beon written on o step~wise
mtmtim basis., It embodies the significant control features of
previous experimentel formulas of this type (K-2162, K-2161, K-1661,
M), vizs M% with vigorous agitation in a earbm dfoxide
tuosphers to rremature oxidation of the slurry beyomd an o
tinm level (ecatrclhd by peroxide preoxidation of tzp@bximtoa:y
of the ocopperas), snd use of blchromate as sole oxidan Additional
plant study is monanz-{ to confirm ut!.afact reproducibility of
toxture as well as to attempt to achieve ec ten through ell tion
of the carbon dioxide and peroxide (thus substituti emtwucd aiy
oxidation for the latter) and substituting chlorate for a major portion
of the bichroumate, FProvision for the latter | has been arporated
in the formulas (steps 15, 16, 17 snd 54). A speol temratm son-
troller csm is employed to provids s contimual temperature inoresse snd
positive pressure in the wvat throughout the preoxidation steps.

Tinctorially, the prooess responds to normal ironm dDlue control
variebles, The quantity of N-340 may require adjustwent to produce
the desired masstons colop,

PRESSING AND WASHING

Haintenance of the soft texturse attained dy the sealed wat
strike demands thorough and uniform washing, which has never been con~
sistently attainsd in past plant um:faatuva* The ss burden of the
K=-2162 process has been reduced by approximately 6% in an effort to

washing; further reduction may be necessary, although 1t is
.hewd that this uay be avoided by effective use of electricsl resistance
int measurements of the wash water, The speoified end point
( ohms) is subject to revision based on experieonce.

Past experience with plant drying of sealed vat blue hus like=
wise been unsatisfactory, Enocouraging msnlta have however been
reoently obtained with other blues us the specified reduced time of
10 hours at 200°F without Iincrease in standard 19 howr overall
cycle. Pans must be uniformly loaded, aema pans which prevent uni~
form air circulation must de awmed ’and overdrying of sny portion of
the lump color must be sbsolubely avoided,
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Same as E-2162,
517 lbs, anhydrous per mol, of Y.P.S. (HB 1115 ~p 27).
317 x 5308 3 484 = 3477 Ibs. enhydrous "

= 3651 1bs. at 4,78 HgO.

SUBMITTED BY: J. O. MORRISON
JANUARY 12, 1951
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’ (B) B-2464-D
CODE: ey k#SEALED VAT APPROVED BY:
oA 39T SIZE: JOM: 12-3-48 .
N DIAZO VAT: _______ HA: 12-3-48
. , COUPLING VAT: _ WO: - |-2-6-'h8
" $TRIKE vaT: ____ 101 285,252 .
- NON-BLEEDING - JD- 12-7-118,
VAT NAME: MILORI BLUE INSTRUCTIONS u§£ LBS cooz “ ACCT, Lss._
380 . | 1. PuMe INTo SCALE TANK 38Q ’ ‘ ~ i '
1 CNxs X 594 ||
—— CNxs T ' 594
1 _)i., . V g g _ OR . - .
I - 1.9.31_3515’5 INTO SCALE 'TAuK'-‘j,BG R -
B. TURN 6N AGITATOR AND STEAM, - m et ]
,_Q,._ﬂ:ua_gm_mw’ LN S RS -
Lo AQ,“!_SI Ig 11 (3 §3§ Yoar %01& 106°F. - —
Misc. | 2. u"g!gu. AND _HOLD_AT VAT 383 For syEp "3 1670 | 3407|1670
? — )
383 20" (+ WATER INTO VAT ELITRE
3 b, Twm oN Aotrnon AND STEAM, _ i
[ 5. Duwp O WEIGHED IN STEP 2, LT Nl
|6, Acyust Te; 1&0" (490G.) AT 70-79°F. o
7.‘ STIR. go MINUTES OR LONGER-TO DISSOLVE, . . L
_ v&..,aeuexz sxem.yn«r SEAL TN TRIKE. VAT ARD. u.tm.
i 9. SET AGITATER AT 12 RPM, i -
110, GET INSIDE STRIKE VAT AND HOSE TOP, wu.L, Aennon ETC, s
11, THoROUGHLY CLEAN, ' k|
" |12, Run 20-25"(x 2625G. ) wuen INTO STRIKE VAT WITH. 51|
L I - AGETATION, " ' T
113, 8Low STEAM LINES, |
Ih RUN wAsu wnen 10 ssutn wl'ru AGITATION, -
389 | AT ey DUMP _INTO VAT j?9 T 2
5 | 16. AbJusT iTe 247 (50G,). - - . T
' 1T, HeaT Yo 120-140°F 10 DISSOLVE, ) e T
) S . . RN |
307 -J.S. Ruu TNTO SCALE TANK 38‘( FROM vuﬁ?ﬁ N e L o
6 |- M - Z1. O I 545
19, ,Anaust 'ro 24" (40G.). N It
20, STIR TO UNIFGRM SOLUTION, 1
33& 21, WEIGH AND POUR INTO VAT 300 R N I 1) 399 19T
7 7122, START AGITATOR, T — S SR
" [23. AbausT 7o 30" (86G.) BY ADDING un:n sLouw. N o
2, STIm 3=5 MINUTES 70 EMULSIFY. _ . D R
. [257 VETGH AND POUR IN IN-C-3 WINUTES . " 58 122 [|58
26, STIR 5 MINUTES, - RS e o b e ]t i
2. CHECK AND RECORD: SOLUTION - -, ‘.Mus'r BE_DARK.AND - F 17
- CLEAR, s G : . _
';;?,_'_Da'uu 28. CHOP 70 3" LUMPS OR suu._s.zn m aumn. AND sm.u AT — &
_STRIKE VAT For syep 40 . + 150 143t 11150
. Misc [29, Wemu "CAREFULLY TN PML au -OvE. scau: 5 509 [
o R commueo pu PAGE g s y

DUPO050068561



O PRI T ol i il i
VAT Pace: 2 Conk:,{B)8-269-D Lss 365| o INS-T’RucT'lous-' use tes. | Nl accr. Les.
- _SEALED VAY ' , o | CopEdl o

T . » 0. DiLLure To 3 Gi&l:U)NS MITH H&TER"ANB HOLD AT S.V LQB o -

tmﬁﬂ. .. STEP 5o, -~ . T

31 wneu STRtKE VAT RUNS EMPTY, HOSE_ TOP,HALL. AngATgn ETC"
10, FROM OUTSIDE OF VAT AND RUN TO SEVER,

“. 132, RuN 5-15" (+ 1050G.} WATER INTO STRIKE AT .

. 3. PUMP_INTO STRIKE VAT WiTHOUT AGITATION FROM VAT %BE Sat , 1
- T e _fE M % 24 1, 3k7s
A . pH Fe_ M % X 24
Y. NHEN STEP 7 STIRRING COMPLETED, RUN VAT 303 !NTe STRIKE -
VAT "THROUGH SCREEN. _ _

- 138. CALCULATE AND RUN INTS STRIKE VAT Enou SCA&E T*NK' SRR o

O e

“ _ (Uss 8s N-59h o X {%ALk, .

e L 6. INSTALL SEALED VAT TEMP ceNTRoLLen cau FoR srcp 52 el ‘ |
' __,__Lg,zg_glg_gopva oFF. . R, N e

" ' . - ULTH _AGIIATTEN TS 9"“ R o
' : 32. CHECK AND g;ﬁrgp gccunaqv OF ., CONTROLLER: NENND | RN N
v .o Low: THE;MQQQJQR s F CONTROLLER C SF v

oo 40: Aoo N=-50 R N STEP v . - -

{41, ST1R"3 Mmufg;;ﬁ
h2 STop AGITAT@Rt

) %%Ov L% . Auausr SCALE. ?Aﬂx,j&g ,.7?"(30526 ) AT _104- TO6°F .-MLEJQeA—fo-:m;‘-;g
rq,}ﬁ,-' ' e

SV, hh PLACE STEAM VEuT.g_KLn
127 [45. SEAL REAR TRAP OOGR.- e e
© % [46. ADJUST AGITATOR ?a:&éwBFM. Da NoT STIR. AR I
7?71“';LL WATER SEALS AND LEAVE WATER RUNNING. . |
{40, Dump_IN N~hEl PREPARED. IN"STEP 20, . R
189, SEAL FAoNT TRAP DOOR. L e o
150, WAIT 35 MINUTES, THEN START LGITATGR. ' NN
5T, STRIKE VAT 360 AT 104=106°F INTO STRIKE VAT AT J4-76°F, .| = | &= | _
ON_THE SURFALE IN 4O-U5 MiNUTES. - .| ;
52. TURN ON AIR TO TEMPERATURE CONTRGLLER AND R = .
IMMEDIATELY START AUTOMATIC HEATING cchf-' ' e R
“{A) " 90°F 10 I88°F IN 53 MINUTES. -~ R U |
_(B) TO0°F 1o 196°F. IN“TFMINUTES, B N
) "~ RECORD: TIMESTARTED S AT QE. : | T |
" [53. WHEN STRIKE VAT 1S EXACTLY AT !70°F, RUN IN FROM SCALE I R
s TANK IN 5<10 MINUTES  ©—.- _ Yo o e 3 1oE Y
. M T il - Z‘;‘ , e
4o EXACTLY 90 MINUTES AFTER START ar HEATING (STEP 52)' L ey
. RuN VAT 387 an 1N 2-b MiNugES . L g _ R, ki S
RECQ&Q&*ILHE_gTARTED . . A
OR, lf N={2 |s uSEpi o : S A
3 A, Run vat 389 in At ExAcTLY 90 MINUTES .
B. STIR IS5 MINUTES. _ ‘
" Ce RUN VAT 387 IN IN 2-h MINUTES.
55« STIR 15 MINUTES, _ , —
[56. STOP AGITATOR. — Recemo: TiMe
57. SHUT OFF WATER SUPPLY T0 SEALS, '

[58. SHUT oFF STEAM. , . « . , -
59. ReMeve §I§AM‘2§NI_§ELL. . — . —

it ' — {GONRRED: owacm;’“'iT DA N K 55500

1;
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VAT PaGE: Cooe: (B)B-269-D Lps: 3651 INsTRucTions | usees. | M Il accr. Les.
R I SEALED VAT 3. 35 | cope || A°CT
60, Aoausi_AsnrA?og‘Te,__ RPM,
TARY AGLY RECORD: TIME__ . '

o

3, TEST AND RECQRD CoPPERAS XS s MUST es Te

'6h CHECK AND RECORD ACCURACY OF CONTROLLER

HigH: THERMOMETER °F,CoNTROLLER °F.
65, FIFTEEN MINUTES AFTER STEP %6, mUN VAT 388 INTO
STRIKE VAT, - C
66, STIR | HOUR, _ . RECORD: TIME STARTED- .
67. SHUT OFF AGITATOR, _ -
3%. AR cooL FOR O HOURS OR_LESS To. !hO-!hS“F. .
: R RECORD: TIME STARTED_
' ' RECORD: TIME STOPPED
RECORD: ‘F.

69, 3 HOURS AFTER START ©F AlR CBOLING, TURN ON AGITATOR

FOR 3-8 MINUTES,

7.0. 6 HOURS AFTER START OF AlR CBOLlNG, TURN ON AGITATOR FOR

ey

-5 uluuwzs.

7!. BEFoRre RECORDING FINAL TEMPERATURE IN STEP h9,»

STIR 3~5 MINUTES,

72. CHECK AND RECORD:

’1", NORMAL 11" (8085G. )s.

73. IF NECESSARY, FLOOD To IBO-145°F. _
RECORD: °F.
RECORD: "
| 4. PRESS WITH AGITATION.
TIME START_ __TIME FIN_ _OPTR
(] " i o i 1) S o 1]
gy Ni
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