unfl 3

IDLADS LONT SATY 1918y

(Water Extraction Gelation)

1ntua€nnnﬁtn1ﬁﬁu;auaﬁuu!anqa;%gniw nISUIUATSANAZNBULAR (Gel
Precipitation Process) iduiduilvuavnizuiunisldaisa fAfnslay  ORNL
330 1g wwBnuse 13uueanloe lulasa oS (Tho,) Apv lasautavun 19 1aSuy vo,

uaz Puo, lulaseifius  nszuaun1s o latug s (Gen ioutuausssusnf (natural

uranium) uazyisifdsuf i@Sudussouzuas (enriched uranium)
& - - -
TUABUYDVIBEID LADS LaNT tNIATU L9 Laduliavil

n) n19m3vuloa
¥) A1 AALIRYDIMYA LTA
a)  nranalnuna

¥) N3 enfigamgiige

ninn1sw09isd  navave q laded A (FeunTyaunt 1 uunua lugnsazany
usanavaaily A9 2-ethyl-l-hexanol (2EH) nuavziiniduieadudedhgnAvesnluTas
2EH  Tuvazfiihgngeesnly  maunuiuuuvewnealoasz ifufusunssionaeuduceas 1 flus

uRzABY 7  ANRYgNuuvARduL TABAYUADY

3.1 nuadenlgalunssuqunisae trasiand insaiy

ORNL lauvviiumeuluntsiafuyloaidu 2 dnvuz Ao na1uafuuTvelunosuiis

n1s  uaznaieduulyai 1o lugasmnssudedunaunne q Hdnvazaniuiuiol



NITRAT METHOD

(uranous nitrate) TavunglsTas i ouussd9200iA3on

ﬂ"!\“l cnau Lﬂaﬂ"lﬂﬂ NH ,NO

4773

N
ﬂ.

way Ty e
f.
9.
q.

L3870
R 3.1(n)

i

NH ,OH uszfmhazanudu q

32

- . - I d
n13%A27 y13lia luiasn (uranyl nitrate) Wulu guada luiasn

AnAznauYByLals 19A5an19A (uranous hydroxide) mavETazany

innIniodfu (peptization) mavnsalunsn (#m3vlugrannssy)

. L - - - ey L
ﬂﬂimLﬂuTﬁnTau1ﬁn11u1auﬂnqmﬂqu1:n11o 60-65 1. UANIUARDA

usavn1itaSoyloalay R.G. Wymer uazAuzdely3® wWo<ium

vaSuyToalugasmnasy Tay P.A. Haas

FORMATE METHOD

}

reduction

2520ml solution

3M HNO

0.5M UOJ) 4,]1;
:mdysl

U(NO3)y solution

Pd catalyst

05MU
015MHCOOH

HCOOH  ————3

ont formic @

id_addition
solution made 0.3M in formic o

3.0

0.5

Uliv) hyd i
luhzur:t:l;n oxide

precipitation

jltrati

cmaK. ner fu
with 42whatman paper

—£= 9 liters HO

cake

uag, filter

Sialokyte

sol formation

heat at 60 65C

and stir

U02 sol {ﬂ)

I'L‘p,2.5|mo$lu

(for 4 h was alm
0.001mole
per mohl.l

HNOL0J4M /MU
HCOOH 0.1 M/MU

( NOal

(formate) uarluimin (nitrate) tﬂu55ﬂ151uﬁbuuﬁﬁﬁnﬁ1 U 3.1(y) usgnwnqy

reduction

-

300psi
0.5% Pron ALD, pellet

> exXCoss “2

0.5mMUIv)
vranous  |1.OM N
nitrale

solution

precipitation

agitation
adjust to pH=9

uranous hydroxide
precipitate

Tmole U/ liter

0.25M COOH’

N&w&rqou

washing| four cycle Nl-kOH, NH4COOH
agilfale for = N
filirate to 1 Url H‘NO‘-’
'illm‘wn
remove all supernale
do not dry cake
1 ;

Fgf T Ilan vrania sol
“‘cgllﬂ L] ol 7 .-'NO.JU‘ ' -%!I?
—"%060°C for ] hr. COOH/U = —g

uivjsg ==
(m)

Ui 3.1 unuiion131afouyLsilon lasanldaloaflolunavfidnas (n) (R.G. Wymex)

uazi taFuylugrsmnssy (v) (P.A.Haas 1967)
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d'mIun1stnfuyToalunefi@nqsidu 38nes cunfivy 19 iws = landana
(product) AATUIvTaYLsTuafTaniaud 4 gonan wazliddgmr  naacwBsuuasues
pH  lunwznhinsanasney  nisonuinaznauioni lagzaannan38lu L aan dvaznouitla
wfinniuz  azneuloasenldafilasin38nos lunez0d 1 fuonazer iudoududen (ol
Awsounaty q §2Tue  dunsnouitlaanidlutasnezidu@nh  naana 1o ciinloaf Lafies
p1nhla 2 38 Ao whaznouloasenlonf lalunhindouiqamgd s0-65%4. nvulduasen
naAvevunae iy (Ar) uiaan 1 F2Tue wazAewnIuARDA L&A snadnilede #iv
aznaul Fgamgineviduiamany 1 Fu sznaeidunee man (lique fraction) flu
Tavysrdaantsnaanwson ufl s.2 wenwn rusi 1 luygasunSaniulugasmnsy
iﬁinnqﬂuﬂuu1ﬁﬂnuﬂﬁﬁ§u11§ TnHihﬂ11uiﬁﬁ#ﬂﬂhauuﬁﬁ§91¥ﬂan§ (redox potential)
A7y platinum electrode wa silver-silver-reference electrode suni1s3n
A wauystwe winsun lunewfifinasdu nalalae nsuhienEITazatuy LIlE lu tasnun
ANA ZNDUAUNIABENTIAN (oxalic acid) laudu yisfluweentiian (uranium oxalate)
v luindue (centrifuge) funznou Wi laun BTy s Bou tla915 oo lus 10
wadigua| 10 % KdFe(CN)E]aﬂlu a1 luddvhaiacinduusneln YiAS v Sdnduauysa

. L4
UINNINTDLURE 99.9

TR (e 8 ey

sUf 3.2 uﬂneﬂaﬁu:ﬂ1ﬁluuﬁﬁEUW!inﬂuluquuﬂnn11u
(IAEA 1968)
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3.1.1 AuduTAnIvialyavEIIUsznayloasenly (hydroxo compound)

vouy s iivuAdaniaudsznane 4 waz e (IAEA 1974)

lunszusunisTgaiea AuaniAvavarsUsznauytstlsuiamuahdnuan
Tutunton wiAsun®indu  Wuntswdvuaniaufvesy s oy 6 Wanasinde 4 g3 ufloy
ffnaud 4 szfidszmanedBvauazen  wardderwdeuwaslafufvySuoweanaud e
filay Aefl o0-2 ¥ WuBiBuaoou 2-5 ¥ 1By ifouah s-10 % 8@ 10-90 % dah

90-100 % #H1fumTadiniov

- - . ol e -t
w1 feuiidanaud 4 drasuauuin wagrtsifoundaniaud s Suav
nuin  Felaznouliay aznoud (Huavevy s iflovaiaud 4 vz 18su L dudahiangaiy
- ‘ > - - L
2InA  SRTIuesn1Ieandiadusrgeiuninvaznoulmane q daluvuazezauysannfiels

naty q dam

3.2 n13LiA LA

n¥vonfilainfunTsaudaniaftscui Toavanh uduly Tas i foT1 satuss ooy

E .
TuRApbUY mmﬂ

n. nazwlvalnidunua (droplets) Fumpalvaffssuvruasvlusisazas
Sunfy ﬁﬁezunqnaan1u1zﬂiﬂeﬂﬂunnnavéﬁunﬂﬁu:uunTﬁaqznaﬂuLﬂu
198

Y. uunivasifvivansngrsazatudunts

a.  milnuisuasz tuafigamgiige

. - - & b . - L ‘e
n1sfnilnlgaifnufuneady  azdeefinsriuquiiafiant v Arnunatrveash

- . e » » . - - - >
twue  Hvindovaiuquniaiianunoyluiatefl 2.2.2 Al 2 wssmIuIERTGuLSVaY

n3izuunailie  yigdausada AldiaSnedutae fofvurnvaviaBausavivguf 3.3



AQUEOUS SOL FROM

TWO-FLUID NOZZLE SYRINGE PUMP

TO DISTILLATION
SYSTEM _

6-in. DIAM
12 in.

0-3 GPM
3-in. DIAM — 0-0.2 GPM

CENTRIFUGAL
PUMP
e CUNO
40 in. - FILTER
FROM
L2 DISTILLATION SYSTEM
27in. DIAM —1- 5 jn.—J1  ORGANIC SOLVENT ENTERS
3-in. OIAM __1_6 in. _ COLUMN TANGENTIALLY

2
COLLECT GEL 3
SPHERES ?

?‘»— AQUEOUS SOL

1 _-J-*ORGANIC

2in. 0.010-0.030 in. ID
U 0.005-0.010 in. WALL THICKNESS

— [—1/8-3/16 in. ID

10in.

58

Quft 3.3 uaaué‘nsi':uununa5mfua:t‘i-:ﬁnun\:qﬂqﬁnuaué‘a FofnmnTau

R.G. Wymer (R.G. Wymer 1965)

35



36

~ ﬂ L . L4 L] . . : ‘
szlumuafifuuin L quriduinaneylugaesgmane 100-600 lylasiuas aravi 3.1 u#nY

aududAvavlralunafiezuy lunh 0 Ain L eas Lilus

A58 3.1 AududAves IoaninanantstAintsas iy (R.G. Wymer, Allots 1968)

Deleterious Effects on GelSphere Formation

S0l Deficiency

Principal Secondary
A- Hing nitrate/metal mole Cracking clustering, Dimple distortion; prohibits use of
ratio sticking 2EH with other sols
B. Fipely divided suspension Clustering; raisin Sheddeing of fines into 2EH;
instead of true sol distortion; rough surface; Coagulation of suspension to give
low strength sphere in drop of 0
€C. Large fraction of Cracking Dimple distortion
amorphous(noncrystalline)
material
D. Thick; thixotropic (thick Sol difficult to feed and disperse
00, sols are thixotropic) clustering; sticking
E. Thick; high viscosity Difficult to feed and disperse
(thick 1302-003 sols are distorted particles
relatively nonthixotropic)
F. Low-metal concentration” Clustering; dimple distortion;

raisin distortion

G, Low U(IY)/U ratio in UO, Precipitation; clusterigg; Same.as for (B) above

sol raisin distortion
H. High HCOOH concentation Raisin distortion; Prohibits use of 2EH with other
in UO2 sol clustering sol

®Less than one-half the concentration required for gelation.



37

3.2.1 n11t§an1£ﬁ1nﬁa:ﬂﬁuua:tﬁasuﬂnxnun

ﬁdﬂﬁa:aﬁuﬂTﬁﬁhuﬂnﬂﬁnibliﬁﬁﬁﬁaanaﬁnunnTﬁaﬁn 2-ethyl-
1 - hexanol Hv 1fuarsazaruunefadiniunna cafuuy 1 ey
luTassifivs  a*wiuntsdeeiunnssruifuuasBniuvoenea la nlalaunanay
voosunn trunavlylusnaasanedunSola sunatoyas 0.1-0.5 Tavy3unsvoy
LERIUNALALN  tOBsuiA tAunidey 19uanE 3 §1As Ethomeen S/15 (wowusitn
Armour) Amine O (wawu3Sn Geigy) Span 80 (vovu3tm Atlas) Ethomeen
$/15 uaz Amine O l#nhoaiIuaifluslannuuia  su Span 80 munza sy
nrInidifusuna 100-300 luTasiuns ntun Ingn e zia L @uquuas lunay

p7199ziflovun9n Span 80 TATuseAvsEnI19Rans

lunmsfnwvey R.G. wymer lupnansyisidionlnlasa ot lnly

L2 - -
USuNuuav L TaTudA LAun Al

luwaanlesa 19 0.6 % Amine 0 iJuigesuiniauy o119 Ethomeen
$/15 aranh Innuaune tuunvaouy innsfAafiuuazfunguiu  §au Span 80 nwa

. . L4 - .
Ty 1duiine 1 Iz infinnasinidoqguuammealuy q uwasmualinay

Wodiunlya t¥asuda ALy #21Ae ly tilsened mFunan mas wunlea

nq11£;buaz 0.5 Tawu3uiAsuey Amine O ua:{auaz 0.5 89 Span 80 W&ufu
Solnwaudufiuamals (Span 80 Faifusz Muasnun iuseuuuuuna toed (cherry

pilling) #7u Amine O iaﬂnq:nﬁ1ﬁtﬁnnﬂﬁﬁhnéuuauﬂunTﬁa)
uAnAnETYD Y A.R. Irvine szlgivasuwiaiauniy 3 #-

3.2.2 AI9ALAYDVALIENDUVD YLD ANDTD S

nuﬁﬂ1:nnuueuunanauaﬁﬂﬂuﬁun1ﬂuﬁuuU1uaetﬁn{hﬂnLnuﬂ USuw
ﬁaoﬂﬁﬁqntﬁﬁlﬂ pH  fufsudeniin (AnnsBiaiu (sticking) nr992u#&2Au
(coalescence) na3umn3na (cracking) n13fiatdvgd (distortion) Avustavlugufl

3.4 uaz 3.5 uaradrwduiusimarflufuivquauiBueelra



PRAEMEL! o

() SPALLING OR
OF GEL SPHERES SURFACE CRACKING

WN 3.4 uenontIuAnuacy i idunlaoenlsn luTnss  adiee

(P.A, Hass, Paul,A 1969)

38

(») "RAISIN" DISTORTION (+) "DIMPLE" DISTORTION AND
DOUBLETS FROM COALESCENCE

wWh 3.5 usneniiavevniailugy (distortion) uevwlylaswidlud

(P.A. Haas, Paul.A 1969)
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Tuum:#nunuuauaauaﬁ1uﬂﬂsa:anuﬁun!dﬂ.U1:uﬂm 1 2Ty 2199z
fin13 LwWasuudavas1vrn q vavivosudaLAun  Pvaneszgnlinua (depleted) wSagn
nhinidousnan (degraded) TavynfinasiuBvuuvavuvufforsnalsles  (toterable)
Tuszziamszuaw 10 F2Tue wazvnoafennsssfiv 10082 Tue o dunisufidluszes
128U A3z LAY LT SudALaunay Uy 2EH dv 1 4oufliions iiudgnifidnmdusy insas
szapvtAulusmaufignass e i lanauiiawela  sqnansaefl 3.2 usAvfivaruity

TUBDY LTI UN A LAUN L3uAULAZYSINRL TS ulA LAuNd Auasly 2BH (Holdvuluszesziaan

R . .
AN fu
RS "l\!'ﬂ 5.3.2 UdAvAIY lﬁﬂ‘l;u léllﬂ'ﬂﬂdﬂ l‘ﬂEl'i'l.u'lﬂlﬂtﬂ;llﬂ:ﬂ'?ﬂ"’lﬂlﬂﬂ';uﬂﬂI.ﬂu’;d lﬁll I.ﬁa.lﬂ"
viwluszyziraane 9 Au (R.G. Wymer, A.L. Lotts 1968)
Intial Based on 2EH
Hethod of Concentrations Volume Basz:ﬂ plizirEGQi Deno¥::rate
Type of Sol Preparation (vol %) (vol %)
Ethomeen Ethomeen Ethomeen Period
Span 80 $/15 Span 80 5/15 Span 80 s/15 Step ",y
: thoz Aydrothermal 0.05 0.2 0.01 0.05 2 10 3 200
" denitration
UOz Precipitation at 0.8 Q53 0.1 0.02 20 5 2 50
PR 9
UOa Precipitation at 0.4 0.05 0.02 0.01 5 2 2 50
g pH 7.5
Thoa--l'.lo3 Solvent extraction;0.2 0.05 0.02 0.01 S 2 2 50
THh/U = 3
!h02-003 Solvent extraction;0.2 0.05 0.05 0.01 10 1 2 50
Th/U = 4.25
vo, Solvent extractiom;0.2 0.05 0.02 0.01 5 2 2 30
0. ZB_ D ‘eﬂd
uo2 Solvent extraction;0.4 0.05 0.03 0.01 3 2 1 1

14 U feed (CUSP)

%0ther condition: about 1.2 vol % Hzo in ZEH; temperature of 2EH im still, 155°C.
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lafinsAnmBunadnsfidnod (lvs 1 Jadnq3 1 suudavevrdsznay
- 1 J > - .
vavunanedaa (udavlumisieil 3.3)  wazlafnsnfiedgnafiAnduluntani s tady

a . - .
(usnvlumiaofl 3.4) ziiunidgnaaie 1 swrsounlyla  Tasnsudsatvay

a13efl 3.3 wam v wisuwlavavAysznaurosusanasas  (R.G. Wymer, A.L. Lotts 1968)

~’ Favorble Effects Unfavorable Effects
Change -
Principal Secondary Primcipal Secondary

Increase span Less sticking Less dizple Raisin distortion MNore cracking

' (cluatering) distortion
Increase Ethomeen® Less raisin Less stickinga Nore cracking Dimple distortionm

distortion

Incrpase HaO in 2EH None Less cracking None More clustering,

longer gelation

tiae
Add HNO3 to 2EH None Less dimple Hore clusteringb
distcrtionb
Less cracking
Increase sphere diameter Less sticking Less clustering More cracking Longer gelation
More distortion tige
Digestion of sol Less cracking More clustering
Higher NOE in sol More fluid More cracking More clustering

" "
%Ethomeen appears to compete with Span and decrease both the principal favorable and

" "
principal unfavorable effects of Span when both are present. It buffers the effects of Span

badditions of ENO3 have temporary effects; wehave no experience with continued pR control
of the 2EH
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arsundomainuluduisiadu (R.G. Wymer, A.L. Lotts 1968)

Column Operating

Surfacetant Concentration
Changes to Minimize Problem

Drop Diamater
Change to Minimize

Remarks

Problem Change Order of Effect® Eraglen
Coalescence of drops Increase S—BO.A-O,E/15l Not certain ot a comntrolling
(while fluidized) Problem
Sticking to column Increase 3a30,A-0,E/15l Increase Much more likely for
wall (usually near poor sols and
top) nopuniform drops -~
Clustering of Increase 5-30 Increase Much more likely for
partially dried poor sols
drops
Distortions of dimple Decrease amipne E/15,A-0 Decrease Not a Problem for pure
type. Extreme is Increase Span $-80 ThO, sol
snell (perhaps due
to premature surface
gelation)
Other distortions. Decrease Span S5-80 Decrease More like for good
Extreme is raisin Increase aminebE/15,A-0 sols
shape (perhaps due Decrease aminebA-O.E/15
to low interfacial
tension)
Cracking of spheres Decrease E/15,A-0,5-80 Decrease Sol is most important

(perhaps due to

excessive comcentra-

tion gradients in gel)

variable,but cracking
also depends or 820

in 2EH and drying-

firing conditioa

*Listed in order of effectiveness; 5-80 for Span 80, A-O for Amine-0, and £/15 for Ethoameen

5/15

Amines can comp

with anu decrease effect of Span 80; amines can also cause distortiom
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Lo 3uNA LAuN laun Span 80, Ethomeen S/15 Amine O wazu3uramhfglu 2EH

> L] L] L T - . . - - . -

01073 LWlsuwlava inanifuaa i Inanaalyd zAaviisanuazninnSulgeloa
- - - i 1] .

doflanigfo A Inanduuliqgamgivs zuna 40-50 4. iileannns tnaznguunwmun

Tda

nanteas ifuinneaz ldassundosdule 1y Octanol-2
methylepentanol isoamylalcohol uas Wiy 2EH wyannsazatvuoenhasiiu

vy p— L] -
(o 1AvaduAn nusanaseariindy

uhitfay lunaanaseaswseniuqulalay §asna Inad unsduy
- J ’- - -
uazgumailunisndu  uhiszunosevay 70-90 lulwaszqnasinoanlay 2EH 113

wh 2BH  ndvunlging (recycle) szntilalavnisnduriuuaulonsuiany ioug 153y

4 L - A\l - - i . -

T 190 3unna LAuns 2§ o gasud® Luazaeviinas tanas luna loaderaly elu 2EH
- ¥ - E - Ld L -
furweuiiuly  vavadeinalnisas ifesuanu nflu wazedvhuaniulys s ifunaln
- L . x 8 e -, L]
(in e atulaguazensinisfunquiiusowmealea  fumsuntaut 2EH  navun 191ny

usnvlugl 3.6

ALGON

TwOo-FLUID
NOZILE

COOLING WATLR

™=
PHASE =1
SEPARATOR 0 pily STEAM ’,‘g}
7 —
WASTE WATER ———]AIGM
| I CONDENSATE e l
wIiT oM _1
JOLVINT IXCHANGIE say
TANK L1310 HEAT TOLVINT
EXCHANGER b TAHK
&4t~
COOLING
wATIR
O<3—

HBouct
COLUCTION _g—@— "

X

1Uﬁ 3.6 Gel Microphere Forming Column W&z Solvent Recovery System
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-, ol - «
AuAuTAYeY L9ad v luanduy

W.D. Bond, A.B. Meservey, K.J. Notz laniini3finm
\AvaAvquauiAves 1ens tluslunadud  Tawld Span 80, Ethomeen S/15 duigasuna
Lauﬁ#qmﬂuﬁﬁbuua:ﬂnuﬁﬁvﬂﬁﬁguﬁnﬁuiu (interaction) wvav vo,, VDY LTDIUNA LAUN

L1R3uNA LAUNUARZA2 INHAUANAN YL Fonaaquauflshay 1 laded

n. pH a8y 2EH fiii ethomeen S/15 Jnanen13dunguuaznissrudafuvay
Toa wvu 1u 2EH § Span 80 s0uaz 1.5 Ethomeen S/15 4puaz 0.5 H,0 o
ax 1.2 pH flimunzawves 2BH  am3vnrasf aasudu a.s urvz 1 3udunquueve 1ilys
fl pH 4.0 uazazunfufl pit 6.5  Avinanfidusasannianaaas lesi2uean 2EH
ilny (fresh) nouflssfigndulunsn n1s%a pH woe 2BH prantlalaeldsianinsa
(electrode) julu 2EH Tawnse usvavfiorafianatals  1dovsndnuus ey
(low electrical conductivity) ifdudszuia o0.03 lulasSalouvne i vufiuas
#miy 0.001 Tuarsvavnialuasn uaziihiovaz 1.5 YSAT Aoty AasdaAn pH
vavuSuasufignazialay 2EE  Geiiaaarunt Iivagetszuna soo lulasfalounae

#

LTUR LuAS
. o1lu 2EH § Span 80 Jp¥az 0.1 BHAVLEEA sz lufin3 Lnaznquiuf

. » - . - . - .
PH uBENT 4.8 umzanfl Ethomeen 4D¥ar 0.05 DHYYLAYA ziin13unquiuua

szanavifle pH aafiv 2.1

L4 - >,
n.  19ad tfvsssgneand iafiuuazunnsiaidofiv 13 lusnqd i du taawunane

- . : . > - ’
2Ty dwh# pH 2.2-2.4 unvinunwren1Ieend infulanateiunmhi pH 3.s5-4.8

. - s -
9. pH vay 2EH fnaredudiz@ndnisnszenvunvarsduntouazun (organic

LA L
-to- aqueous distribution coefficients, O/A DC)Wa%i¥aIuHALAUY MY 2 &)

. - -
unziinane lutnsndoou foil
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- Ethomeen S/15 asnhyfasu iy HNO, (Tugnnazidunsn) szla
#1sUsznauiid O/A DC v lutmsmazgnazinsansnnmualgatnnlolu 288 4y

(Jutngint v Lfineend iadune Laad 1flus

- span 80 szlusziinluiasnoanainloa Span 80 vzl 0/A DC
o luanmiduarvindu  uans taSuuToaldan mitidunsn A1 0/A DC Senn iy

wmaln  Span 80 gnlonualy

3.  laAnsnfisiavune q 99U q wualdauaz 2EH  deidauilezdoviunissay
Frfunfon1sdunquivvawealoa  lusam@dunss Aouszuna 0.00s Tuandvovnsa
luninlu 2EH m27uswrsalunisazauthoseilay (£ilm solubility) s:zussilgn
(ioly Ethomeen w3ndunsIsnaTg Ethomeen uaz Span 80 (U LraTura LAUN
uazluantazf ifuav i dnuon AwEtuTalunsazanvvesiauezuinde i du vy I fin

Sungu 1 snnafnm o eilionu | ifier fl
nIdunguautewnea (18  uarn13fnm tSeviifivnuan Span 80 1y emulsifier

La1n51 Ethomeen S/15

9. lafinsfnyBenanulyidvuye oifufvvesaifies suidosunsnsauy
(pits) &' mSu vo, Toa wyan erfssvsuvaviouyy (wrinkle pits) ndvsannis
nlnuny - (I Span 80 4pwaz 0.05 lu 2EH ) e vo, sol gnoand laduinnan

souaz 12 U (VI) #n1sfinhInifin pits Ap v3vraweninlu 2BH  arquidunsn,

v » -« - - P P
n11utﬂuﬂuumetﬁa1uﬂn;nunuazuﬁun%uuoﬂunquauuﬁﬂaulﬁa

-« > - -
3.2.3 wuinvevlylavd ifledf lasn38I0 1R tantiniadu 19iadu vuia

vovlyTasd ifusintne38donsdu 2 vura #ofl

3,2,8.1 lulasaifudvuinling_(maximum product diameter)

n1sfisznt lyTasa i fus T dudngudnansunfigadu Se

shianan 1daulusvas lud
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1. An3fnsmuan nasuan nsbafugy zfunfiga
L - . L4 - L
awfanail lad Lduinquinatvaindu et 8fufunuautauss Trauazevntsznouses
- - . - L L] J
uBanNBEeA VUM LHUNIUENAf lApNIeiisunafeun 100 luTasiuasfiulysunssite

flovumaiinaunu e

2.  wuinavewea lrai3uusngneiie NIz uuNAYDYNLA
A lngnan Laurguinanamivuaiszuan idudo s Tausssuga A Fovurmiignaniad
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(R.G, Wymer 1965)
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3.7 udavipdovie Gel Microsphere Drying (ORNL TM-1110 (1965)
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nauﬁﬁnﬁnﬁ'qqtﬁu'lu-s:nv"mn‘nn'ﬁ'lﬁuﬁu (R.G. Wymer 1965)
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AR 3.5 usAvdrudaznavvay lylasaifusnavanny nuneidaniizane q A

(R.G. Wymer uazamz 1965)

Sol Drying ; Temp. Time, uav) C In Uried Gal, NC3/U COOH™
Code Code Drying Gos *C hr % of Torel U - W% Mels Rotio wt %
NU 11-3 A=11 Argon 1200 24
A-12 Argon 1200 24
A-13 Argon 1200 24
A-14 Argon 1200 24
A-15 Argon 1200 24
NU V-3 B-11 Argon 120-150 17
B-21 Ho + Steom 100-120 é &0 2.27 .033
B-31 CO + Steam 100-120 4 59 2.98 .052
B-41 Argon 120-150 17 81 4,94 .05
NU V c-1 co 150-170 é 60
c-12 CO + Steom 100-120 6 65
c-13 H4 + Steom 100-120 é &0
C-14 CO bubbled thry CHyOM 50 2
~ ' then Dy CO 200 4 89 4,16 034
c-16 Some os C~4 70 . z
c-162 CO 150-170 é 62 Fl
-
NU W D-1 CH3OH wash{ dry Hy 120 4 Y
D-2 - " oo 120 4 6.82 048 =
D-31 - u Qe 120 4 &0 4,29 .015
D-32-H, H, 170 4 67
D-32-CC H2 170 4 68 10.84 .034
D-31-Dr CO + NgH, + Steom 145 2
then CO 150-170 4 66 7.57 .034
NU vIlI E=) CH3OH wosh;® Ar-4% Hj 120 4 62 4.93 015
E-2 - " » " 120 4 39 4.93 044
E~1Mae CH3IOH wosh;® Argon 120 4 38 2.18 045
then Argon 200 4 k] 2.18 .045
E-IRA—400 CH30H woth;® Ar-4% Hy 120 4
E-IRA-1450 " u " 120 4
E-IRA-150 CH3OH wosh;® Ar 150 17
E-1Dr~150 " " 150 7
NU Xv-3 IM Ar 150 24 61 4.36 .035 2.1
3 Sm Ar 150 24 70 4.78 .0z 1.5
NU XXI11-3 3-60 Ar 150 &0 77 5.33 .024 0.33
3c Ar 150 24 78 5.24 .032 0.35
3 5m Ar 150 24 76 6.32 .048 0.30
NU XXV-1 I vp Vocuum 25 24
g then Vezuum 100 75 58 4.72 022 139
3 Sm 71 5.52 .017 0.39
35m 5D 66 5.10 .017 1.72

“Extracted with boiling CHJDH for 4 hr In Sohxlet extroction,* "‘.Iil'!.l'l\'.lﬁﬂ"ﬂ.l;ul;\] ua'-;l;-lﬂﬂ')‘:\”ﬂ'uﬁ‘uu ﬁ'q‘lﬂﬁ ?. 9
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fudvil 250° 450 850 ®. dofl 850 7. 913 8BulslAsn Thermal decomposition
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il 2 n1sfnn deentainiigadssavARBRE VN3 IR TYSINaA TRt Furelumaes
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#8790 13 i luTasaifes Tunazane q uanslunisnefl s.6
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A13100 3.6 uanen11:ua:uaunen11Lnﬁ(calcimations)ﬂno131n1anﬂu1

(R.G Wymer 1965)

Coal=Deown Condlitiom

Caleination Conditiom A = Ar to Room Temp Canh
Orlglral Calelne Heat=Up Conditiom Temp, Time, ) = To BOO®C In My, then oth, § Deralty Corbon, o Arve, Volume %,
Sol Code  Heat=Up Rater JOO*C/he axcopt whers noted *c Atm he to Rooen Temp (n Ar (Ave. of 10) Toluera e ppm mify Poraalty
NU 112 A=11 Argon 1o 1150°C 1150 Ared% Hy 4 A 875 .7 7.64
A=12 % R!-h 1o 1150 1150 -] 4 A 52
A=13 4% Ha-Ar to 1150* 1150 . 4 A 154
A=14 Ar & to 1150 115 Ar=4% "2 + Hz0 4 A s
A-15 1 In Ar to 750°C; 300°C/br In 1% Ar=4% H 4 A 587
Arte 1150
NUIV-Y  B-11 100°C/he In olr to 500; 300°C/hr In
Alr 1150 1150 Ar—4% l'l'2 { ] 129 9.68 0 2
-2 Hy to 1200 1200 Hy 4 [} 1334 + 125 10.4 1137 300 1.7
- . 100 Hj 4 ’ 1267 + 290 10.6 10,62 1% 13
b-d) Hz to 1200 1200 H, 4 1 1352 + 230 10.2 10.54 200 4.95
NUYVY C-1 te 1200 1200 H, 4 ] 587 « 148 9.7 .72 100 9.9
c-12 Hy to 1200 1200 Hy 4 ] 208 + 134 10.3 1.0 760 L% ]
c-12 Hg o 1200 1200 Ha 4 [ 379 « 125 10.2 a0 7.0
c-4@-1) to 1200 1200 Hy 4 ] 748 » 155 7.84 10.57 1.0
c-1b Hp te 1200 1200 Ha 4 ] 407 = 129 9.7 10.11 1.7
C-1b-2 €O te 400; Hy 1o 1200 1200 Hy 4 ) 846+ 130 9.89 10.5
NUWI o1 Hg to 1200 1200 Hy ‘ ] 200 + 125 11,800
D-2 te 1200 1200 Hay 4 1] &97 » 157 10.3 2,720
D-3-1 H3 to 1200 1200 Ha 4 1} 704 « 127 10.2 3,70
D-3-1- Hy te 1200 1200 Hy 4 | BS5 » 180 10.5 1,80
D-3-2-C CO 1o 400; Hq to 1200* 1200 Ha 4 ] 847 4 84 10.3 0.7 3,140
0<3-1-Dr
2150 Hlb 1200 1200 Hl 4 ]
NU VI £-1 100°C./he In Hq to 500; J00°C/hr 1o 1200 1200 Hz 4 ] 209+ 121 0.9 5,100 <)
E-2 200°C,/hr In CO te 200°C, hold 1 hry 1200 ] 477 » 153 9.8 4,500
200°C/hr he 500 In CO wel Hy 2
300°C/h 1o 1209 In dry Hy 1
E-Ma Wet argon 1o 150, hold 1 hy 1200 Hy ' o84 + 225 108 ¢85 710
dry Arto 450; dry Hy 1o 1200
E-MA—00  Wel argon to 450, hold 1 hey Hz 10 1200 1200 z- Hy 2 ] 854 4 219 "7 5,800
H 2
E-IRA=H2-450 Hj to 1450 1450 ol H’, ! ] 824 # 214 9.78 4,400
[-IWA-150 Hy to 1200 1200 Hy 4 ] 1382 # 271 10,47 0.8 2,7%
E-De=130 H‘\ o 1200 1200 Hy 4 ] 1170 « 733 10,584 10.37 2,100
NUXY-) IM 300°C/ # to 300°C In Hys 440°C/ e
te 1200 In H2 1200 H: - ] 448 9.0 .40 Nl
3 5m 300°C/he to 500°C In Hyy 440°C/he
te 1200 In Hy 1200 Hy 3 ] 10.34 2,800 2.3
HNU XX11-3 J-60 Te 1200 1a H 1200 Hy 4 ] 1132 .M 4,600 0n
ic 300°C/h o 300°C In Mgy 400°C/he
to 1200 In Hy 1200 H, 4 ] 234 10.4 9,200 15.1
35 300°C/hw to S00°C In Hys 400°C/
1o 1200 In H: 1200 HI 4 [ ] 10,1 9,500 $.72
,NU XXV  vp 300°C,/he 1o 500°C In Hyj 1.8 br to
1200 In Hy 1200 H, 4 ] 0.012
1 5m 300°C/he 1o 500°C In Hys 1.&heto
1200 In Hy 1700 H, 4 ) 9.44
I=5D J00*C/ v 1o 300°C In Hy 1.6 he to
1200 In Hy 1200 Hy 4 ] .54 0.01

*100°C /e

* Jukapuneit1d Liuaa Ih e ndnRudaanu Aol 3.10 AmaYAY

es
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