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RAPID DETERMINATION OF FLUDRIDE IN URANYL NITRATE SOLUTION OBTAINED
IN CONVERSION PROCESS OF URANIUM TETRAFLUORIDE

Reuben LEVIN, Reuven FELDMAN, and Eitan SAHAR

April 1976

ABSTRACT

In uranium production the conversion of impure uranium tetrafluoride

by sodium hydroxide was chosen as a current process. A rapid method

for determination of fluoride in uranyl-nitrate solution was developed.
The method includes precipitation of uranium as diuranate, separation .
by centrifugation, and subsequent determination of fluoride in supernate
by titration with thorium nitrate. Fluoride caﬁ be measured over the
Tange 0.15-2.5 gr/gr B, with accuracy of *5%, within 15 minutes.



-1 -

L
FUEN L0 0eRMh ehann 1abes Lbdntyb ,TM1ynD vnonba DYTIVIRA 5@ Nvh 9rhnns
TIN3 L% PIPaY NYa1d N Maven Lont3-53371N B abiana TUMIRYDD yiapdh
UF, nopmn Y510 ar Yo ,onp (UF4) MIRTID-PAIN BIIINNS Yoo Y ur-u'm::
NOINEN NOBMY BYTINRITS $23m0 P I0NA ATISA LITIEONTN YN e by

nYIpRD A Y NINION 121 Prhrd 2K apn in'r At 1 hana .nonpan axmiha
PY3IBA ATIRIRG AP .M AITINP DTV NOBAN abE3 ¥1anY 1D Ly by

.AbT YI¥I3n M1IAn BIYADD I P17TH RITRAD YA AYRA DDA by Ay



N30 B L2

137700 MILYEA 17 .DIBYI-273TIR RIDIBAZ BTTYIRIGD NPIARS MY MVYE NP
AypIN SY 07INI PIPYT SY poo1an nY3IPsBh Avren LTYINTYON HB Anten Amon
LNP¥BIN ADTBRA LAP?5I0 17ah TIRISS 973 N21ARA ATEYY ER DYoMK DD
LANTM9N AR TTIINTSAN nyrapd paivre nana masTin naerea L3,2,1 mmpny

“) (3)ﬂ710n101ﬂ11|.)090 ,12870°) Y NIBLIAD MvreR

(7)) (52

DA DPRAYD NIITNRA A9IPRAY
n%3>15n 20D DY LY WOR TIINTION DR T21RY985 nrorved ATITBPIN]
0120 pTipd . (indicator) 111NBd 031990 117TYHR hIII2 207023 DI NIN S

NaoIN hywa oyr1in-11imm ea%emipn bu ¥axdh yinpn yay 1vi1ve Maan 230N

QYTI 30T RTINSy Fe"sli'=e“2 5K3830150 71379 L hYTTIDBN NOYRRR ATYY

RNIDBIAN N1 IUBIDIOITVPOY DIVIT .AYIVNIIXILID AYIETF D0 OETH TININILD ROMR
PILIYI 02921P0N DIOISONIPN L IIKISE 2T 5Y D2231pa¥ RUO3%AMp MM By

I8 Chrom Azyrol S -D177tn ,1PT25N-D1731p72Y @ Semd bDi o tha

19=52 117N N797300 ANTOPHR NITYA TINIKYYS nyrap Eriochrome Cyanine R - piraiphey
0Yanad v Braa 1Ty ATMVPHRY L AMTLESRA B anon-n?and nYIv 295 Npd¥oD

PTINA D221378% 2% .0Yrar0PN AyRY nTIgT 019170 5w nzvp nind Siomn rniibe

TN DY DOISINIP DWIAINIIIA H3 110D LMITITOA by Apoen v 1

oy (buffer solutions ) NIDYIND NILIVNA VINOY ,0IPIN PIPT LNIYISHD mmu-f
L,D907108 DYIPRa L, NINIDG DY2apY nracyoBn ITIIDRLND . YADIY DIWORE  NTOVIILDD nnmnﬁ
q"an 10-~0.01 D¥71592 MIKI99 Dysaph 17 Avrea ennoad 521Pn 017378 [IADTIY 1D
SYTINIHD-YIWN B17ININ DT Ar0NaNp JrEand Dondha hyyinn hoPh LDITIIWN unl,:'

5123002 pMId TYMNINAION 21V 2720210 1IN r73~BY Q915900 pOPRIB Nt 1vban'

. 1 PRYIEnd mm_n

Ul”4 + ANaOH ——p UOQ,

2 2H20 + 4NaF



PITY2 ATM5AR nibrye 5y apsd pIna LNYRPIN A¥PINA R anen nonin Y2%ahh qupaa
vape 3z 9737IKA BN TPIINYSea nhiane mowaab a3 o ppsvIapY DNTAR huYe
n>IRI59ITTIR AYNIN 2Tr 5Y ARIAAN ATTYMP hyram p RS MR A0 (1% by abyn kb
T1¥7 05Y318 INNIES 1313) .¥oIn 29002 obvIn anby M¥on »13nY ppa RON
n3>005 NTY1PHA L,NIBOBN ATH3 D1IVIRA MIBDY  Tributyl phosphate -9 B172MRA
L{nora pad adar Lavad

nITYI YIpee 310 5y 1TINIBARD Q1IITIRA DR DI85 AD1INA PIPTA NUYE DIPBA
.1711x{5n 731518 7P BINKIT PN YT L 27700111 N

ZUO,[NDSJ7 + 6Na0H ——m Na2u207 - dNaNos * SHZO

IR, TYIIRIZAN YAPI 17I0R ATYAIHIOIY PITYA TI2IN LINKRTTIA YU Ypuba
A31YR WK $7710B VIV BV BY DXL reby orkanh pH =% anMan
LMNBD Nunun 01T 1ITARY 50 Yhenn e

0797010 N?H7¥90 ATIMURIND UINE APPIEN 1RV SU AD1nIA DININY DYIpBA
DYORINILYIAY AKIPAD URIXAVION IR DYT1VAY (120Y ANT,TISAB) Av»nn av>nn 17a0n%

LA7077300 1IRILS NDYRR bY MdDYn m1vInd DY 3270 TRIN3 DIDMALN 1 Yaphn WK

231y e L3

7 _mw 3.4

.5 25-10 59 nuanand Axrsrapay L5239 ahayn 11335 913, AT Wran yivab
, Model 96-09 ,7271N15%0 3155 nabium nrsoyad ATIWRYKA 130BhUN 15100
AI¥IAN DRYIY Model BO1l digital pH/mV meter ,lonanalyzer -1

.grion Research Inc., Cambsiage, Mass.,USA



-4 -

D203aR 3,

L 2N NagH , 720217128 ywa

.pH=3 ,hp7Inp hoMN

.orna proram (Cus,COONn.SHZU) YULRR 11p: o 2.72 wadpe

2y 1 %0 naa Y¥a 122 vapab prevayn cvpan a¥oin 5’ 55 nrar0in
L2170 1|0 Ty DN BRSO

oha 11.0 a0 nn ,0.02ZM nyasn nomn .Th(N03)4.4H20 MPIN DYININ
LTPIRYSD 59 RY77an aph patya DY Yrhamy 0 BT 1-3 hnpdh oYM
CTYVIRYYS Sw nYvnon horan

+ INSD DOIBD DA

.AyY wna 120%¢C MMipanba NaF  *Maniba yana o 1 brweam

PY2iaY braraypY 03 B0B L0193 TINY NaF 09 0.7736 0Yopiwy o pn
L9190 20 Ty 0 a3 nedd bR Bovben . 5" 100 Yhaae 5130

L9 1-3 MIR190 9'ap 3,500 ab*on no nhn

3 N9Mm pbInn nasn

7" 0.350 aboom nbranh .bM3 MeY v5 RYLN nbran k Brvmn vinen a2
v 1-a b

.2% 7o DB Aoan .7bfpp

.0.1% n>pyn doroh, (Sodium Alizarin Sulfonate) jan3h L3950 17ﬂt7;8
. 0.05% n>non A0En ,(Metnylene Blue) 21N3 Y>7nn

.C.1% n»%0> ho*nn ,(Phenolphthaleineh7u5nn$1:n

. (Total Jonic Strength Adjustment Buffer) TISAB nbrpn

1195 YR B 58 ,nonp yean nsman ' 57 ol 9 500 7iha nbvon
(1,2- Diamino Cyclohexane Tetra-acetic Acid) CDTA mix 1 131

s 1% 9y arhnm 6N HeO mtva pH-é,s =% BIRIAnY

3.2
3.2.2

3.2.3

3.2.4

3.2.5
3.2.6
3.2.7
3,2.8
3,29




17X
—

L5 10 nsa ndys A1 s»LaY Danany nplain avonha be b'm 1.00 nyvayn
0797795 .07327pB1 2N NaOH  %'p 5 pooia »7° 5 DI*37IRD DX b2Ypen
(Supernate)n91%¥7 a0naND GrYAayE LMIPT S-4 TR AYXIBMWIAY Y DY
. 17K5n9%128 noron n1orp 3 braDIM LY'm S0 N2dw 1 d Yo 2.0
T YA¥d Ty (0.0IN) PhIAD 1D0YR 1IN horah HTYS BYID
nInPAn AYBIN DY NYTTIA DYsu nooYR 1t by gryranp L ninoh b

n*620a AgvARY QYITAN LAY oatnn arEyy aevanaw Ty (0.0LN) A%vnm
f5°0 1 029013 .27783171TYA 1R hbonn bp phe nsov bB Asbya ot by
11 by oryrong 0215510 13125R pomn Mot 7-1 5ano yhnbp poron
ApIn YD 8 BYDOIN .PIPIT YaX hYaInd 1Y nYIan p npan ayown
nY77130 ADBN DY DYIVOL (2% 1Yoy nbh S'm 7-1 (pHe3) aernp
.9n%na oobanmp nvapb vy 0.02M *hpan DI Yp

N357¥00 NIII0PYR NP3 NITPH

INRIDS DYan3Y SR P a-70n AYIEE) ATOROR DATYD DITIN) BIGNTEIVISD
31220 n1dvana S8 pH -0, (Model 94-09 ,Orion Researcn Imc. fagimm)
173 BR DATIRD DYRARDED 1r1RIBan YTAsn L 7-5 S 122 miana niPab
nrenhen Y31YR PTTHD 21308 piyawn Viand r1o L bin 10'6 Ty 5n lt)"1

LAYTION AN AR 1 Ty DY 2R 1, TISAB  nDYNn hovnha

»iya 3.3

3.3.1

3.3.2



- 6=

: ovabp »38% nipbnnn nivamn

L9v0 g naon (N

S 10 mrvrayn 1958 noveyn Y''m 50 S bidb

Br%310 .0, 1M »=IR190 Y novon ' 10.0 -1 TISAB nbrnn

PABN DR DYRT1PY APT YN 02227y5 ,002800 1Y DA% ATIOPSN
10-2 S NaF 1137 p1Spa n10cphd MTrIn YY DYATIn . S5pnph

(>nn71275 130 13 5Y) 473 DAwLaYD Lo 10'6,10'5,10'4,10_3

10_4 Ty 10_1 ©?11397 DYAND . nhhua My® TP e TIon b

’

e ap bapnn

.PT220 Daa Trkba pyrap (a

TISAB no>ah %"n 10 029010 120NN Avgyn ¥"p 50 %9 5100
L7501 vypd pH nbya Keav L,NY¥A19YILIY NN ADIANNL Y''B 10-1
pr5en® € L0717 AI0P ATITA RN DRTA AIIINND ADABNAD Dra3DID DN
1300 0°¥2191 pH-meter -3 %aphnn nhmd DN BORTIP LY 10 TY BORD

. P5A1pBN ALE3 PIAIN DA TPIINIYBR TIDN DK

Mapomy 111

D237A10 13031 TYMKIYET BI17INIR 173 NI AABA ATIBAN hawad
TTIOITA NI LT, (KID,) Temy 1A%NR & 11A0 DAY

I PITISAD DINIR INIDD NMIKY 0TI7 NHEN L2701 T 1abeRs
123pAN N721BR DITYA ATIANG L7192 8D YaN 13YnY WA 2NI0703 IR
DY73TIRA PAPIBY 277021970 1IN UINTE L ASIIAAN N1NIAA DIRYIN

. 1137 173NN HPYIUALA NIRYIN DAY NA1D ATand Xrah

STMNIRTYD Y% DY NIYBED RYYIAD IRYBI KRS 70IVINYT 12 OpOTAa

.4



nbysh 5Y ATI8AA NYYI MSOnna pH YE n3vyY aysuh hndp v 1Nd

D331AY TTVINIBA MIN3 HUIA 021037 MTT03 L (1 MNPN) PIon) TNNYeR

Sayn pMIPA3 aTean Yan 1207 prvipnn 553 ab>a LI a-%r 37K MorbaY

Ay»3pY ayr1on 1700 11> MIADY3 . FC O atan 11.5 vhapna 1oRnnb138 5y yasn

120 YR 7199 DOYTRNA WKD LTUAB UL3 PY vhapRa 7 oaman 1207 paama L Tvnaien

,(Cacly ~3) y13p "an 10

-
~
T

,.

introduced)
@© [=]
T 1

o
T 7
-

IT—

F~quantity {mg, for 12.7mg F
I L

°||LIIJ;AII;IIIJ
2 4 6 8 10 12 X

1 5y TP NIPen nTish mYvryr @ 1 11y
130 pli RY2ya MDD MIPTE



RREBY YT AKIR FT aMapn 10,0 1bapna hoaa axmin Atan 30 1indiay

12.8 ¥ 9.6~p DINNIN*YYI pyman kY pyorpnm Yhapna -t YeR mRAINN DINRA
X ATAY L MIYDER 19K DIYISAY 1TN ,A°07221p0 NIBODAY T 1123 ( Yan
mRMe 1 %0 L I9RI0PR 1700 TTIY MRt 100 bra L, pAI13Iya awnnnd

, YR TR Do NYTIR TERD PR Mprohn 193ppn 9OR NIRYIN

;PPTA poYEY X

.Ry¥IDA DG .3

WUF, 5S¢ ADT33IR ONRY pIeRRI TrAaba npapa PR paen 1 adap

Foo71 1
{mg /1iter)
| ny3Imin e ; e
ROV ATIAYA 2 5ypira novea nyonna
‘ 3.8 3.3 74-02
: 28.9 26.4 81-04
| 9.4 9.0 81-02
| 10.5 11.0 B1-15-1
} 8.5 9.0 81-15-2
‘ 16.3 10.2 81-15-3
( 2.43 2.55 101
‘ 2.52
2.60
10.6 10,51 102
10.8 10,58
10,7



D13% .5
ANAD ARYIN AVYTMP DIPB DRIND Aa oONEAY TWONT NN NNTAN KR auYen
1778 ,DY7371RA yipre nyea pH -n bv Ayoen pnrcpy nYsh Lan pivr rbY
»I19P APORNY IR AN AYaa NY ¥Ypruh Nywa noBhn N1*¥DINE PRID Novand

.BYRAD 70702 ADTHAA 7703177 103 YU aTrTon NINA DoDIA TINR

A0 hyan
,ATIAPN PIXTIT YTITYY Sy ABTEna Darha Yy Mo 'R oanb pintab 12213
129yme 3 b ,0Tayn pivTad A7n 1711y S Nehad amiaraynn Sy mnba 'n ™My

LTTRIRA Y1233 A Y 7505 'R Taa51 ,n199bh pBa naty by

A

LNYP-0902 03IV COBIN-1 1IYRYY hEPIB 1T ATy



- 10 -

REFERENCES

AR B SRR L

1.

(1963 "Y1 ,opran pyena)  9-F-Val-l AR 52 RNTIDD oW

Dosage volumétrigque du fluor, in Méthodes d'Analyse CETAMA-1962,
No. 16, CEA, Presses Universitaires de France, Paris, 1962,

C.J. Rodden, Analysis of Essential Nuclear Reactor Materials,
USAEC, New-Brunswick lLaboratory, 1964, p. 811

Dosage spectrophotom€trigue du fluor, in Méthodes d'Analyse

CETAMA-1962, No.98, CEA, Presses Universitaires de France, Paris,1962.

E.¥. Baumann, "Trace fluoride determination with specific ion
electrade, Anal. Chim. Acta 42, 127 (19683.

Analytical Method for the direct determination of fluorine/uranium ratic

in uranium dioxide, uranoso-uranic oxide and uranyl nitrate liquor

using and ion-selective electrode, PG Report 928(S), UKAEA, April 197C

D. Ertel, G. Knittel, und I. Herling, "“Bestimmung von Fluorid
in Purex-Prozessldsungen', Z, anal. Chem. 268, 26 (1974).



