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Determination of Lead Oxide in Lead Fluoride

0.V. Gayduk*

se of acetylacetone to selective separation the lead(ll) oxide from lead(ll) fluoride was investigated.
se mixture of acetone, acetylacetone and Triton X-100 for dissolving PbO. Were chosen the
jon of the reactants and selective dissolution conditions allowing quantitatively retrieve lead(ll)
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CenekTMBHOE pacTBOPEHME OKUCIIEHHBLIX (OOP
CBUWHLa Hanboree 4YacTo Mcnonb3yeTcs npu hasoBom
aHanuse pya LUBETHbIX METANNoB M MNpPOOYKTOB
LLBETHOW 1 YyepHon metannyprun. dununnosa H.A. un
Kopoctenesa B.A. pa3spaboTtanu cnocob nssnevyeHus
oKcuaa CBMHUA M3 pyd C NPUMMEHEHWEM [MMKOKona
(aMMHOYKCYCHOW KMCNOTbI) B KAYECTBE CENEKTUBHOIO
pacTtBopuTens. [lonHoe pacTBOpeHWe [ocTuraetcs
npv nepemeLunBaHnm ¢ 3%-HbIM pacTBOPOM IMIMKOKONa
B TeyeHuMe 2 4y [1]. Xopowwum pacTBoputenem
mMaccukota  (pombudeckon  moamdukaumm  PbO
XénToro ugeta) siensietcst 15%-Hblli pacTBop auerata
aMMOHMS npu Temnepartype kuneHus [2]. ABTOpbI
[3] ana pactBopeHunsa okcuga cBuHUA Npu asoBoOM
XUMWYECKOM aHarnm3e npoayKToB LIBETHOW U YEPHON
MEeTannyprum UCxogHywo npoby obpabaTtbiBatoT
CMEeCbl0 aMWHOYKCYCHOW KWUCINOTbl W [JIOKO3bl B
cooTHoweHun 1:20. B pabotax [4, 5] B kadecTBe
pacTBOpUTENS UCMONb3YOT CMECb, cogepxatyyto 0.3—
0.4%-HbI pacTBOP YKCYCHOM KNCNOTbI U 18—27%-HbIN
pacTBOp [MHOKO3bl MPU KUNSAYEHUM B TeYeHMEe 15 MUH.

PactBopumocte B Boge npu 20 °C dTopuaa
cBuHUa (0.66 r/n) 3Ha4UTENBHO  MNpEeBbILLAET
pactBopumMocTb okeuaa (0.017 r/n gnsa a-PbO 1 0.023
r/n ans B-PbO) [6]. MNoaTomMy BogHblIE pacTBOpbI He
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OHa O cennekmueHo20 omaerneHus okcuda ceuHua (Il) om
pacmeopeHusi PbO cmeck ayemoHa, ayemunayemoHa u
Yuu peaz2eHmos U ycro8us usbupameribHO20 PacmeopeHUs,
rpu MUHUMarbHOU pacmeopumocmu ¢omopuda ceuHya.

NSl CENeKTMBHOIO OTAENEeHus okcuaa
ero dptopmaa. Kpome T0Oro, pactBopuMocTb
OreHVAoB CBMHUA ObICTPO yBENMYMBAETCS C
[7], nosTomy HarpeBaHue
HHO HeJoMycTMMO.

|—nogobpaTtbn3dbumpaTenbHbli
MO3BOJIAIOLLMN KOnM4eCTBEHHO
oT cpTopuga cauHua (Il) n

01-171-83 un B-Pb
npu Temnepatype 150 °C
BELLECTBa Onpesensnm

eTa, BblcyUJeHHbIVI
OCHOBHOIO

BHocunn HaBeckn PbO w/vin
BblOpaHHbIA  pacTBOPUTENb
C TMOMOLIbK MarHUTHOM
onpeaeneHHoro  BPEMEHN.

epemMeLlumBanum
B Te4yeHune

MeLuarnku
Cmecb uneTpoBanu
Yyepe3 00e330MeHHbIN PUNBTP “CUHASA NeHTa”, ocaaok
Ha dunbTpe NpombiBanu 3 pasa nopumamu no 3—4
MIT aUETOHOM, pa30aBreHHbIM BO4OW B COOTHOLLEHUN
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CenekTtnBHoe onpefeneHune okcvaa cauHua (I) B cmecu co dptopugom ceuHua (11)

1:1. dunbTpaT M nNpoMbIBHbIE BOAbl pa3baBnsnv
BOOOW M  TUTpPOBanu  pPacTBOPEHHbIA  CBUHEL,
0.0025 M pactBopom JOTA npu pH = 5-55
(aueTaTHbIN OydepHbIN pacTBOpP) C KCWUIEHONOBbIM
OpaHXeBbIM Bkau nHaMkaTopa.

Pesynbrart, efloBaHUIN U Ux obcyxaeHne

onbitbl, B 2 M pacTtBopax
aMMOHMs TopMa CBUHUA
© XOpOoLWo, Kak 1 okcua. B
3%-Hom
naxe ny

B aLeToHe
CHWXXEHWs pa
NH,CI n auetoHa
5% PbF,.
Mbl NpeanoXxurv Ucnonb3oBaTb AN U3BNEYEHUs
PbO auetunauetoH (AA) — 2,4-neHTaHAMNOH, JErko
obpasyllmuin  co  MHOTUMMU \
YCTOMYMBBIE BHYTPUKOMMIIEKCHbIE
KoTopbix oBa atoma Kucrnopos
CBfA3aHbl C  MeTansom.
pacTtBopuM B Boge (16 B

pUMEHWUnM ero ans
ecn 2 M pacTtBopa

OpraHu4ecknx  pacTBoputensx. IJTo
WCMNOMb3YyT ANS M3BMEYEHNUS MOHOB
BOAHbIX pacTteopos [9, 10].

Oxkeunp ceuHua (II) nnoxo pacTBopsieTcs B Ung

aueTunaueToHe, 0CafoK MOKpPbIBAeTCs  MNIe
npenaTcTBylOWEN  AanbHEWLWEMY  pPacTBOpPE
ALEeTnnaLleToH, npencTaBnstoLmi

MacrsiHUCTY0 XuakocTb nnotHocTeio 0,98
O4YeHb MeffIeHHO UNLTPYETCA 4Yepe3 OyMakHbIN

Tabnuua 1. BrnvsHne KoHUEHTpaUuWiA pacTBOpUTENEN 1 Bpe

GunbTp. JobaBneHne aueToHa HECKOMNbKO yry4llaeT
pacTBOPMMOCTb aueTunaLeToHaTa CBMHUA, YCKOpSieT
PUNBETPOBAHNE M 3aMETHO MOHMXKAET PacTBOPUMOCTb
OCHOBbI. B cmecu paBHbIXx 06bemoB AA 1 aLeToHa 3a
20 muH pactBopsietca 5—-8 mr PbO. PactBopuMMOCTb
PbF, B aTvx ycrnosuax coctasnsaert 1.5-2 mr.

[na yckopeHus pactBopeHust okcuaa ceuHua (I1)
ncnonb3oBanu pacteop [1AB. M3BecTHO, 4TO npu
pobGaeneHun [1AB yMeHbLUaeTcss MOBEPXHOCTHOE
HaTshKeHne B pacTBope, yrny4llaeTcd CMadMBaeMocCTb
TBepablx nosepxHocten [11,12]. [Mpn wm3yyeHun
BNUAHUA npupogbl M KoHueHTpauum T[1AB Ha
pacTBOpMMOCTb okcuaga ceBuHUa (ll) Haunyuvwwne
pesynbraThbl nonyYeHbl npu NCMNOMb30BaHWN
HenoHoreHHoro NAB TpuTtoHa X-100. MNpu gobaBneHun
kKaTnoHHoro  [1AB  xnopuga LeTUINUPUANHNA
pacTteBopuMocTb PbO yBenuunBaeTcst He3Ha4YMTENBHO,
0CafoK MNpuCTaeT K CTEeHKaM CTakaHa. AHWOHHOEe
NMAB popeuuncynbdar HaTpus, MNO-BUOVMOMY,
B3aUMOZENCTBYeT C aueTuraueToHaToM CBMHLUA WU
3amegnsieT B3ammogencTeme cBuHua ¢ OATA npwu
nocnegyoLwem TUTPUMETPUHECKOM ONpeaeneHnn ero
B hunbrpaTe.

Cmecb aueToHa, aueTunaueToHa W TpUTOHa
X-100 B  KOHUeHTpauun, Onmskon k  KKM
(2:10* monb/n), npeacrtaenser cobol OAHOPOAHbLIN
npo3payHbiin pacTtBop. Cmecb GbICTPO UNbLTPyeTCs.
OMMOHEHTBI CMECW He MelawT nocrnegylLemy
KOMMIEKCOHOMETPUYECKOMY TUTPOBAHMIO,
BOPEHHbIAN CBUHEL, B3ammopenctsyeT ¢ OATA

W KONMMYECTBEHHO, Mepexod  OKpacKu
OFI0BOr0 OPaHXXEeBOro OT CUPEHEBOW K XKENTON

e 1 npvBedeHbl pesynbraTbl U3yYeHWs
KOMMOHEHTOB CMEeCM U1 BPEMEHMU
BaHusA Ha pacteopumocTb 50—-100 mr PbF,,.

aHus 'a pacteopumocTb 50—-100

mr PbF,.
O6beM aueTuna- O6bem KoHueHTpauus [OeHo B PactBopunocb
LeToHa, M auetoHa, mn  TpuToHa X-100, pacTBOpeHu neTparte Pb, PbF,, mr
% MU
0.5 27
5 3 0.01 3 33
2.0 .36
0. .
1.0 4 0.01 3 ol 26
5 0. 27
0.002 0. 27
0.010 0 .30
0.015 0. .39
1.0 3 0.02 3 0.46 1
0.11 0.97
0.50 1.52
0.80 1.60
2 0.27 0.32
3 0.26 0.31
1.0 3 0.01 5 0.32 0.38
7 0.39 0.46
10 0.50 0.59
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BblisicHeHO, 4TO  pacTBOpUMOCTb  (pTOpMaa
CBUHLA B MNPEONOXEHHOW CMeCWU MpaKTUYeCcKn He
3aBMCUT OT €ro0 HaBeCKW, OHa 3aMEeTHO MOBLILLAETCS
npu yBenuYeHUn KoHueHTpauum TputoHa X-100 B
CMEeCH, KOHLEHTP. aueTmraueToHa BIUSET He
Tak CUMbHO, €M KOHLIeHTpaLuMn aueToHa
pacTBopu F, HECKOMbKO CHMXaeTcs.

NPOBEAEHHbIX  UCCNeaoBaHuN
44 ONMTMMasbHbIA COCTaB CMecU
PbF,: 3 mn auetona, 1 mn
.1%-oro pactBopa TpuTOHa
3-5 MuH pacTtBopsieTcH
okcuga ceuHua  (I1).
e PbO MyMHuUManbHa
1 n“ccnegoBaHus,
npobe okcuaa
pacTBOpMMOCTb doTOpMAaA,
O 4YeM CBWUOETENBCTBYIOT pesynbratbl MPOBEPKM
MeTOoAMKM No metony Aobasok (Tabn. 2)

Tabnuua 2. Pesynbratbl MPOBEPKM
metony aobasok, HaBecka PbF, 0.08
P =0.95)
Ho6aBka PbO, mr
2.0
3.0 .
5.0 490+0.18

BnusiHne nocTopoHHUX MOHOB. 10 pe3ynbrat
CreKTpanbHOro aHanusa B obpasue dropuga cB
HaraeHo 10°% Cru Si n go 102% Ag, Al, Biu
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lMockonbKy  HEW3BEeCTHO, B  BMAE  KaKoro
COeOVHEeHNs MPUCYTCTBYIOT B oOOpasue aremMeHThl
NpYMeCH, Mbl MPOBEPUNN UX BINSHNE HA TUTPOBaHUE
cBuHUa SOTA, NpeanonoXxmB, YTO 3T NOHbI NEPEeLLN
B pacTBOp NpW W3BMEYEHMM OKCMAa CBMHLA U3
PbF,. OkcnepumeHTanbHO onpedeneHo, 4Tto Ag,
Al, Bi u Fe npu cogepxaHun no mMeHblIeENn Mepe A0
500 MKr He MeLuarT TUTpoBaHMKO cBUHUA SO TA npu
pH = 5.5-6. lNpucyTcTBNE 3TUX MOHOB B KONUYECTBAX,
npeBbIWALWNX B OECATKM pa3 cogepXaHue KX B
HaBecke aHanuaupyemoro obpasua, He BRMSIET HU
Ha nepexod OKPacKW KCUIIEHONIOBOIO OPaHXeBOro,
HMW Ha pesynbrar TuTpoBaHus cBuHUa. Ag(l) He
B3ammogenictyeT ¢ O TA B crnabo Kucrnon cpeae ms-
3a Marnon yCTom4MBOCTU ero kommnrekcoHaTa (pK=7.3).
Bi(lll) nogBepraetcs rmaponu3y ¢ obGpa3oBaHUEM
TpyaHopacTBopumMblx okcuconen. Al(ll) wn  Fe(lll)
0o0pasyloT C aueTMnaueToHOM KOMMJeKkchl, Oornee
NpoYHblE 4YeM  KOMMEeKCOoHaTbl.  ALeTMnaueToH
mackupyetr Takke Be(lll) n Pd(lll) u 4actnyHo
mackupyert Cr(lll), Cu(ll), Ti(IV) n Hg(ll) [13].

Takum obpasom, npennoxeHa cMecb
pacTBopuTenen, MO3BONALWAS  KONMYECTBEHHO
otaenuTb okeng ceuHua (11) ot propuaa cemHua (1) npu
MVHMMarbHOWM pacTBOPMMOCTM OCHOBLI. PaspaboTtaHa
KOMMIEKCOHOMETpUYEeCcKasi MeToguka onpegeneHus
0.3-3% PbO B cmecu ¢ PbF, oTtHOcKTENbHOE
TaHOapTHOE OTKINOHeHue He npesblwaeTt 0.1.
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