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HangeHbl onTMmarnbHble YCIOBUS pacTBOPEHUS MOHOKPUCTANSIOB repMaHaTa BUCMYTa, a Takke okcuaa
M noguga Tannus, UCMonb3yLWUXCa ANs BblpallMBaHWs MOHOKpucTanmnoB. [MpeanoxeHo repmaHat BUMCMyTa
pacTBopsATb B 6opaTHOM Bydhepe, a okcua BUCMyTa B CMECU a30THOW U NIMMOHHOM KUCMOT, B 060MX Criyyasix Bbl-
pepxugast 2 > pH > 1. Mogua Tannus pacteopsioT B pas6asneHHoit HNOs, o6pasytolumiics og, yaansioT OTroH-
kon. PaspaboTtaHbl hoToTypOuanMeTpryeckne METOANKM onpeaeneHns Xnopna-moHoB Ao 5.10* mac. % B MoHo-
KpucTanne repMmaHarta BUCMyTa, a Takke OO0 110 mac. % v go 510 mac. % B nopoLLKax okcuaa BMCMyTa U
noavaa Tannus, CoOOTBETCTBEHHO. MeTOAMKM XapakTepusyTcs yaoBNeTBOPUTENbHBIMW METPONOrMYECcKUMn na-

pameTpamu.

Knro4eeble cnoega: onpefeneHne xnopuaos, CbOTOTyp6VI}:|,VIM6TpVI$|, repMmaHaTt BUCMyTa, OKChUa BUCMY-

Ta, nogung Tannus.

OkcnepuaHgoBa Jlioamuna MeTpoBHa - KaHA. XMM. HayK, CTapLUMi Hay4YHbIA COTPYAHUK, CTapLUMi
Hay4HbIN COTPYAHUK oTAaena aHanutuyeckon xummm HTK «MHCTUTYT MOHOKpucTannoB» HauuoHanbHom

AH YkpauHbl.

O6nacTb Hay4HbIX MHTEPECOB: cneKTPodoTOMepusi, peHTreHodyopecLeHTHasi CrneKTpomeT-
pus, aKkBameTpusi, TeCT-aHanNu3, 3feMeHTHbIM OPraHNYeCcKUn aHanus, KPUCTanNM3aunoHHOe KOHLEeHTpU-

poBaHue, NnpobonoAroToBKa.
ABTOp cBbiwWwe 150 nyonukauun.

CtenaHeHko HaTtanbs AnekcaHgpoBHa - Begywmin uHxeHep HTK «MHCTUTYT MOHOKpucTanmnoB»

HauuoHanbHon AH YKpauHblI.

O6nacTb Hay4YHbIX UHTEepeCcoB: 3NeMEeHTHbIA OpraHM4Yeckun aHanus, cnekTrpodoTomMeTpus, Kpu-

cTannu3aumoHHoe KOHUeHTpunpoBaHue.

DyHKUMoHanbHbiMK  (PM) HasbIBalOT MaTtepuarnsl,
SBMNSAIOLMNECS OCHOBOW 3MIEKTPOHHOW, NAa3epHON, CLUMHTUINSA-
LUMOHHOWN, WH(OPMALMOHHOW, MEOUUMHCKON W OpYyrnx Ho-
BEWLLMX OTpacnen coBpemeHHon TexHukun [1]. Mpwn onpege-
NEHHOM YpPOBHE COAEpKaHWUsi OCHOBHbIX KOMMOHEHTOB, ferun-
pytomx 4o6aBoK U MUKPOMPUMECEN B BELLLECTBE MOTYT MNpo-
ABNATbLCA HOBble cBolctBa ®M. B vyacTtHocTW, ogHOW U3
BPEOHbIX MVKPOMPUMECEN NPWU BbIpaLLMBAHUMA HEKOTOPbIX
MOHOKPUCTanmoB SABMSOTCA XNopuAbl, KOTOpble MOryT Mpo-
BOLMPOBaTb BblaerneHne HoBoW dasbl U TemM camblM Hapy-
WwaTb CTPYKTYpY Kpuctanna [2, c. 355]. Noatomy Heobxoanm
KOHTponb copepxaHus B M mukponpvmMecu XnopuaoB Ha
pasHbIX 3Tanax TEXHONIOrMYecKoro npoLecca.

[ns npsiMoro onpegeneHuss ManbiX COOEPXaHWN
XINOPUA-UOHOB B pa3HbiX 0ObeKTax NPUMEHSIIOT MOHHYI0 XPO-
mMaTorpadumio [3-5], anekTpoxmummyeckne meToabl, B TOM YMC-
ne VIOHOCENeKTUBHbIE aneKTpoabl [6, 7], noTeHumMomeTpuye-
ckoe TuTpoBaHue [8], MHBEPCUOHHYIO BONbTAMMEPOMETPUIO
[9], a Takke meToAbl C McCMoOnb3oBaHMEM MuKpouunos [10,
11]. Cpeayn KOCBEHHbIX METOAOB MOXHO OTMETUTb aTOMHO-
abcopOUMOHHYO cnekTpomeTputo [12], Macc-CnekTpoMEeTpuio
[13] v kanunnsapHein anekTpodopes [14]. OgHako Bce aTn
mMeToAbl TPeOyloT crneumansHOro, 3a4acTylo AOpOorocTosiue-
ro, obopygoBaHus. Hanbonee npocTblM 1 AOCTYNHbLIM SBMS-
eTca doToTypbmmeTpuyeckoe onpegeneHne Coaep)aHus
noHos Cl~ B Buae cycneHnaunm AgCI [1].

Llenbto gaHHol paboTbl Obina paspaboTka MeToaMK
onpegenenna oo n-10* mac. % xnopug-noHos 8 ®M un cbl-
pbe Ans ux nonydveHus. OGbekTamyu aHanusa BbICTynanu
MOHOKpPUCTanmnbl repmMmaHata BUCMYyTa, NOPOLLOK OKCMAa BUC-
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MyTa, CryXalluid CbipbeM Ans BblpallyBaHUsi 3TOTO MOHO-
KpucTanna, a Takke “oaui Tannus, UCnonb3ayrLumincs B ka-
YyecTBe nervipytolweinn JobaBkv Npyu BblpalMBaHUY MOHOKPU-
ctannos Nal(Tl)

AMNAPATYPA, MATEPUAIBI U
METOAUKA SKCNEPUMEHTA

B paboTe 6bInn ncnonb3oBaHbl peareHTbl BbICOKON
CTeneHn YUCTOTbI, BMANCTUNNUPOBaHHas BoAa, a TaKKe OK-
cvp, BUCMYyTa, MOHOKpUCTansbl repmaHata BUCMyTa 1 noang
Tannus, He coaepxalime xnopuaoB. V3amepeHue cBeTomno-
rMOLEHNS] UCCrefyeMbIX PacTBOPOB MPOWM3BOAMIN MpU Mo-
Mol cnektpodoTometpa CP-26. Cratuctnyeckyro obpa-
©0TKy NONyYeHHbIX pe3ynbTaToB NPOBOAMIIN B COOTBETCTBUU
C pekomeHrgaumsmu [15] ans ooBepuTenbHONM BEPOSITHOCTU
0, 95.

MeToauka nOCTPOEHUSA rpagyvpoBOYHOro rpa-
c¢dmka. K HaBecke aHannsmpyemoro BeLLecTBa, He coaepxa-
Lero xropuvapl, 400aBNAOT N3BECTHLIE KONMUYECTBa XIopuya-
noHoB. Mocne pacTBOpeHUs U OXNaxaeHus pacTBop nepe-
BOASIT B MEPHYK KONOYy eMKOCTbio 25 mMn, Tyga e BBOAAT
2 mn atunerrnukond, 1 mn 0,1 %-Horo pacTtBopa HuTpaTa
cepebpa 1 goBogAT BoAon A0 MeTku. Yepes 15 MuH npu
TOMWMHE nornoLwiamLwero crnoss 5cm 1M3mepsloT Ha AnuHe
BOmnHbl 370 HM cBeTonornoweHne obpasoBaBLLENCS CyCNEH-
31N OTHOCUTENBHO KOHTPOSbHOM NpoObI, coaepxallen Bce
yKa3aHHble peakTuBbl, KPOME CTaHAapTHOrO pacTteBopa XJo-
pugos. CTpounu rpagyvpoBOYHbIN rpadnk B KOOpAMHATAX:
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onTnyeckasi nNnoTHocTb (Y) — KOHUeHTpauusa xnopugos (X,
MKT).

PE3YJIbTATblI U OBCYXOEHWUE

OOwen TpyoHOCTbIO BCEX paccMaTpuBaeMbiX METOAMK On-
peneneHus aBngeTcsa cnocob nepeBeAeHNs aHanM3npyembix
06bekToB B pacTBop. Tak, Hanpumep, 06bIYHO NpUMEHsIeEMoe
cnnaeneHve repmaHara BucmyTta (BisGe;Oq2) ¢ Oypon u
nocregywLwum pacTBOpeHNeEM MriaBa B MMHeparnbHou (a3oT-
HOI) KUCNOTE NPUBOAMWT K NOTEpe XMOpPUAOB M3-3a BbICOKOWN
netyyectn GeCly (TemnepaTypa KuneHus twn = 83°C), a He-
NnocpeicTBEHHOE pacTBOpPeEHWE OObeKkTa B LApPCKOM BOAKe
AenaeT HeBO3MOXHbIM Mocrneayollee onpegeneHne xnopu-
poB [1]. Mbl npegnoxuwnun pacTBopsiTb U3MENbYEHHbIE KpU-
ctannel B 6opaTtHom GydhepHoM pacTBope npu Temneparype
£< 80°C. CneayeT noguepKHYTb, YTO KUCIIOTHOCTb MOMy-
YyaeMoro pacTBopa [OfbKHa HaxoauTbCd B WHTepBane
2>pH>1. B aTux ycrnoBusix He NPOUCXOAWUT pacTBOpPeHUe
obpasytouencs cycrneHsun AgCl, cBeTonornoLleHne KOTopon
SIBNSETCS aHanNMTUYECKUM CUIHaINoMm, U He HacTynaeT rapo-
nu3 coneu BMCMyTa ¢ obpa3oBaHWeM ero rmapokcuga (no-
CnegHVn  ©3-3a CBOEW Marion pacTBOPMMOCTU BIUSIET Ha
3HayeHue ceeTonornowenus). MNMpu 3ToM HaBecka aHanuaun-
pyemoro BeLlecTBa NUMUTMPOBANacb HW3KOW pacTBOPUMO-
cTbio BisGesO12.

Mpn aHanuse okcuaa BucmyTa (Bi2O3) pacteope-
HMe Benu B a30THOW KucroTe ¢ fobaBneHuem NMMOHHOW
KMCMOTbl, MpeAoTBpaLlatoLLen rmaponn3 BUCMyTa, B pesyrb-
TaTe KOTOPOro B NPUCYTCTBMM XNOpuaoB obpasyeTcs Tpya-
HopacTBopumoe coeguHeHve BiOCI, 4yto npuBoAMT K uMcKa-
XeHuo pesynbTaTtoB aHanusa. KncnoTHOCTb pacTBopa Tak
Xe, KaKk u B Criyyae repmaHarta BMUCMyTa, AOIKHA nexaTb B
npegenax 2 > pH > 1.

OcobeHHOCTBbI0O MOArOTOBKM K aHanu3y wnoauaa
Tannusa (Tll) aenseTcs HeobxogumocTb yaanenus |-, Takke
obpasytouero cycneHsmio ¢ AgNOs. Ero yoansioT OTroHKoW B
Buge | npu pactBopenum Tll B pasbasneHHon HNO3 (1:5).
MonHoTy oTroHkn nposepsanu gobasneHnem 1-2 kannun 30%-
HOWM nepekucu Bogopoda. 3ameTum, YTO B pacTBope nocne
pacTBOPEHUA U OXnaxaeHus nNpobbl 4O KOMHaTHON Temnepa-
Typbl ns-3a NpeBbILEHUS pacTBOPUMOCTU

ob6pasyloLerocs HUTpaTa Tannus NosIBNsSieTCs 0cafok, Ha-
nnymne KOTOPOro, OfHAKO, HE MEeLLaeT OnpeaerieHuo Xopu-
pos. [Mpu npoBegeHuM aHanm3a MoNb30BanUChb pagyunpo-
BOYHbIMW rpadmKaMm, MOCTPOEHHbIMW 3apaHee. YpaBHEHWS
3TMX rpaduKoB Mpu onpedeneHny XnopuaoB B repMaHare
BucmyTa (1), okcmae BucmyTa (2) n noguge tannus (3) nve-
nv BUA;

Y=0,013X , (1)
Y=0,0001X?+0,0007X, 2)
Y=0,00002X?+0,00069X. 3)

CnenyeT oTMeTUTb, YTO obpasytolasca B pesynb-
TaTe aHanMTUYECKOW peakuun cycrneHsus xnopuga cepebpa
OOCTUraeT CBOEro MakcuMaribHOro CBeTornornoLleHuns 3a 15
MWH 1 coxpaHsieT cTabunbHoCTb B TedeHue ewe 20-30 MUH.

MpaBunbHOCTb paspaboTaHHbIX METOAMK U CXOAu-
MOCTb pe3ysfibTaToB OLEeHMBanM Mo cnocoby «BBeaeHo-
HangeHo» (Tabnuua). M3 Tabnuubl BUAHO, YTO Cry4valHble
NOrpeLUHOCTH, XapaKTepu3yemble OTHOCUTENbHbIM  CTaH-
OapTHbIM OTKMOHEHUEM Sy, YAOBMNETBOPSOT TpeboBaHusiM,
npeabaBnseMbiM K METOA4AM ONpeaeneHnss MUKpornpumecen,
a CMCTeMaTU4ecKMe MOrpeLUHOCTU MO {-KPUTEPUID HE3HAYU-
Mbl. [py aToM Npenen onpeneneHnst XnNopuaos, COOTBETCT-
BYIOLUMIA OTHOCUTENBbHOMY CTaHAApPTHOMY OTKIMOHEHUIO S =
0,3, coctaBnsieT 5.10* mac. % B MOHOKpUCTarnne repMaHara
BUCMYTa, 110" mac. %, B okcuae BUCMyTa 1 5.10“ mac. % B
noguae Tannus.

B kBapLeBbI cTakaH nomeLyatoT HaBecky 0,5 r ToHko-
M3MEeNbYEHHOro KpucTasnia repMmaHata BUCMYTa, B3SITYIO C
norpewHocTblo He 6onee 0,001 r. MNpubaenswT 25 mn Oy-
depHoro pacTteopa, cogepxatiero 30 r/n 6opHon n 170 mn/n
a30THOM KUCIOT, HaKpbIBalT 4acoBbIM CTEKIIOM W pacTBO-
PSIOT MPW HarpeBaHUM Ha MarHuTHoii mewanke (£ = 80°C).
Korga npoba pacTtBopuTcs, pacTBOp ynapuBarT Ha BOOSHOW
6aHe go 20 mn (t° = 80°C) N oxnaxpgatoT. 3aTtem pacTBop ne-
pPEHOCHAT B MEPHYH Konby eMKocTbio 25 Mn u ganee nocry-
narT Tak Xe, Kak Npy NoCTPOEHUN rpagyupoBOYHOrO rpadm-
ka. NamepeHune ceeTonornoweHnss nponssoadar yepes 15-20
MWH OTHOCUTENbHO KOHTPONbHOM MpOObI, codepxallen Bce
yKa3aHHble peareHTbl, KpoMe HUTpaTa cepebpa.

Ta6bnuua

MeTponornyeckme xapakTepucTuku METOAMK OnNpeaenieHns XnoprMaoB B pasHbIX obbekTax (n — 4YKUCno onbIToB, f=n - 1)

O6beKkT aHanusa
BBe,quo a, MKr Bi4G€3012 Bi203 TH
HawnpeHo, t HanpeHo, f HanpeHo, ¢
b = $h/n, MKr PACH. b = Thi/n, MKkr PACH. b = Thi/n, MKkr PACH.
10 He BBOAMAM 9,3 1,19 8,9 1,66
— (sr = 0,20) (f=8) (sr=0,21) (f=7)
20 21,3 1,65 18,4 0,98 He BBOAMMM
(sr=0,09) (f=6) (sr=0,26) (f=7) -
30 He BEOgMAM 31,8 0,81 29,8 0,10
— (s =0,23) (f=10) (sr=0,21) (f=7)
40 43,4 1,91 40,8 0,50 42,1 0,62
(sr=0,12) (f=28) (sr=0,13) (f=10) (sr=0,22) (f=7)
60 He BBOAMAMU _ He BBOAMNYM B " 226:]1 N (?;83)
80 He BBOgUnu _ He BBOgMNU _ (s: 18(’)’713) (]9;33)

MpumeyaHnst: toacy, = (|1 - Z| - n"?)/s.< 1(0,95; f), rae Z = (Zalby)/n; 1(0,95;6) = 2,45; #(0,95;7) = 2,36; 1(0,95;8) = 2,31; (0,95;10) = 2,23.
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Takum obpa3oM, Ha OCHOBaHUM pe3ynbTaToB MPoOBe-
OEHHBIX MccnefoBaHui pa3paboTaHbl crnepytowe MeTo-
OVKM onpeaeneHUs XNopuaoB.

HaBecky 1 okcuaa BMCMYTa, B3ATYO C MOrpeLUHo-
cTblo He 6onee 0,001 r, nomMewwaT B KOHUYECKYHO KONOY.
Mpubasnstot 5 mn Boabl, 1 mn 50%-Horo pacteBopa NMMOH-
HOW KMUCMOTbI, 2 M KOHLEHTPUPOBAHHOW a30THOW KUCMOThI U
HarpeBalT CMeCb 0 NOMHOro pacteopeHust. lNocne oxnax-
OEHUs pacTBOP MNEPEHOCAT B MEpHyl Konby emKOCTbio
25 mMn 1 ganee NOCTynawT Tak Xe, Kak npyv MOCTPOEeHMU
rpagyvmpoBoOYHOro rpadgumka. N3mepeHme ceeTonormnoweHns
npoussoasT yepe3 15-20 MMH OTHOCWUTENbHO KOHTPOMbHOM
npobbl, cogepxallel BCe YyKasaHHble peareHTbl, Kpome
HuTpaTa cepebpa. B koHudeckyo konby nomewjawT 2T
voauaa Tannusa, B3BELLIEHHOrO C NOrpeLHoCcTbo He bonee
0,001 r. MpnbaenstoT 15 MmN pacTBopa a3oTHOW kKMcnoThbl (1 :
5) n OTroHstOT o4 MpW HarpeBaHUW; MONHOTY OTIOHKM
nposepsitoT, gobasnsaa 1-2 kannu 30%-HoW nepekucn Bogo-
poaa. Mocne oxnaxgeHus pacteop Hag
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06pa3oBaBLLUMMCSt OCaAKOM MyTeM AeKaHTauun NepeHocsT B
MepHylo konby emkocTblo 25 mn, 3—4 pas3a npombiBaloT
0CafoK ManbiMy MopuMsaMKW BOAbI, U Janee nocTynarT Tak
Xe, Kak nNpy NOCTPOEHUUN rpagympoBOYHOro rpaduka. Nave-
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OTHOCWUTENbHO KOHTPOMbHOW Npobbl, cogepxallein Bce
yKasaHHble peareHTbl, KpoMe HUTpaTa cepebpa.
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DETERMINATION OF TRACES OF CHLORIDE IN THE INORGANIC
FUNCTIONAL MATERIALS
L.P. Eksperiandova, N.A. Stepanenko

The optimum conditions for dissolving single crystals of bismuth germanate, as well as of bismuth oxide and thallium io-
dide have being used for the crystal growth are found. It is proposed to dissolve the bismuth germanate in the borate buffer solu-
tion and the bismuth oxide in the mixture of nitric and citric acid under 2 > pH >1. Thallium iodide one can dissolve in the diluted
nitric acid, and then the resulting iodine is removing by means of distillation. There were developed phototurbidimetric tech-
niques for the determination of chlorides in the single crystals of bismuth germanate (up to 510 wt %), as well as in the pow-
ders of bismuth oxide (up to 1.10 wt %) and thallium iodide (up to 5107 wt %). These techniques are characterized by satis-

factory metrological parameters.

Key words: chloride determination, phototurbidimetry, bismuth germanate, bismuth oxide, thallium iodide.

132



