258

BECTH. MOCK. YH-TA. CEP. 2. XUMUAI. 2004. T. 45. Ne 4

YIK 546.662'668'18'33'77:543.257.5:543.42.062
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Metoaom TBepa0¢a3HOI0 CHHTE3a MOJTy4eHbl MOIHOAaTO-(PocdaThl raloIMHus U UTTEPOUs
B coYeTaHuM ¢ HaTpuem cocrasa Na,Gd(PO,)(MoO,) u Na,Yb(PO,)(MoO,). Pazpaborannt
METOIMKH OIpeaeIeHUs R3+, Na+, PO 43_ " M0042_B TOJIYYeHHBIX COCINHEHNSAX. YCTaHOBJIe-
HO, YTO KOJWYEeCTBEHHOE ONpeAeieHre TAaHHBIX HOHOB BO3MOKHO 0e3 NMpeIBapUTeIbLHOI0
pa3fesieHUsi P HUX COBMECTHOM NMpucyTcTBUH. IIpoBeeH aHAIN3 CHHTE3MPOBAHHBIX COEAH-
HEeHMil ¥ OBOIfHOro MosuoaaTa ragoauHust — Harpus. IlpenioxkeHHbIH cocTaB coeqUHEHUI
TMOATBEP:KIEeH pe3yJabTaTaMM 3KCIePHMEHTA.

B mocnenHee Bpems Bce Oosblliee BHUMaHHE HcCCIe-
JIoBaTeJe MPHUBIEKAIOT CIOXHBIE HEOPTAaHUYECKHE
¢docharel MEpexoqHBIX U PEIKO3EMETbHBIX 3JIEMEHTOB
(P33). O6mupHbIe cBeNeHUS HAKOIJICHBI O JTBOMHBIX
(hocarax TpeXBaJIEHTHBIX 3JIEMEHTOB Pa3HBIX COCTaBOB
B COYETAaHUM C IIEIOYHBIMH MeTamnamu [1]. ¥V Hux
ObuUTH OOHapy’KeHBl MOHHAS MPOBOAMMOCTbH W ONTHYEC-
Kue cBoiicTBa. X MOXXHO HMCIOJb30BaTh B KauyeCTBE
COpOCHTOB, KaTaJIM3aTOPOB W MaTEpUAIOB JJsI KBAHTO-
BOHM IEKTPOHUKHU. braromapsi mepedyuciI€eHHBIM CBOM-
CTBaM 3TH COEIWHEHWS MOTYT HAaWTH IIUPOKOE MpUMe-
HEHHE B COBPEMEHHON TEXHHKE.

B HacTosmee Bpems IS CHHTE3a HOBBIX IEpCIeK-
TUBHBIX MaT€PHAaJIOB HCIONB3YIOT KOMOWHAIIMN pa3iInd-
HBIX IO MPHUPOJE aHWOHOB M KaTHOHOB. B 3ToM TutaHe
0e3yCIOBHBII MHTEpEC MPEACTABIACT TUI CIOXKHBIX CO-
eIWHEHUM, B COCTaB KOTOPBIX BXOIAT ocdar- U Mo-
nOaT-uoHbI, a TaKkKe KaTHOHBI TPEXBAJCHTHBIX U IIe-
JIOYHBIX METAJIJIOB. B nuTeparype UMEIOTCSl CBENCHUs
TOJBKO O TonmydeHuu (ocdaro-momubaaroB P30 u me-
JIOYHBIX METAJJIOB, a TAaKXKE€ O CTPOSCHUU COCIUHEHUS
Na,Y(PO,)(M0oO,). HecmoTpst Ha TO, YTO COEIAUHEHUE
CHUHTE3MPOBAHO METOIOM W3 pacBopa B pacIliaBe, KOIH-
YECTBEHHBIM aHaN3 Ha COCTaBJISAIOIINE €r0 KOMIIOHEH-
THl HE MPOBOAMIH [2].

Hns onpeaenenus P33 cymecTBYyOT MHOTOYUCIIEH-
HBIE METOJIbI, KOTOPbIE XapaKTEePU3YIOTCS paziuyHON
TOYHOCTBIO U TpenesnioM oOHapyxeHus. CpaBHEHUE 3THX
METOZIOB ITOKa3ajo, YTO Hamboyee MPOCTHIM U YIOOHBIM
SIBTISIETCSl CHEKTPO(OTOMETPUIECKUN METOJ C HCIIONB30-

*WNuCcTUTyT 001IeH U Heopranudeckoi xumun PAH.

BaHHMEM OPraHUYECKUX PEarcHToB. MakcuMalbHOU 4yB-
CTBHUTENBHOCTBIO oTin4aercsi apceHaso I, obpasyrommit
¢ P32 BBICOKO ycTOWYMBBIE KOMIUIEKCHI, YTO ITO3BOJISET
HCTIONB30BaTh €ro Ui aHajin3a OObEKTOB, COIEpPIKAIIUX
mombaar u ¢ocdar noHsI [3].

Cpenu MeTonoB omnpexaencHus pochopa B mpucyt-
CTBHHM MOCTOPOHHHUX 3JIEMEHTOB HAuMOOJNbIIEH celek-
THBHOCTBIO 00JIagaeT CHEeKTPOPOTOMETPUUECCKUA Me-
TOJ, OCHOBaHHBIH Ha 00pa3oBaHUM B KHUCJIOU cpeje
(pH ~0) dochopoBanamomMonuOAEHOBOTO KOMILIEKCA.
B 5Tux ycioBusAX OH UMEET CIENyHOUIM cocTa [4]:

P,0,[V,0,22Mo0;2H,0.

Haunbonee ymoOHBIM M 3KCIIPECCHBIM METOAOM OIl-
peaciicHuAa MOJ'II/I6I[CH3 ABJIICTCA METOHA aMIICpOMETPHU-
YECKOIo TUTPOBaHUA C NPUMCHCHHUECM OPraHUYCCKHUX
MPOU3BOJAHBIX THAPOKCHJIAMHHA, W3 KOTOPBIX Halle
BCET0 MCHOJB3YIOT O0€H30MI(EHUITUAPOKCUIAMUH
(B®TA) [5].

OmpenesneHre HATPUS BBITOIHSIA IIHPOKO PacCIpoc-
TPaHEHHBIM METOAOM (DOTOMETpHH IUTaMeHHU [6]. beumm
pa3paboTaHbl METOABI CHHTE3a CIOXHBIX MOJIUOIATO-
(docharoB MIETOYHBIX U PEIKO3EMEIbHBIX 3JIEMCHTOB Ha
MpUMepe TaIOJIMHUSA, UTTEPOUs W HATPHs, a TaKXKe OT-
paboTaHBl METONBI XUMHUYECKOTO aHaJIN3a MOTyYEeHHBIX
coeauHeHnil. K aHanu3y CHHTE3MpPOBAaHHBIX HAMHU CO-
eaunenuii Na,Gd(PO,)(MoO,) u Na,Yb(PO,)(Mo0O,), a
Tak)Xe JOBOMHOTO MoJHuOgaTa HATPUSA-TANOIUHHUS
NaGd(MoO,), Obl1M NPUMEHEHBI ONHCAHHBIE BHIIIE
MCTOAUKU ONPCACIICHUA.
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JKCNepUMEHTANbHAS YacTh

Annapamypa. ONTHYECKYIO INIOTHOCTh PacTBOPOB
M3MEpPsUTN ¢ TIOMOIIBI0 criekTpodoTomerpa CD-26 (Ton-
nHa KoBeThl [ = 1 cM). B3BemuBaHue mpoBOAMIN Ha
Becax Mapku ‘‘Meftler” TOYHOCTBIO ITO 2:10* ¢ (Ilseii-
yapus). KOHIIEHTpaIIO0 HATPUS OMPEEISUIN C MOMOIIBIO
IIAMEHHOTO aBroMarudeckoro oromerpa ®ITA-2 (Poc-
cus). AMIIEpOMETPHYECKOe TUTPOBAHKE MPOBOIWIN Ha
ycraHoBke IIAT (Poccus). B xauecTBe MHIUKATOPHOTO
AIIEKTPONIa MCIIONB30BaN IPadUTOBBIA CTEpKEHBb, UMII-
PEeTHUPOBAHHBIN mapaguHOM. DIEKTPOAOM CpPaBHEHHS
CIY>KUJI HACBINIEHHBIN XJIOpPUI-CEPEOPSHBINA 3IEKTPOA
Mapku OBII-1M3.

Ilpuzomoenenue pacmeopos. YausepcanbHy0 Oydep-
HYIO CMECh TOTOBHMJIM COITIAaCHO MeTomuke [7].

Crannaptasii pactBop apcenaso III (0,01%) rotosu-
qu o TouHoil HaBecke 0,0250 r. HaBecky mepeHocwiu B
KOOy eMKOCThI0 250 MiI, pacTBOpsH, a 00BEM PacTBO-
pa JOBOAWIIM BOIOW A0 METKH.

PactBop ramoimHUSA ¢ KOHIEHTpanueld 1 Mr/mir roto-
BUJIM PAaCTBOPEHMEM TOYHON HAaBECKU MPOKAJIEHHOTO OK-
cuna ragonunus ¢ maccoit 0,1153 r B KOHIIEHTPUPOBAH-
Hoii HNO;. 3arem mosy4eHHbIi pacTBOP KOJMYECTBEHHO
nepeHocuan B koyuby emkocthio 100,0 mi, goBoamin
BOJOW 10 METKM M TILATEJIbHO NEepeMeluBaiu. PacTBo-
pBI C MEHBIIICH KOHIIGHTpAIFCH TOTOBWIHM Pa30aBlIcHUEM
HCXOJTHOTO.

PactBop utTepOus ¢ koHUeHTpanueid 1 Mr/mia roro-
BWJIM aHAJOTUYHBIM 00pa3oM IO TOYHOW HaBECKE OKCHIA
uttepbus maccoit 0,1139 .

BananaromonmmOnarseiii peaktiie (BMP) nonyuanu ciie-
ayromumM obpasom. 4 r (NH,),Mo,O,, pacteopsmu B 40
mit ropstaeit (50°C) Bompl ¢ mo6aBnenuem 0,8 M KOHIIEH-
tpuposannoii HNO,. Oragensuo pacropsiu 0,16 ¢
NaVO, B 20 M ropstaeit (50 — 60°C) Bozb! U NpHIMBAIA
20 mn HNO; (1:1). Ilocne oxnaxkaeHust pacTBOPbI CIIMBa-
i B koiOy Ha 100,0 M1, noGaemsist 10 M1 KOHIICHTPUPO-
BanHoki HNO, n o6bemM pacTBOpa JOBOAWIN 10 METKH.

s npurorosnenus pactBopa KH,PO, ¢ xoHuenTpa-
nueun PO437 20,0 Mkr/mn Opaliu HaBECKY MaccCoi
0,0143 1, koTOpyIO TTOMeImanu B Koudy eMkocTsio 50,0
MJI U JOBOJWJIMA BOJOM 10 MeTKU. M3 mosy4yeHHOro pa-
cTBOpa oTOMpanu anukBoTy 5,00 Mj, momemianu ee B
kon0Oy Ha 50,0 MuT ¥ JOBOMMIM BOAOW IO METKH.

CraHaapTHBIN pacTBOp OCH3OMIPCHUITUIPOKCHIAMH-
Ha (B®T'A) 0,0010 M roroBunu pacTBOPEHHEM TOYHOM
HaBeckn BOI'A maccoit 0,0533 r B 5SM HCL. Ilomyuen-
HBI PacTBOP KOJMYECTBEHHO MEPEHOCHIN B KOJIOY Ha
25,0 mu, moBogunu no mMetku SM pactBopom HCI u
paszbaBmsn UM ke B 10 pas.

CrangapTHblii pacTBop Harpus ¢ koHreHTpamuer 50,0
MKT/MJT TOTOBHJIM pacTBopeHneM HaBecku NaCl maccoit
0,0127 r B xombe emrocThi0 100 MiI.

Bce ncmonb3yemple peakTHBBl HMETH KBaTH(UKAIHIO
HE HIDKe “u.m.a.”

Cunmes. Vccnenyemble o0Opa3ubl NONMyYaad TBEPAO-
(da3HBIM MeTomoM. [l CHHTEe3a MCHOJIB30BAIM TPOHHBIC
CMeCH 3aJJaHHOro cocTaBa. VcxomHbIe BEIIecTBa BBICY-
rBaJiv, 3aTcM CMCIIUBAJIU B CTEXMOMETPHUUYCCKUX KOJIU-
YeCTBaX, OTBEYAIOIINX CIEMYIOIIUM PEaKIHsIM:

Gd,0, + 2NH,H,PO, + 2Na,MoO, —
2Na,Gd(PO,)(MoO,),

Yb,0, + 2NH,H,PO, + 2Na,MoO, -
2Na,Yb(PO,)(MoO,),

Gd,0, + Na,MoO, + 3MoO; - 2NaGd(MoO,),.

OT1xur cmeceid MPOBOAUIIM HA BO3AYyXE B CIOKHOM
TeMIlepaTypHO-BpeMeHHOM pexume: 24 1 — 300°C;
24 g — 500°C; 50 g — 600°C; 50 u — 750°C. ITocne xax-
JIOTO dTana OTXKUra 0Opasilbl MEPETUpPAITH C alleTOHOM JIIS
rOMOTeHHu3aluu cMecu. KOHTponb 3a mpoTeKkaHHueM Mpo-
1ecca CUHTE3a OCYIISCTBISIIM METOIOM pPEHTreHo(a30Bo-
ro aHanmm3a. B pesynerare ycTaHOBIEHO, YTO BO BCEX TPEX
ciydasix o0pa3yroTcsl ofHO(a3HbIe 00pa3Ibl.

Ilocmpoenue zpadyuposounvix cpaguros. Jlns onpe-
nenenus P39, marpus u docdopa MPUMEHSIIOCH Ompere-
JICHHE 10 METOJy I'paJyupOBOUYHON KPHUBOU. YpaBHEHUSA
rpad)uKOB PacCYMTAHBI MO0 METOJy HAWMEHBIIUX KBajpa-
TOB [8]:

P32 A, = 0,012¢ + 0,0521 (Gd); A = 0,01c + 0,0227
(YB)(Coqyp = 10-60);
bocdop Asg, = 0,0017¢ — 0,012 (Cpo, = 20 — 100);

natpuit 1 = 0,0926¢ + 0,2504 (C, = 5 — 25),

rae A — onTuyeckas IJIOTHOCTBh, ¢ — KOHICHTpalus MKF/
25 M, I — BenmMuWHA aHAJUTHYECKOrO CHUTHAaJAa.

Onpeoenenue P33. TlpensapuTenbHO ObLIM M3YUCHEI
YCIIOBHSI KOMIUIEKCOOOpa30BaHusl TaJJOJIMHUS U UTTEPOUS
¢ BeIOpaHHBIM peareHTOM. C 3TOH MeNbl0 OBUTH CHSTHI
CHEKTPHI MOMIOMIEHHs peareHTa U KOMIUIEKCOB B oOac-
™ A = 500 — 700 ™M (puc. 1). MakcuMyMsbl morionie-
HHsI KOMIUIEKCOB HAOJIFOMAIOTCS TPU 3HAYCHHUSAX A, paB-
HbIX 550 1 650 HM.

OnHako moriouieHue peareHta npu A = 550 HM
OYeHb BEIHKO, a Mpu A = 650 HM peareHT IOYTH HE
MOIVIOLIAET, TIO3TOMY IIpU 3TOW JJIMHE BOJHBI U MPOBO-
UK OTIpefelieHHe.

Jns BBISIBIEHHS ONTHUMAJIBHOTO COOTHOIIEHUS
P33:apcenaso Il ObuM TOCTPOCHBI TpauKU 3aBUCHMOC-
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Puc. 1. Cnexrpsl noromenus apcenaso 11 (/) u ero komrurex-
coB ¢ ranonunueM (2) u urrepoueM (3) (Cpyy = 30 MKI/25 M1,
C =0,01%, pH 3)

apcenaso 111

TH ONTHUYECKON IUIOTHOCTH PacTBOPOB KOMIIJIEKCOB OT
o0beMa J00aBIEHHOTO peareHTa. PacTBOpHI TOTOBWIN B
KoJI0ax eMKOoCThIo 25 mir, BBoAs mo 30 mkr Yb u Gd,
4 mn yHuBepcanpHOTO OydepHoro pactBopa u oT 4 1o
9 M 0,01%-ro pactBopa pearenta ¢ marom 1 mi. [o-
BOJIWJIM BOJOW /0 METKH M (DUKCHPOBAIU ONTHUYECKYIO
WIOTHOCTh TP A = 650 uM. 10 MOJyYEHHBIM JTaHHBIM
OBUTH TIOCTPOEHBI KPHBBIE HACHIIICHHUSI KOMIUIEKCOB ra-
JIONMMHUS U uTTepOus (puc. 2.). OnTuueckas MIOTHOCTD
CTaHOBUTCS TOCTOSHHOW MPHU MATUKPATHOM H3OBITKE
peareHra.

C menpio ompezeneHUs] ONTUMANTBHOTO 3HadeHus: pH
00pa3oBaHM KOMIUIEKCOB TaIOUHUS W UTTEPOHUS C ap-
ceHaso III u3mepsanu onTudeckue INIOTHOCTH PACTBOPOB
C TOCTOSIHHOM KoHIeHTpauued P390 mpu pasHbIX 3Haue-
ausax pH. s atoro B KomObl eMKoCThIO 25,0 M1 BBOIH-
mu o 30 mxr Gd u Yb, 9 mn peareHra, 4 My yHHBEp-
cajbHOrO Oy(hepHOTO pacTBOpa W Pa3IMYHOE KOJIUYECTBO
NaOH un H,SO,. U3mepeHus ONTHYECKOH MIOTHOCTHU
pacTBOPOB TPOBOAWIN TTPpH A = 650 HM. AHAJIOTHYHBIM
0o0pa3oM ompeaessiii ONTHYECKUE IIOTHOCTH peareHra

0,48

o -/

0,40 =

0,36 =

npu pa3nuyHbIX 3HadeHusx pH. [lomydeHHsle 3aBHCHMO-
CTH TpejcTaBieHsl Ha puc. 3. OnTUManbHOE 3HAaUYEHHE
pH xommiekcooOpazoBaHHs COOTBETCTBYET 3, IJe MHTEH-
CHBHOCTH TOTJIONMIEHUSI KOMIIJIEKCOB MPHUOIIKAETCS K
MaKCHMaJIbHOH, & PEareHT MOMIONIAeT HE3HAYUTEIBHO.

Ananu3 06vexkmos. Jna onpeneneHus: Ta0IUHUAS U
UTTepONsT OBUTH B3SATHI IO TPH HABECKHM KaXKIOTO oOpas-
na. HaBecku pacTBopsiin B 5 MJI KOHLIEHTPUPOBAHHOU
A30THOM KHCJIOTHI NIPU HAarpeBaHHH, MEPEHOCHIHN B KOJOY
eMkocTeio 100 M1, JOBOMMIIM BOIOHM 10 METKH M pa30aB-
sy B 10 pa3. M3 mony4eHHBIX PacTBOPOB OTOWpaH
MUNETKOW MO TPU aTMKBOTHI 00BeMOM Mo 1,5 Ml U mo-
MeIadd WX B KOJOBI €MKOCTBIO 25 M. JloOaBisim 9 i
0,01%-ro pactBOpa apcenaso III, 4 M yHHUBEpCaIbHOTO
O0ydepHoro pactBopa, ¢ momompio 0,1 M pacTBopoB
NaOH u H,SO, cosmaBanu pH ~3 n o0bem pacTtBOpa
TOBOAUIN BOmOM g0 MeTKH. ONTHYECKHE ILIOTHOCTH
MOJYYEHHBIX PacTBOPOB mM3Mepsuid mpu A = 650 um. Pe-
3yIbTaTHl TPEACTaBICHBl B Tabm. 1.

Onpeodenenue ¢pocpopa. Conepxanue PO43_-I/IOH3
ompenensu cnekrpodoromerpudecku. B kauectse oto-
METPHUPYEMOTO COEAMHEHHUs OBLT BBIOpaH XKENTHIH MO-
nubneHoBanaaueBodocdopubii komrmiaeke (MB®K).
Crextpsl noriomenus sxenroro MBOK u BMP B o6na-
ctu ot 380 mo 500 HM mpezacTtaBieHbl Ha puc. 4. Mak-
cumyMm noromeHuss MB®K cooTtBeTcTByeT 1yinHE BOI-
Hbl 330 HM. OHAKO MOIVIOIICHUE pearcHTa B 3TOH o0ia-
CTH OYeHb BEIIMKO, YTO 3aTPyIHSET ompeneneHue. B 00-
jmactu JuInH BoidH ~400 HM MOIIOIIEHHE KOMIUIEKCa elle
BEJIMKO, a PEakTHB MOUYTH He mornomaeT. [ns Bbibopa
JUTMHBI BOJIHBI, HanOoIlee TOAXOMAIICH TS ONpeaeNeHIs
¢dochopa, HAXOMWIN PA3HOCTh MEXKIY 3HAYCHUSMH OITH-
yeckuil mioTHocTed B auamnasoHe oT 380 go 420 HM.
HaunGonpiee ee 3HaueHWe HAOMIOMACTCs TIPH JJTHHE BOJI-
Hbl 380 HM. DTa BeliMYMHA ObLIa MOATBEPXKIACHA paHEe
MPOBENEHHBIM ompenaeneHneM (ochopa B COeAMHEHHUIX

0,32 -/

0,28 '

7 8§
v 9

> apcenasolll

Puc. 2. Kpupas naceimenust 1o apcenaso I (Cpyy = 30 Mxr /25 mmm): I —Yb, 2 - Gd
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Tabnauma 1

Pe3yabTarsl onpeesieHus raloauHus 4 urtepous (p = 0,95, n = 3)

Homep CoenuHeHne A MaccoBas Cpennee
obpasia (Macca HaBeCKH, I) noins P32 3HAYCHUE
(%)

1 0,393 32,53

2 Na,Gd(PO4)(MoOy) (0,0583) | 0,385 31,74 32,240,8
3 0,392 32,41

4 0,398 32,98

5 Na,Gd(PO4)(MoOy) (0,0583) | 0,387 31,93 32+1

6 0,402 33,36

7 0,387 31,93

8 Na,Gd(PO4)(MoOy) (0,0583) | 0,339 27,35 29+5

9 0,343 27,74

10 0,310 34,97

11 Na,Yb(PO4)(MoOy) (0,0548) | 0,333 37,77 38+5

12 0,352 40,08

13 0,347 39,47

14 Na,Yb(PO4)(MoOy) (0,0548) | 0,342 38,86 38+2

15 0,327 37,04

16 0,350 39,83

17 Na,Yb(PO4)(MoOy) (0,0548) | 0,319 36,06 3843

18 0,337 38,25

19 0,365 27,33

20 NaGd(MoOs), (0,0636) 0,395 29,95 28+2

21 0,380 28,64

22 0,378 28,46

23 NaGd(MoOs), (0,0636) 0,382 28,81 29+2

24 0,398 30,21

25 0,385 29,08

26 NaGd(MoOs), (0,0636) 0,387 29,25 29,4+0,8
27 0,395 29,95
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Puc. 3. 3aBHCHMOCTD ONTHYECKOH INIOTHOCTH pacTBopa apcenaso [1I(1) 1 KoMIIIeKCOB rafonuHUs

(2) n utrep6bus (3) or pH (Cpyy = 30Mkr/25 M1, C

NaErFPO, u Na,Er F,(PO,), [9]. Ilpu 510l nmune BOJI-
HBI ¥ TIPOBOJIMJIA OIIpeJeNICHNE.

Ananuz oovexkmos. s onpenenenus Gpocdopa ObuH
B3STHI TI0 TPU HABECKW Kaxaoro oOpasua. HaBecku pa-
CTBOPSUTM B 5 MJI KOHLIEHTPUPOBAHHON a30THOM KHCJIOTHI
NpU HAarpeBaHWH, NMEPEHOCUIH B KOJIOY €MKOCTBHIO
100 M, 00beM pacTBOpa JOBOAMIU BOAOH IO METKH U
pasbasmsu B 10 pa3. M3 momydeHHBIX pacTBOPOB OTOH-
paJii MO TPH aTMKBOTBHI 00beMOM 1o 1,5 Ml U momerna-
I UX B KOJOBI eMKOCThIO 25 mi. JloOaBmsimu 2,5 mu
BMP u 006beM pacTBOpOB MOBOAMIM BOIOH IO METKH.
Onrtuveckre MIOTHOCTH IMOJTYYEeHHBIX PAaCTBOPOB H3Me-
psin ipu A = 380 HM. Pe3ynbTarhl mpeacTaBlieHbl B
Tabm. 2.

Onpeodenenue monuboena. s onpeneeHuss MOIuo-
JeHa ObLT BBIOpaH METOZ aMIEepOMETPUYECKOr0 TUTPOBaA-
HUS C HCTOJBh30BaHNEM N-OeH30MI()EeHUITHIPOKCHIAMHA-
Ha (BOT'A). TurpoBanue mpoBomwin Ha GoHe 5 M co-
JITHOW KHCJIOTBI 10 TOKy okucienuss BOI'A Ha rpadwuro-
BOM DJJIEKTPOJiE TIPH TMOTEHI[Maie MpPeAeIbHOTO TOKa
okucienns 1,2 B.

[MpeaBaputenbHO ObLIa MPOBEACHA MPOBEPKA BBIMON-
HEHMS JIMHEWHOM 3aBUCHUMOCTH TOKa OKHcIeHHs BOI'A
OT ero KOHIEHTPAIlMW NPHU NOTEHIHAaNe THUTPOBAHHS
1,2 B. Ilepen TuTpoBaHHEM MOBEPXHOCTH IpadUTOBOTO
ANEKTPOJIa 3aYuIIaiy (QUIBTPOBANBHON Oymaroil. 3arem
BKJIIOYAJIM MOTOD, BpAIlAIOUINNA CTakaH, U3 OIOPETKU J10-
O6aBnsuin mo karisiM pactBop BOTA u yepe3 1 muH
(bMkcupoBaNHM TOKa3aHHUS TabBAHOMETPA.

Ananu3z 06vexkmos. ]I KONMYECTBEHHOTO OMpeeIie-
HUS MOJUOJIEHA B HMCCIEAYEMbIX 00pa3iax ObLIO B3STO
[0 OJTHOW HaBeCKe Kaxaoro obpasma. Mx pactBopsuim B
10 M 5 M constHOM KHCIIOTBI, pacTBOpP KOJIMYECTBEHHO
MEPEHOCHIT B MEPHYIO KOJIOYy €MKOCThIO 50 MJI M JIOBO-

apcenaso Il 0,01%)

WK ero o0beM COJISIHOM KHUCIOTON n0 MeTku 5 M. U3
MOJIy4E€HHOTO PacTBOpa OTOMpaIW aTMKBOTHI 00BEMOM
o 2 MJI B CTaKaH JJIs TUTPOBaHus, no0aBisuid 20 mi
5 M HCI u tutpoBanu pactBopoM BOI'A, mpubassis
ero o 0,5 M u3 MukpoOroperku. Uepes 1 MuH mocie
npuOaBIeHUs] OYepETHON MOPIMU TUTPAHTa (HUKCHPOBaA-
11 3HaueHue Toka okucieHus bBOTA.

[lo momydeHHBIM 3HAYEHUSIM CTPOWIN KPHUBBIE THTPO-
BaHHUsA MONHMOAEHA M 10 HUM HaXOAWIA 00bEeM TUTpaHTa
B KOHEYHOH TOuUke TUTpoBaHus. KpuBas TUTpOBaHUS IS
onpenenenus monubaena B Na,Gd(PO,)(MoO,) mpexn-
CTaBJI€Ha Ha pHC. 5, PEe3yJbTaThl aMIIEPOMETPUUYECKOTO
TUTPOBaHUS MOJUOJeHA B Ta0J. 3.

Onpeoenenue nampua. Harpuil onpenensyii METOIOM
¢dotomerpun mnamenu. [Ipu oromerpupoBaHUM UCTIOND-
30BajiM HanOoJee MHTEHCUBHYIO MOJIOCY HaTpus 589 HM.
[IpenBapuTensHO O 00pa3ily CpaBHEHHs C HAMOONBIIEH
KOHIIEHTpauyeil Hatpust ObU1 BHIOpaH KOA(QQUIHEHT yCcH-
nenust (33,3), KOTOPBI UCTIONB30BATIHN TPU OMPEICIICHUH.

A
0,2 1
2
0,1 1
11
0 1 1 1 1 Ll 1
400 440 480
A, HM

Puc. 4. Criektpsbl MOTMIIONMECHHS BAHAIOMOIHOIATHOTO

paexruBa (/) 1 MonuOIeHOBaHAIMEBOYOCHOPHOTO
KomrIuiekca (2)
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Taonuma 2

Pesyabrarsl onpenesnenus gpochopa

;[H.z:;ii CoennHeHne (Macca HaBECKH, T) A 2/(1)?;[0,30&?, %) Sfaifiﬁ:e
1 0,068 19,32

2 Na,Gd(PO4)(MoOy) (0,1608) 0,069 19,56 19,2+0,7
3 0,066 18,83

4 0,064 18,34

5 Na,Gd(PO4)(MoOy) (0,1608) 0,061 17,61 17,8+0,9
6 0,06 17,36

7 0,06 18,36

8 Na,Gd(PO4)(MoOy) (0,1608) 0,061 18,91 19,0+0,9
9 0,064 19,34

10 0,067 18,94

11 Na,Yb(PO4)(MoOy) (0,1663) 0,082 22,02 2143

12 0,077 20,79

13 0,085 22,63

14 Na,Yb(PO4)(MoOy) (0,1663) 0,065 17,92 20+4

15 0,071 19,15

16 0,068 18,74

17 Na,Yb(PO4)(MoOy) (0,1663) 0,072 19,63 2042

18 0,078 21,06

Ananuz o6vexkmos. Ilpu onpeneneHun ConepKaHUI
HaTpus HaBECKH 00pa3lOB PAacTBOPSAIM B 5 MJI KOH-
LEHTPUPOBAHHOW a30THOW KHCJIOTHI IIPU HATPEBAaHUMU,
MEPEHOCHIH WX B KonOy BMeCTHMOCTBIO 50 MuI, AOBO-
IUIW PacTBOP BOJOH 10 METKH W 3aTeM pa30aBiisiin
ero B 10 pa3. B nmomydyenHoMm pactBope (oroMeTpupo-
BaJM JMHUU HaTpus. Pe3ynbTaTel ompeneneHus: HaTpus
npelcTaBieHbl B Ta0m. 4.

O0cyxkaenue pe3yibTaToB

Pesynbrarsl, modydeHHbIE NPU ONpPEAEICHUN TaJlo-
TuHUs, ATTepOms, docdopa, MomubaeHa u HATPUS 00-
pabatwiBasiu craructuuecku [8]. Jlims 3TOro 3HauyeHUs,
W3MEpEeHHbIE AN KaKJ0W HaBECKHU, CpaBHUBAIU NpHU
IIOMOIN F- U {-KpUTepreB, MPeIBAPUTENHHO TIPOBEPSS
HaJIU4Yue NMPOMaxoB. YCTAHOBJIEHO, YTO TMOJy4YEeHHBIE
JaHHBIE MOXXHO OTHECTH K €IMHON BBIOOPOYHOH COBO-
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Tabnuma 3

Pe3yabTaThl onpeaeneHust MoJau0IeHA

Howmep ObbeM MaccoBast Cpennee
CoennHeHne (Macca HaBeCKH, T)
obpasua BOT'A (M) nois Mo (%) 3HAYCHUE
1 3,94 20,63
2 3,86 20,21
Na,Gd(PO4)(MoO4) (0,0229) 20,7+0,8
3 3,95 20,68
4 4,06 21,26
5 1,92 36,83
6 1,85 35,49
NaGd(MoOs), (0,0125) 36+2
7 1,93 37,02
8 1,84 35,30
9 3,89 19,69
10 3,98 20,14
Na,Yb(PO4)(Mo0Oy) (0,0237) 201
11 391 19,79
12 3,88 19,64
I, MA
0,20 -
0,19 =
0,18 =
0,17 4
0 2 6 8
Vbora, M1

Puc. 5. Kpuas amnepomMeTpuueckoro THTposaHus Mo 1-110° M pactBopoM BOI'A npu ananuze
Na,Gd(PO,)(M0oO,) (Cy;=5M, E=1,2B)
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Pe3yabraThl onpenejenus Hatpus (p = 0,95, n =7)

Taonumna 4

Homep CoenuHeHue (Macca HaBeCKH, T) A MaccoBast Cpennee
obpasua noist Na (%) 3Ha4YEeHHE
1 1,35 9,93

2 1,38 10,20

3 1,35 9,93

4 Na,Gd(PO4)(MoOy) (0,0598) 1,341 9,85 10,0+0,2
5 1,348 9,91

6 1,359 10,01

7 1,368 10,09

8 1,312 4,46

9 1,35 433

10 1,346 4,47

11 NaGd(MoOs), (0,1305) 1,303 4,46 4,440,1
12 1,326 433

13 1,327 4,42

14 1,337 4,41

15 1,329 9,27

16 1,298 9,60

17 1,331 9,57

18 Na,Yb(PO4)(MoOy) (0,0618) 1,328 9,19 9,4+0,3
19 1,296 9,39

20 1,319 9,40

21 1,316 9,49
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Tabnuma 5

Conepmaﬂne onpeaeasieMbIX KOMIIOHEHTOB B MCCJIEAYEMBIX o0BeKTax

IMoka3arens CoenuHenue

Na,Gd(PO4)(M0Oy) Na,Yb(PO4)(MoOy) NaGd(MoOs)>
w(R), % 31£2 (34,3) 38,0+0,9 (36,5) 29+1 (31,4)
w(Na), % 9,99+0,18 (10,04) 9,42+0,09 (9,70) 4,4%0,2 (4,6)
w(Mo), % 20,7+0,6 (20,9) 20£1 (20,4) 36,1+0,9 (38,4)
W(POy), % 18,6+0,8 (20,7) 20£2 (20,0) -
MonspHele
COOTHOLICHUS 1,00:2,18:1,09:0,98 1,00:1,89:0,95:1,00 1,00:1,03:2,03
R:Na:Mo:P0,

kynHocTH (P = 0,99 ). B pe3ynbrate OblTM paccuuTa-
HBl CpeJHWE 3HAUEHUS W JIOBEPUTEIbHBIE HMHTEPBAIIBI
MacCOBBIX NTOJEH OMpeAensieMblX KOMIOHEHTOB B HC-
ciuenyeMblx oOpasuax. PesynapTaThl mpeacTaBieHBl B
Taba. 5. OHH XOpOIIO COTIIACYIOTCS C PACUETHBIMU
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CHEMICAL ANALYSIS OF COMPLEX MOLYBDATO-
PHOSPHATES OF RARE EARTH ELEMENTS WITH SODIUM

M.A. Ryumin, A.V. Nevidimov, N.V. Shvedene, G.Ya. Pushkina, M.N. Bubenzova,

L.N. Komissarova

(Division of Inorganic Chemistry)

The molybdato-phosphates of gadolinium and itterbium with sodium Na,Gd(PO)(MoO,)
and Na Yb(PO4)(M00 ) were obtained using solid state reactions. Methods for estimation

of R”,'Na’, PO,’ andMoOz

in synthesued compounds were investigated. It was

establlshed that quantltatlve analySIS for these ions is possible without theirs separations.
Analysis of obtained compounds and double gadolinium-sodium molybdate was carried

out. Calculated composition was confirmed.



