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TETEPOTIOJIMAEKABOJIb®PAMO/IMCITPO3UAT(III) HATPUS
Na,[Dy(W.0,,),]-30H,0: CHHTE3, CBOMCTBA, MUKPOMOP®OJIOTHS
MTOBEPXHOCTH

JloHenkuii HAMOHATBHBI YHMBEPCUTET

OmnpenenieHbl YCIOBUSI CUHTE3a retepornoinaekaBoybdpamonuctposuata(lll) Harpus
Na,y[Dy(W;05),]-30H,0 13 nonkucaeHHOro BOAHOTO pacTBOpa BoJib(hpamara HATpusl TIpU
nobasieHuu aretoHa. Meromom MK-criekTpockonuu ycTtaHOBJIEHA MPUHAIEXKHOCTh
aHMOHA B COCTaBe COJM K cTpyKType [Tnkoka-Yukimu. MeTogoM CKaHMPYIOIIeH 3J1eKT-
POHHOM MWKPOCKOIMY HM3y4eHa MOPdOJIOTUS TOBEPXHOCTH TETEPOIOIUCOSTUHEHNS,
rnokaszaHa OAHO(MAa3HOCTh M YCTAHOBJEHO, YTO pa3Mep 3epeH IMopolliKa
Na,y[Dy(W;0,5),]-30H,0 naxoautcsa B mpenenax 130—180 um. Meromom ATA usyuen
Tpoliecc TepMoJin3a reTeporonrcoeniHenust. MetogoMm MK-crieKTpocKonmmyeckoro aHa-
JIM3a YCTaHOBJIEHO, 4To retepornoiuaHnuoH [Dy(W;04),]°” B CTpYKType coXpaHsieTcsT TIpu
npokayimBanuu 10 220°C. Metogom P®A ycTaHOBJIEHO, YTO IMPOAYKTAMM TEPMOJIA3A
Na,y[Dy(W;05),]-:30H,0 sasasitorcss nuBosibdpamar Hatpusi Na,W,0,; u nBOWHON OpTO-

BoJb(pamar Harpua—aucnposust Na,sDy,;WO,.

Beedenue

CuHTe3 AMCIpOo3uiicoaepKalliux MoJuoKCOo-
BOJIb(hpaMaToOB TPOBOMASIT Kak B pe3yJibTaTe peak-
it camocoopku 3 WO,>” B OAKMCIIEHHOM BOI-
HoM pactBope Na,WO, (K;Na,H,[DyW,,04]-21H,0
[1], Nag[Dy,(H,0),)W5,07,,(OH),]-49H,0 [2]), Tax
U myTeM OOMEHHBIX peakliuii U3 CoJieil ¢ pas3inu-
HBbIMU TeTepOoIoJMaHuOHaAMU
(Nay,Css[ CsMDyAsW;0,,5(H,0),,(OH),]-Cl,,nH,O
[3], [Ky{Dy(H,0);},{As,W,04}{WO,(pic)},]
(pic=2-nuKoauHaT-uoH) [4],
Na,K;[{Dy(CH;CO0)GeW,,05(H,0)},]- 16H,0 [5],
[C(NH,);],;[Dy,(Hcit),(AsW,,055)]- 9H,0
(Hcit* =uwurparo-nuranm) [6]). MHTepec K cuHTe-
3y MAHHBIX COEAMHEHMI BBI3BaH HAJIMYMEM y HUX
(bOTOMOMUHECLIEHTHBIX, (DOTOKATATUTUUECKUX U
MarHUTHBIX CBOMCTB [3,5—8].

B mannoii paboTe mpencraBieHbI UTOTU CHH-
Te3a M M3Y4eHUST COBMCTB paHee HEONMCAaHHOTO
reteponoaucoeauHeHusi Nag|Dy(W;05),]-30H,0 ¢
aHUOHOM co cTpykTypoii ITukoka-Yuknu. Paspa-
OotaHHas B paboOTe METOAMKA CUHTE3a TO3BOJIMIIA
TIOJIYIUTh CPEITHIOK COJIb, YTO MOXKET ITO3BOJIUTH B
JanbHeueM BbIIesaTh conu Nag|Ln(Ws0y,),]-nH,0
¢ ApyruMmm Ln-reTrepoaTomMamu.

DKcnepumenmaavHaa 4acmo

Xapakmepucmuka u cmanoapmu3ayus uUcxoo-
HbIX eeujecms

PacTtBop Bosibppamara HaTpusi Na,WO, roto-
Bwin pacteopenueM Na,WO,-2H,0 «u.m.a.» B nuc-
TWUTMPOBAaHHOM Bojae. TOUYHYI0 KOHIIEHTPAIUIO
(Cy=0,4953 MomB/) ycTaHABIMBAIN TPABUMETPH-
yecku (B popme WO,, 8=0,5%) 110 ommcaHHOI B
[9] meTomuke. PactBop azorHOil KuciaoThl (C=
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=0,4832 Mo0ab/71) TOTOBUIN U3 KOHLIEHTPUPOBAH-
Hoil HNO; «x.4.». TouHyl0 KOHLEHTpal1IO yCTa-
HaBJMBaJIM TUTPOBAHMEM HaBeCKU TeTpabopaTa
HaTpusd (MHOIMKATOP METHUJIOBBIM KpacHBIN)
(6=0,5%) [10]. dna craHmapTU3allMKM MCITOJIb30Ba-
JIU MepeKpPUCTAIM30BaHHBIN AeKaruapaT TeTpado-
para Hatpus Na,B,0,-10H,0 (u), conepkaHue BoabI
B KOTOPOM YCTaHaBAMBAJIM I'PAaBUMETPUUYECKU IO
MOoTepe Macchl IMOC/Ie U30TEPMUUYECKOTO MPOKAIU-
Banug (500°C) [10]. PactBop Dy(NO,); (C=
=0,1787 moiab/1) TOTOBUIU pacTBopeHHeM Dy,0,
(ANO—Y TY 48—4—524—-90) B HNO,. M36bITOK
HNO; ynansgnu nByKpaTHBIM BbIlapUBaHUEM M0
MOKPOTO OcajKa, KOTOPbI pacTBOPSIA B AUCTWII-
nmpoBaHHO# Boge. Konuentpauuwo Dy(III) ycra-
HaBAMBAIM TPSIMbIM KOMIUIEKCOHOMETPUYECKUM
TUTPOBAHMEM PacTBOPOM TpuiioHa b «u.1.a.» B alie-
TaTHOM OydepHOoM pactBope ¢ pH=5,5 (74,8 1
CH,COONa-3H,0 «u.n.a.», 1 pukcanan CH;COOH)
(MHAMKATOP KCUJIEHOJIOBBINM opamkeBbIit) (6=0,8%)
[11]. JIns BBIACNIEHUS TeTEPOIOaUAeKaBOIb(hpaMO-
nucnposuara(lll) HaTpus mcnoab3oBaiu aleTOH
CO(CH,), «u.mp.a.».

Memoduka cunmesa coau

Cunrte3 Nag|Dy(W;0),]-30H,O npoBoauiu
caenytomnmM oopasom. K 56,08 M quctrimmpoBaH-
HOI1 Boabl n106aBsiiv pactBop Na,WO, (20,19 mi,
C=0,4953 moab/71) U MO KaruisiM MpU MHTEHCUB-
HOM MepeMellrBaHuM TpuwinBaiu pactBop HNO,
(16,56 mn, C=0,4832 momnb/n). [Janee oueHb MeM-
JIEHHO MO KarulsiIM NP MHTEHCUBHOM IE€peMellu-
BaHuu nipubapnsim pactBop Dy(NO,), (7,17 mu,
C=0,1395 Monb/1). Crnenyer OTMETUTb, UTO CJEIY-
IOLIYIO KaIuTio pacTBOpa HUTparta AUCIIPO3Us MPpHU-
0aBJISUIM TOJBKO MOC/E MCYE3HOBEHUS OIajieCleH-
LIMU TIocJie 100aBiIeHus Mpeablaylieil Kama. BHe-
CEeHME YKa3aHHBIX PEaKTaHTOB COOTBETCTBYET CTe-
XMOMETPUHU MPOTEKAHUS peakliuyi o0pa3oBaHuUsI re-
TeponojuaekaBonb@pamoaucnposuat(lll)-anuona
[1,12,13]:

Dy**+10WO,2>+8H* <[ Dy(W;O),]°-+4H,0.

C 1eJblo BhIACICHUST 00pa3ylolerocss aHuo-
Ha B 0CaJIOK B COCTaBe COJIM K PacTBOPY A00ABIISLIN
100 mn aueroHa «u.g.a.». Ilociae aToro pacTBop ¢
00pa30BaBIIMMCS IIPOIYKTOM IUIOTHO 3aKpbIBaIu
M OCTaBJISLIM Ha 3 cyToK 1ipu 6°C, 9TO CrocoOCTBO-
Baji0 (POPMUPOBAHMIO MTOJBLYATOIO KPHUCTAILIMYUEC-
KOro ocajka.

Memoduka xumuueckozo anaausa coaet

XUMUYECKUI aHaJIU3 BbIICICHHBIX COJIEI TIPO-
BOIMJIM IIO CJedylolleil Meronuke. BHavaie Tou-
Hbie HaBecku (rmo ~0,2000 r) BO3AyILIHO-CYXUX 00-
pa3loB KMISITWIM B CMECH KOHIICHTPMPOBAHHBIX
HCl u HNO, (15 1 5 MJ1 COOTBETCTBEHHO) IS Tie-
peBona BoJibdpaMa B HEPACTBOPUMBIN THAPATUPO-
BaHHBIN kenThlii Tprokcun WO, xH,O u yactuy-
HOT'O OTIEJICHMSI €T0 OT HATpHsl M IucCIipo3ust. Jlist

TOJHOTO OTAEJACHMSI HaTpUsl U JUCIPO3UsST TMOCe
ynapuBaHUs K MOKPOMY ocaiaky aobapisiu 10 ma
HNO,; u BblmapuBaiu Ha BOASIHOM OaHe MpaKTU-
YecKM Jocyxa. 3aTem npuavBaaud 70 M AMCTWILI-
POBaHHOI BOABI U yapUBaJId Ha BOISHON OaHe IO
40 mn. IMocne sroro ocagok WO, xH,O oTduibt-
POBBIBAIM Yepe3 0e330bHbIN (PUIBTP «CUHSIS JIEH-
Ta», TpoMbiBa 3%-M pactBopom HNO;, BhICy-
IIUBaJd U MPOKAJIUBAJIU OO TPaBUMETPUUYECKOM
dopmer WO, mipu 800°C (6=0,5%) [9]. B monyuyeH-
HOM (UJIbTpaTe 3aTeM OIpeNessiu COAepXKaHUe
Dy** n Na*.

Hna onpeneneHus coaepxanust Dy(III) uc-
MOJIb30BAIM TPSIMOE KOMILJIEKCOHOMETPUUYECKOE
tutrpoBaHue [11]. Inst aToro ¢puasTpar ynapupaiu
TIOYTHU J0CyXa, T0OABSIN IUCTUUTMPOBAHHYIO BOLY
110 KoHeuHoro oobema 100 M1 1 oTOMpann aJTuKBO-
Tty (1,00 M) ans ompenelieHUs] COOEpKaHUSI Ha-
Tpust. OcTaBLIMiicS pacTBOP BbiNapuBanu g0 20 M
u npwiuBanu 30 Ma aueratHoro OydepHoro pa-
ctBopa (pH=5,5). Ilocae 3Toro mpoBOAWIN TUTPO-
BaHUe pacTBopoM TpwioHa b. Touky skBHMBasJeHT-
HOCTU (DUKCUPOBAIM BU3YyaJIbHO MO M3MEHEHUIO
OKpacKy MHAMKATOpa KCUJIEHOJOBOIO OPaHXKeBOro
¢ po30Boii Ha xenTyto. ComepxkaHue HaTpus B (prib-
TpaTe Ompenessyii aTOMHO-a0COPOLIMOHHOM CreK-
tpockonueil (AAC «CatypH—3», Tuiams aleTuIeH-
BO31yX, aHajguTuyeckas JuHusi 589,0 HM, MCTOY-
HUK PE30HAHCHOTO M3JIyYEeHUS] — BbICOKOYACTOT-
Has1 0e3siekTpoaHas nammna BChb—2, I=70 MA).

Cozep:xaHue BOAbI B COJISIX OMPEACIIsIA TPO-
KaJMBaHWEM TOUHBIX HaBecok (110 0,1500r) Bo3my1-
HO-cyxux o6pasioB mpu 550°C (8=0,5%).

MHcTpymMeHTaibHble METOIbI MCCJIeT0BAHMS

HUK—cnekmpockonuueckutl anaius

st uneHTuhUKalMM aHWOHA B COCTaBe CUH-
TE€3MPOBAHHOM coiM ObuT Mcnojb3oBaH MK—crek-
Tpockonuueckuii aHanu3. MK—cnekTpbl Bo3mylii-
HO—CYXOro o0pasia CoJM U MPOAYKTOB TEPMOJIM3a
(220 m 250°C) zanuceBanm Ha MK—crekTpomerpe
¢ npeodbpazoBareiaeM Dypre FTIR Spectrum BXII
(Perkin—Elmer) B obaactu BonHOBbIX uucen 400—
4000 cm™'. lnst atoro HaBecku obpasos 0,0030 r
rrepetupanu ¢ 0,6000 r MoHOKpucTaUTMUeckoro KBr
1 CIIPECCOBBIBAIM B TOHKUE AMCKM.

Onsg M30TepMUUYECKOro MNpoKaauBaHUSI
Nay[Dy(W;0),]-30H,0 1ipu 220 u 250°C ucnosnb3o-
Bau cymmiabHbli 1mkad CHOJI-3,5.3,5.3,5/3,512
(TouHocTh TTogaepxanus Temmeparypsl £2°C). O6-
pasiibl BbIAEPXKUBAIM MPU JaHHBIX TeMIlepaTypax B
TEYeHUU Yaca, TMOocJie Yero MpOBOAMJIM pPerucTpa-
o MK-cnekTpoB ¢ 00pa3ioB, TabJeTUPOBAaHHbBIX
B KBr.

PenrrenHodaszosbiii ananus (P®A) merogom
MOpollIKa MPOBOAWIM Ha PEHTreHAUMpPaKTOMETpe
JPOH-3 (CuK,-uznyuenue, Ni-punbrp). dudpak-
TOrpaMMbl 3alMChIBAIM B 00JACTSIX OperroBCKuX
yrioB 6°<20<66°.
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Mukpockonuueckuii anaius

MuUKpOCKOIMYECK1E UCCIeI0BAHNS MTPOBOAM-
JI1 METOJIOM CKaHMPYIOIIEeH 2JEKTPOHHOW MUKPO-
ckormuu (SEM) na mwmkpockore JSM-6490LV
(JEOL). Cpemka mpoBoauiach [Jjis BO3AYLIHO-CY-
Xoro obpasiia, HaHeCEHHOro Ha TOKOIPOBOISILMI
rpauTOBBIA CKOTY B peXUME OOpaTHO paccesiH-
HbIX 271eKTpoHOB (BES) npu sneMeHTHOM aHanu3e
(a3, BXxoms1IMX B cocTaB obpasiia, U B peXXrUMe BTO-
puuHBIX 351eKTpoHOB (SEI) mpu mu3yyeHnu mnosepx-
HOCTM ToslydyeHHoi conu. [Ipu mpoBeaeHMU MUK-
POCKOIMYECKUX UCCASTOBAHUI ObLI BBIMOTHEH J1e-
MEHTHBII aHajlu3 ¢ UCIOJb30BAaHUEM DHEProjayc-
MePCUOHHOTO PEHTreHOBCKOro criekTpoMerpa INCA
PentaFETx3 (OXFORD Instruments).

ugpghepenyuaroho—mepmuneckuil aHaiu3

HuddepeHinarbHO—TEepMUUECKUIA aHaIU3
(ITA) nmpoBoaunu Ha pepuarorpade Q1500D B
pexkuMe JIMHEWHOTO TOBBILIEHUST TeMIlepaTypbl B
nuamazone 25—700°C. CKOpOCTb MOBBILIEHUST TEM-
repatyphbl cocraBisuia 5°C/MuH, oOpasiibl HaXOmIM-
JIUCh B KEPAMUUYECKOM TUIJIe 0e3 KPBILIKHU.

Pe3yavmamut u ux oocysicoenue

Kucnornocts Z=v(H")/v(WO,>)=0,80 B npn-
CYTCTBUHU CTEXMOMETPUUYECKUX KOJMUYECTB pearupy-
IOLMX MOHOB COOTBETCBTYET 0Opa30BAHMIO IeTepO-
noauaekaBoibdpamonantanuaaT(lll)-anuonon |1,
12,13]:

Ln¥*+10WO,> +8H*«[Ln(W;0,5),]°+4H,0
(Ln — nantaHounm).

Hdns BblAeNeHUS] TaKMX 4YacTUI[ C MOHAMM
Dy(III) B kauecTBe rerepoaToMa ObLT UCIOJIb30BaH
0,1 M pactBop Na,WO,, noakucieHHslit 10 Z=0,80,
B KOTOPBI MO KamjasgM A00aBasiu pacTBOP
Dy(NO,); npu TiiateabHoM rnepeMeinnBanuu. [Toc-
Jie CJIMBaHUSI KOMIIOHEHTOB B CTEXMOMETPUUYECKOM
cooTHomieHun Dy:W=1:10 x cucreMe nmpubdasisiiu
ateToH (1o 50 00.%) u HaGmomaniu odpa3oBaHUE
WUrob4YaToOro KpUCTALIMYECKOTro ocaaka. Brixon
1LIeJIeBOro IpoaykTa coctaBuil ~91%; norepst ~9%,

CKopee BCero, CBsI3aHa ¢ paCTBOPUMOCTBIO COJTU TIPU
MPOMbBIBAHUU OCajika cMechio Boaa:aueToH (1:1) mpu
€ro OTAEJEHUM OT MaTOYHOTro pacTBopa. I1o pe3ynb-
tataM xumuueckoro (tabn. 1) nu MK-cnekrpocko-
nuyeckoro aHanuza (puc. 1, Taba. 2) BblAeJIEHHO-
My OcCalKy IMpumuvcaHa ¢dpopMyia

Nay[Dy(W;05),]-30H,0.

Kak ormeuaercst B [14], OONBIIMHCTBO U3BEC-
THBIX B JAaHHBII MOMEHT MOJMOKCOMETAIJIATOB CUH-
TE3UPYIOT METOAOM CaMOCOOPKHU B pacTBopax. DTo
OCOOBII TUIT CHHTE3a, KOrma B CUCTeMe OJHOBpe-
MEHHO ITPOTEeKaeT HeCKOJbKO Pa3HbIX PeaKIMii MeX-
Iy pa3HbIMU peareHTaMu (Kak MpaBujio, MOHOSIIEP-
HBIMM MCXONHBIMM BelLlECTBAMM), MPUBOAI K MO-
JIY4eHUI0 KOHEYHOTO MPOAYKTa MOBBILICHHOM
CTPYKTYpHOIl cioxHocTh. HampaBneHue mnpouec-
COB YacTo OIpeaesercss TOHKUMU OTIMYUSIMU B
CTPOEHMU U PeaklMOHHOMN CIOCOOHOCTH MHTepMe-
nvatoB. KpoMe Toro, B onpeaeaeHUM MpeuMylle-
CTBEHHOTO HampaBJIEeHUs Tpolecca UCKIIOUUTEb-
HO OOJIBIIYIO POJIb UTpaeT KOMILIEMEHTapHOCTh
(bparMeHTOB, U3 KOTOPBIX CTPOUTCSI KOHEUHBII TTPO-
nykT. B Hamrem ciydae, camoc6opka m3 WO, u
Dy** B NMOAKWCICHHOM BOIHOM PacTBOpE IIPHUBO-
IUT K (GOPMUPOBAHUIO TeTepOIOJMaHMOHA
[Dy(W;0),]°", B KOTOPOM MOH JIAaHTAHOMIA KOOP-
JVHUPYET ABa TeTpaleHTaTHbIX MEeHTaBOJbhpamaT-
aHnoHa [W;0]%, gaBasommxcs JaKyHapHBIMU
TPOU3BOJIHBIMU aHWOHA CO CTPYKTypoit JIMHAKBU-
cTa.

XapaxkTep BaJEHTHBIX U nehOopMallMOHHBIX
kosiebaHuii B Kapkace Bonbppam-Kucnopon B K-
CIEKTPE BO3AYILIHO-CYXOro obpasia coau (puc. 1,
TabJ. 2) CBUAETENBbCTBYET O HAJTMUUM B €€ COCTaBe
retepornoiranmona 10-ro psma co CTPyKTypoit
IMukoka-Yuxkmum — [Dy(W0y),]°" [15,16].

Cremyer OTMETUTh, YTO Ha CETOIHSIIHUI JeHb
W3BECTHBI IB€ METOAMKU CUHTe3a IeTepoIouae-
kaBoJibpamonantanuaatoB(IIl). IlepBaa npemio-
xxeHa B 1971 rony Peacock R.D. nu Weakley T.J.R.

Tabnuna 1
Pe3yabTaThl XMMHYECKOTO AHAJIM3A COJIH
Pe3ynpTaThl XUMIYECKOTO aHAJIM3a Brixon LBer Na,O Dy,05 WO, H,O
Haiineno, mac.% 91 % Beuuii 8,3 5,5 69,6 16,2
Beruncnieno st Nao[Dy(Ws0i5),]-30H,0, mac.% ’ 8,39 5,61 69,74 16,26
Tabnuna 2
YacroTn KomBanb normmHanHsa B [Y-cnekrpax coseii 3 anioHom [X(Wi0,;),]°"
X d(W-0-W) v(W-0-W) v(W=0)
Dy 422 492 544 582 718 797 849 934
Dy* 482 547 582 705 797 846 934
Er* 494 547 583 710 798 852 931
Y ** 422 490 547 615 707 782 845 940

IMpumeuanue: Dy — cuHTe3upoBaHHast B JaHHOK padote cosb Nao Dy(W;0y),]-30H,0; Dy*, Er* — conu Na,;H,[Ln(W;04),]-nH,0

[15]; Y** — comb Na,[Y(Ws0,5),]-35H,0 [16].
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[12], uMeHeM KOTOpBIX M Ha3BaH reTepoIOJMaHu-
oH [X(W;0),]°". Ona 3akimoyaercss B MOIKHUCIIE-
HuM pactBopa Na,WO, yKCyCHO KUCIOTOH A0
pH=7,0—7,2 u noGaBieHUU PacTBOPOB HUTPATOB
6o xjmopuaoB saHTaHounoB npu T=90°C mpu
TIIATeJIbHOM TNepeMelnvBaHuu. [1pu aTom mosyde-
HUE KPUCTAUIMYECKOTO OcajaKa MPOUCXOAUT JIMOO
MpY MEUIEHHON KpUCTAUIM3aLUUM MTPU KOMHATHOM
TeMIiepaType, J1bo Mpy OXJIaXKICHUM pacTBopa 10
5°C. Ho Bo Bcex city4asix TmosydeHHbIe B [12] conmn
aBasnuchk kucasiMu M,H,[Ln(W;0),]-nH,0
(M=K, Cs, CH(N;; Ln=Ce, Y, La, Pr, Nd, Sm,
Eu, Ho, Er, Yb; n=8—17). Btopass meroauka 3ak-
JIIoYaeTcsl B CO3AaHWMU B PacTBOpE HEOOXOIMMOTO
pH BBeneHueM aueraTHoro OydepHoro pactsopa u
nobapieHreM HuTpara Taius. [lo maHHON MeTo-
nuke B [13] ymaBanoch 1ieieHaNpaBIeHHO BbIICISITh
COJIU C HEOOXOAMMBIM YMCIOM TMPOTOHOB
Tl H,[Ho(W;Oy),]- mH,0 (n=2—4; m=7-9). Ta-
KM 00pa3oM, pa3paboTaHHas B JaHHOI paboTe Me-
TOJMKA MOJYYEHMS reTeponouaeKkaBoibdpaMonuc-
nposuara(lll) Harpust gaBasieTcss HOBOM M OTJIMYA-
€TCs1 TeM, UTO TMO3BOJIIET CUHTE3UPOBATh CPEIHIO0
COJIb C TETePONOJIMaHUOHOM €O CTpyKTypoii [Tuko-
Ka—YUKJIHU.

Torsnomenue, %

1

v, CM
1700 2800 3200 3600 4000

400 600 800 1000 12001500

Puc. 1. UK-criektp Nao[Dy(Ws0,4),]-30H,0

B nporiecce Tepmonuza Na,| Dy(W;0,,),]-30H,0
Ha AepuBaTorpamme (puc. 2) GuKcupyeTcst HeCKOJIb-
KO TeMIlepaTypHBIX 00JlacTeil moTepu Macchl: 35—
60—75°C, 90—125—155°C, 160—2200C. Ha xpuBoii
DTA HaGmonarotcs sHA0—3ddekTsl pu T=35—
60—75, 90—125—155, 160—220, 460, 658°C u 5k30—
apdpext npu T=355—360°C. DHmo—addeKTh B
obmactn T=35—220°C compoBOXIAIOTCSI TTOTepeit
Macchbl, 4TO OOYCJIOBJIEHO MpPOILIECCOM AeTuapara-
LIMM COETMHEHUSI.

KonuuectBo monb H,0, KoTopoe TepsieTcst Ha
pa3HbIX 3Tanax AeruapaTaluu, MPUBEIAEHO B
Taobs. 3.

Tabnuua 3
PesyabTatnl muddepeHnMaIbHO—TEPMUYECKOT0 aHAIN3a
Na,[Dy(W;05),]-30H,0

Temneparypa, KonudecTBo noTepsitHHOM BOBI,
°C Mot/ 1 Mosb Nag[Dy(Ws015),]-30H,0
35-60-75 10
90-125-155 15
160-220 5

DTG

Bpewms, cek.

t T T T T
0 2000 4000 6000 8000

Puc. 2. lepusarorpamma Nay|Dy(W;0s),]-30H,0:
Kpussie: T — temneparypsl; TG — TepMmorpaBuMeTpuueckast;
DTG — muddepeHunanbHas TepMorpaBuMeTpuyeckast;
DTA — nuddepeHnmnaibHO—TepMUUECKOrO aHaIM3a

N3 kpuBbix TG u DTG (puc. 2) MOXHO BU-
JIeTh, UYTO TIOTEPST MAcChl HAOIOMAETCS IO TEMIIe-
patypsl 220°C, nanbHelilee HarpeBaHWe TPUBOIUT
K TOsIBJIEHUIO 3K30-3(dekTa Ha KpuBoil DTA (355—
360°C) KOTOpBIi COOTBETCTBYET KPUCTAJUIM3ALIMKU
(a3 nuBoabdpamara HaTpusi Na,W,0; 1 opTOBOJIb-
(pamara Hatpus—aucnposusi Na,;Dy,sWO,, ped-
JIEKCHI KOTOPBIX (PUKCUPYIOTCS Ha AUdpaKTOrpam-
Me TIPOIYKTOB TepMmonm3a (puc. 3).

Bbuit mpoBeneH PDA KpuCTaTMIecKOro ocai-
Kka Nay[Dy(W;0),]-30H,0, HO comocTaBUTh MOJy-
yeHHylo audpakrorpammy (puc. 3,a) ¢ aHajIorom
n3 kaptoreku ICDD [17] He ynmanoch, MOCKOJbKY
nomoOHas pa3a OTCYTCTBYET B yKa3aHHOI Oa3e maH-
Hbeix. Ha nudpakTorpamme mpoayKTOB TepMOJIM3a
(2 4, 500°C) puxcupyrorcsa pedaexcsl a3 Na,W,0,
(ICDD PDF 01—-070—0860 [17]) u Na,;Gd,;WO,
(ICDD PDF 00—025—0829 [17]) (puc. 3,6). Cne-
oyeT A00aBUTb, YTO Ha AudpakTorpaMme MpoayK-
TOB TepMOJM3a TOCje MPOKaJIuBaHUs TpuU OoJjee
BbIcOKOI Temriepatype (2 4, 800°C) ¢uxkcupyrorcs
pediekchl Tex ke caMbIX (a3, UTO yKasbIBaeT Ha
OTCYTCTBUE JAJIbHEHIIEro pasjiokeHUs JU00 daib-
HeIero B3aMOJEHCTBUSI MPOAYKTOB TEPMOJIU3a
Mexay coboit (puc. 3,B).

ITo pesyabraram MK-crnekTpocKOMMYECKOro
aHajiM3a MOXHO OTMETUTb, UYTO aHWOH
[Dy(Ws0),]°~ B CTpyKTYype COeaMHEHUs OCTaeTcs
YCTOMUMBBIM TOCJIE TIpOKanBaHus coau rmpu 220°C
(puc. 4,a), a B IpoayKTax MpOKaJIMBaHUS MPU TeM-
neparype 250°C (puc. 4,0) yxxe He (pUKCUPYIOTCS
CUJIbHBIE MO MHTEHCUBHOCTHU IOJIOCHI MOTJIOIIEHUS
(849, 797, 718 cm™'), xapakTepHble AJIs1 TE€TepOIio-
JIuaHuoHa co cTpykTypoii [Tukoka-Yukiu.

Takum o0pa3oM, KOMOMHUPYS pPe3yabTaThl
ATA, POA u MK-crieKTpocKONUKM MOXKHO TIpe-
JIOXUTh cXemy TepMoaM3a TS
Nay[Dy(W;05),]-30H,0:

Na,[Dy(W;0,4),]-30H,0 _35-75°C
—Nag[Dy(W;0),]-20H,0 _20-155°C

—Nay[Dy(W;0,),]-5H,0 _160-220°C
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—Nay[Dy(W;05),] _220-500°C o

—4Na,W,0,+2Na, ;Dy, WO, 658°c | miaBieHue.

—_—

IHO\M}MWM&W
0)

B)

r)

[ | ‘ ’, H’ ‘J | MH\ m “\ lhnwh“m T

)

R T
6 10 20 30 40 50 60
26, rpan.

Puc. 3. Judpaxrorpammer: a — Nay[Dy(W;0),]-30H,0
(BO3IYyLIHO—CYXOi1); 6 — IMPOAYKTHI TepMOJIM3a
Nay[Dy(W;05),]-30H,0 (2 4 ipu 500°C); B — mpOmyKTHI
tepmoinza Nay[Dy(W;0),]-30H,0 (2 u mpu 800°C);
r — Na,W,0, (ICDD PDF 01—-070—0860 [17]);

1 — Na,;Gd,sWO, (ICDD PDF 00—025—0829 [17])

4255 5, (W-0-W)

287 0, (W-O-W)

Tlornowenne, %
Tornomenue, %

400 600 800 1000 1200 400 600

800 1000 1200
v, em’! !

v, eM

Puc. 4. UK-criekrpsl Na,[Dy(W;0),]-30H,0 nocine npokanu-
BaHus nipu pasHbix T: a — T=220°C; 6 — T=250°C

CrenyeT OTMETUTb, YTO IPU TEPMOJIU3E 00-
pasyeTcst oTcTyTcByoIIas B Kaproteke ICDD ¢a3za
Na, sDy,sWO,, gaBngiomascsa U30CTPYKTYpHOI
Na, ;Gd,sWO, (ICDD PDF 00-025-0829 [17])
BBUIY OJM3KUX MOHHBIX PaiMyCOB KaTUOHOB JIaH-
taHounoB [18] u monoxeHust pediekcoB Ha aud-
pakTorpamme.

MukpocKkonuyeckuii aHaau3 Iokasaj, YTo
MOBEPXHOCTb 3€PEeH  BBIACJEHHONH COJM
Na,[Dy(W;0,5),]-30H,0 numeer HeueTKue pa3MbIThbie
Kpas. Pa3mep 3epeH oOpaslia HaxoAMTCS B Tpene-
nax 130—180 um (puc. 5).

PaBHOMEpHBIIT KOHTPACT MOBEPXHOCTU B pe-
xume BES cBugerenbcTByeT 06 omHO(pa3zHOCTHU
MTOJTydeHHO# comn (puc. 6).

Puc. 5. SEM-u3o0paxeHue MoBepXHOCTH MOPOIIKA
Nay[Dy(W;0),]-30H,0: a — yBenuuenue B 10000 pas;
6 — yBeaunuenue B 20000 pa3

" ow ::m i :‘IEC_
Puc. 6. N306paxeHre TTOBEPXHOCTH MOPOIIIKA

Nay[Dy(W;0,),]-30H,0 B pexrme o0paTHO paccessHHbIX
2JIEKTPOHOB

Ha MUKpodoTorpadusix MmopoliIkKa
Nay[Dy(W;0),]-30H,0 B xapakTepucTHYeCKOM
PEHTIE€HOBCKOM H3JIyYEHUU OTCYTCTBYIOT 00JaCTH
C pa3Hoil Mopdosorueit MoBepXHOCTU, W HaOJIO-
Jaetcsl paBHOMepHoe pacnpeneineHue Dy, Na, W,
O 6e3 cerperaiuii U JUKBalMiA, YTO MOATBEPXKIACT
onHoda3HOCTh MPOAYKTOB (puc. 7). Buaumbie Heo-
JTHOPOMHOCTU OOBSICHSIOTCS pa3inuveM pesbeda
MOBEPXHOCTU 00pasla.

Puc. 7. V300paxkeHne TTOBEpXHOCTU TMOPOIITKA
Nag[Dy(W50),]-:30H,0 B XapakTepucTUUeCKOM PEHTIeHO-
BckoM uannydeHnu (Dy Lal, Na Kal—2, W Mal, O Kal)

PenTreHocnekTpaabHbIii MUKpOAHAIU3 TPO-
BOAMJIM B Pa3HbIX 00JIACTSIX MOBEPXHOCTU IMOPOLII-
Ka ¢ pa3Hoi miaomanbio (ot 28,2x43,9 no
55,4x60,7 Mxm?). Pe3yabTaThl 2JIeMEHTHOTO aHaJIM-
3a (puc. 8, Tabn. 4) ABASIOTCS WACHTUYHBIMU pe-
3yJbTaTaM KJIACCMYECKOTO XMMUYECKOro aHajausa
(tabn. 1) u coctaBisior st Nay[ Dy(W;05),]-30H,0
MOJIbHO€ OTHOIlIeHue 3j1eMeHTOB Dy:Na:W=
=1,00:9,07:9,96 (BpiunciaenHoe Dy:Na:W=
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=1,00:9,00:10,00).

Puc. 8. SEM-u3zobpaxenue nopouka Nay[Dy(W;0,),]-30H,0:
YKa3aHbl 06nacm, B KOTOPBIX BBIINOJHEH 9JIEMEHTHBI aHaIn3
(Taba. 4)

Tabnuua 4
MoJbHoe oTHomenue* 31eMentoB Dy:Na:W B pasHbIx
obmactsax mopomka Na,[Dy(W;0,),]-30H,0

v(Dy) | v(Na) v(W)
TeopeTnueckoe OTHOLIEHKE 1 9,00 10,00
QOo6macTts 1 1 9,08 9,94
Oo6macts 2 1 9,05 9,97
O6uactb 3 1 9,09 9,98
CpenHee 3HaYCHHE 9,07 9,96
CraHIapTHOE OTKIIOHEHHE, S 0,0217| 0,0161

IMpumevanue: ¥ — oTHoLIeHUE mepecuntaHo Ha 1 atom Dy wisa
YIPOLLEHUS.

Takum obpa3zom, B pabOTe YCTaHOBJIEHBI yC-
JIOBUSI 0Opa30BaHMs M MTPOBEJCH CUHTE3 paHee Heo-
MUCAaHHOTO TeTePOIOIUCOSTUHEHUS
Nay[Dy(W;0y),]-:30H,0, BbINONHEHBI UCCEI0BA-
HUSI €r0 COCTaBa U CBOMCTB KOMITJIEKCOM (DU3MKO—
XUMHUYECKUX U (DU3MYECKUX METOAOB aHaau3a —
HK-cnexkrpockonusi, POA, ITA, SEM.

Bbieoowt

1. PazpaboTaHbl yCJIOBUS CUHTE3a Te€TEepOIIO-
mucoearHeHust Nao|Dy(W;0,),]-30H,0 13 noakuc-
neHHoro g0 Z=0,80 BogHOro pactBopa ¢ COOTHO-
wenuem n(Dy): n(W)=1:10 neiicTBueMm aieToHa.
Metoaom UMK-crekTpockonuu nokazaHa MpUHAI-
JIEXKHOCTh aHMOHA B COCTaBe CUHTE3MPOBAHHOM
coiu K cTpykrype Ilukoka-Yuknu. PazpaboranHas
B paboTe MeTomMKa TMOJIydEeHMST TeTeporouaeKa-
BoJibpamoauctposuata(lll) HaTpus siBasieTcst HO-
BOI M OTJIMYAeTCs TeM, YTO MO3BOJISIET CUHTE3UPO-
BaThb CPEMHIOIO COJIb, YTO MOXKET ObITh MCMOJb30Ba-
HO IUISl BBIACJIEHUST CPEAHUX COJiell ¢ OApYTMMU re-
TepoaToMaMU—JIaHTAaHOUJAMU.

2. Metonom nuddepeHIUaTbHO-TEPMUUECKO-
ro aHajlM3a U3yyeH MpolecC TEPMUYECKOTO pasio-
JKEHUSI COJIM, a METOAOM PEHTreHo(ha30BOro aHa-
JIU3a YCTaHOBJIEHO, YTO MPOAYKTaMU TEPMOJIM3a
Na,[Dy(W;0),]-30H,0 saBnsitorcs auBosibhpamat
Hatpus Na,W,0, u nBoiiHoil opToBoJb(dpaMar Ha-
Tpus-guciposuss Na,y Dy, sWO,.

3. Metogom HMK-cnekTpockonuu ycTaHOBIIE-
HO, YTO CTpyKTypa rereponoiaraniona [ Dy(Ws0,),]*~
coXpaHsieTcsl yCToiunBoii 10 Temmepartypsl 220°C.

4. MeTomoM CKaHUPYIOLLE IEKTPOHHOM MUK-

POCKOTINH MOKa3aHa 0MHO(a3HOCTh 00paslia, 1 ycTa-
HOBJIEHO, uTO pa3Mep 3epeH Nay,[Dy(W;05),]-30H,0
HaxonuTcsl B mpenenax 130—180HMm.
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Asmopbt evipadcarom daazodaprocms Bypxoeeu-
xomy B.B. (IOTHU um. A.A. Tarkuna HAH Ykpau-
Hbl) 3a NOMOWb 8 NPOBEOeHUU MUKPOCKONUMECKUX UC-
credosanuti. Paboma eévinoanena 6 coomeemcmeuu ¢
npoepammoli hynoamenmanvubix ucciedosaruii Mu-
Hucmepcmea 06pazo8aHus u Hayku Yxpauuwl (npo-
exkm Ne 0113U001530).
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