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MOP®OJIOTUSI MIOBEPXHOCTU U TEPMUUYECKHUE MPEBPAILEHUS NajNi(OH)gWgO1gX6H-,0

MeronoM CKaHUPYOIIEH SIEKTPOHHONH MHKPOCKOIIMH HCCIeA0BaHa MODP(OIOrHs MOBEPXHOCTH IeTepo-
nosurekcaBosbppamonnkenara (1) Hatpus Nay[Ni(OH)gWg01g]26H ,0 1 nokasana ero ogHo}a3HOCTB.
C HOMOIIBI0 TEPMUUYECKOT0, PeHTreHO(}a30Boro 1 MK-CrekTpocKonnYeckoro aHaIu30B HU3y4eH TEPMOIIH3
Nay[Ni(OH)gWgO1g]X6H 2,0 1 ycraHOBIICHO, 4TO NPOKAIMBAHUE FETEPOIIOTHCONHN 10 Temuepatypsl 250 °C
He TIPUBOJIUT K PA3PYLICHUIO FeTePONOIMaHUOHA CO CTPYKTYPOil AHIEPCOHA, a MPOAYKTAMH MOJHOTO Tep-
mosm3a sBisitores NiWO,, NaoW 40413 u NapyW 0.

BBEJIEHUE. TemnepaTypa pa3ioKeHUs SBIIS-
ercst GyHIAaMEHTAJIbHBIM MapaMeTpoM Ui JI000To
XMMHYECKOTO COEIMHEHUs], B TOM YHUCIE U IS 110-
nrokcomerauiatoB (ITOM), onpenenenine MOMEH-
Ta Pa3l0KEeHUs U AUANA30H TEMIIEpaTyp CyIIEcTBO-
BaHUS TUCKPETHBIX IIOJUAHMOHOB B KOTOPBIX YACTO
BBI3BIBaeT TPYAHOCTH. OOBIYHO TEPMHUYECKOE pa3-
JoKeHue kpucrajuioconsBatoB [IOM mpoucxoaut
CTYNEHYATO C YAAJIEHHEM MOJIEKYJ M3 KPUCTAJIO-
CONBBATHOM 000JIOYKH U 00pa30BaHUEM ABYX WIIH
Oosee (B 3aBUCMMOCTH OT COCTaBa KATHOHHOI 101~
pelIeTKH) OKCHAHBIX (a3, KaK MpaBwiIo, MPH BbICO-
KHMX TemmepaTypax. Yalie Bcero mojHas Aeruapa-
Tanus FCTCpOHOHI/ICOCI[I/IHeHI/Iﬁ MMPpUBOAUT K pasjio-
KEHHUIO TeTepOIOJIMaHNOHA C HOCIEAYOIHUM 00pa-
30BaHMEM COJIM, BKJIIOYAIOLIEH rerepoaTom, U Io-
JIMMEPHBIX COJIeH BHENIHecpepHOTro kKaTuoHa. [lo-
ToMy m3ydyeHue tepmonm3a [IOM naer Bo3moOx-
HOCTb HE TOJIBKO OTPEACTUTh 001aCTH TEMIEpaTyp
CymIe€CTBOBaHUA JUCKPETHLIX NIOJIMAHUOHOB, a4 U YC-
TaHOBUTH ONTUMAaJIbHBIE YCIOBUSA 00pa30BaHUs OK-
cHIHBIX (a3, TaK KaK U T€ U APYrue NPUTOIHBI IS
JaJIbHENIIEr0 UCIIOIb30BaHHUS.

BrlsicHeHHe TemIepaTypHOTO MHTEpBasia Tep-
MHUYECKOH YCTOWYMBOCTH OCOOEHHO Ba)KHO M3-32 HC-
MOJI30BAHHS TETEPOTNOIHCOSTUHEHN C AaHUOHOM
co crpykTypoit Aunepcona [X(OH)eM ¢Og” (M =
Mo, W; X — rerepoatom) B Katanuse. Tak, B pe-
AKX TIYOOKOTO Jecynb(pypupoBaHus AU3ENbHON
(bpakumy A7 KaTaJIUTHYECKOTO OKHUCIEHHS MCTIOJb-
syercs [(C4H )N ]4Ni(OH)gM 0601g], ut0 Tpedyer ero
ycroitunBocTH B quanas3one Temmeparyp 30—70 °C [1].
AxtuBaocth XM 0g(S)/g—Al,03 u Ni-XM 0g(S)/g—
AlL,O5 (X = Al, Ga, In, Fe Co, Ni) [2] kak katanu-
3aTOPOB B PEAKLMSIX TUAPOreHoIn3a THO(EHa U TU-
JIPOOYHCTKY AW3ETbHON (pakmuu QUKCHpyeTcs B
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nuana3zone temmepatyp 300—400 °C. Ilpu sTom B
MEPBOM CIIy4ae pedb UJIET O COJIM C TUCKPETHBIM T'e-
TEpOTIOIMAHUOHOM, 3 BO BTOPOM KaTaJIUTHIECKYIO
aKTUBHOCTB HPOSBIISIOT MPOIYKTH TEPMOIIH3A.
MN3ydenuro TepMUYECKUX IPEBPAILEHUN reTe-
ponomucoeunennii ¢ arnoHoM [Ni(OH)gM O]
(M = Mo, W) nocasiiiieHo HeOOJIbIIIOE YHUCIIO MyOITH-
karuii. Tak, Uisl reTepornoInureKcaBoibpaMoHuKe-
nat (I1)-anuona B Niy[Ni(OH)gWgO1g8H,0O mipe-
Je TepMudeckoit yeroitunBoctu cocrasun 230 °C,
a monHas aeruaparanmsa nocie 370 °C mpusena x
ero paspyirernto 1 oopazoBaruio WOz u NiIWO,[3].
ABTtopamu paboTsl [4] mokas3aHo, 4TO MPUPOIa Ka-
THOHA B COJISIX M 4[Ni(OH)gWgO1gH,O (M = K*
Rb CS TI ) I/I M 2[N |(OH)6W6013]>nH20 (M =
ca®, %, Ba’ ") CylIecTBEeHHO BIMSET HA TEpMUYE-
CKYIO CTa6I/IJII)HOCTI> reTeporoIMaHIOHa B UX COCTa-
BE, IIPUYEM TEMIEPATypHl X Pa3I0KEHUS MOTYT OT-
mmuatbes Ha 200 °C. Takoke mokaszaHo, 4TO Tekca-
Bosb(pamonnkenats ¢ vonamu K, Rb", Cs” mpu rep-
MoJi3e 00pa3yroT (pa3bl MepEeMEHHOTO COCTaBa C Ky-
OMYeCKOi TPaHelEeHTPUPOBAHHOHN CTPYKTYpOW THIa
NHUPOXJIOPA, & COJIN C KATHOHAMU IIET0YHO-3eMeNb-
HBIX METAJIOB — COEIMHEHUS CO CTPYKTYPOH rekca-
TOHAJBHBIX BOJIb(YPAMOBBIX OPOH3.
TepmorpaBUMETPUUECKHM, PEHTTEHO(]A30BBIM
n UK-crektpockonmyecknM aHamu3amMu OBIIO ycTa-
HOBJIEHO, YTO AHHOH B COS/IMHEHHSX M 4[Ni(OH )g-
M 0g0,g¥H,O (M = Na', Rb", Cs") [5] ocraercs ye-
TOYHUBBIM JI0 TEMITEPATYP 251)—320 °C,B[NHO)g >
{Ni(OH)eM 0gO1g} J4H 50 1 [Ni(HO)gl[Ag{ Ni(OH)e-
M 0gO1g}]8H,0 [6] — no 170 u 220 °C cootBer-
crBerHo, a B (NH 4)4[Ni(OH)gM 0g04g]H 0 [7] —
no 210 °C. Takum 00pa3om, pa3pylLieHUE HUKENb-
Co/ieprKaIlluX I'eTepOTOIHaHUOHOB CO CTPYKTYpOi
AHJIepCOHA TTPOUCXOIUT TpH Temmeparypax 170—
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320 °C B 3aBUCUMOCTH OT MPHUPOJIBI KaTHOHA.

[TosTOMy maHHOE WCCIEIOBAaHUE ITOCBAIIEHO
OTHCAHUI0 MOP(OJOTHH MOBEPXHOCTH, U3YyYCHHIO
HPOJYKTOB TEPMHUYECKUX MPEBPAIICHUI IeTepoIo-
naurekcaBosbpamonnkenara (I1) matpus Nay[Ni
(OH)eWgO1g]"46H 50 mpu 50—700 °C u ycranoBie-
HUIO TEMIEPAaTypHOT'O0 HHTEpBaja yCTOWYHBOCTH
reTepoToIMaHNOHa CO CTPYKTYpOi AHIEpCOHa.

OKCIIEPUMEHTAJIPHAA YACTh. JIns uccie-
JIOBaHWH HCIIONIB30BajH BoIHBIE pacTBOPEI NapW O 4%
2H,0 (u.1.a), HNO3 (x.u.), Ni(NO3),6H 0 (u.1.a.),
KOHIICHTPALIMKA KOTOPBIX YCTAHABIMBAJIM MO CTaH-
JnapTHeIM Metokam: NaWO, — rpaBuMerpudec-
ku (rpaBumerpudeckas dopma WO3, d=0.5 %) [8];
HNOz; — tutpoBanuem TouHoi HaBecku N a,B,0,%
10H,0O (uHAMKaTOp MeTHJIOBBIH Kpacubiit, d=0.5
%) [9]; Ni(NOs), — rpaBumerpuyecku (rpaBUMeT-
puueckas popma Ni(C4H-N-O,),, d= 0.5 %) [10].

CuHTE3 ¥ XMMUYECKUI aHAJIHU3 TeTepOIOINCO-
a1 Nay[Ni(OH)gWeO4g]A6H,0 ocymiecTBisiiu 1o
METO/IMKE, ONMCaHHO# B pabdoTe [11].

TepmorpaBumerpudeckuii ananus (TT'A) comnu
npoBoauiu Ha aepuBatorpade Q 1500 D B pexume
JIMHEHHOTO MOBBIIICHUS TEMIIEPATYPBI B AUANIA30HE
25—800 °C. Ckopocts Harpesanus 5 °C/mun, Tur-
JaM — Kepamuyeckue 0e3 Kpbimku. st Tepmudec-
KUX MCCICJOBAHUI B CTAIIMOHAPHOM PEKHME TOY-
HbIE HaBECKH T'€TepPOIOJIMIeKCaBOJIb(PpaMOHUKe-
nata (I1) matpus (~0.20T) mepeHOCHIIN B THIJIH |
NPOKaJMBAJIU TPU COOTBETCTBYIOIICH TeMIepary-
pe B TeueHue 2 4.

NK-cnexkrpockonuyeckuil aHaiu3 MPOIYK-
TOB TepMoJin3a BeInoiHsuH Ha MK-ciekrpomer-
pe FTIR Spectrum BXII (Perkln—EImer) B o0uac-
n BOIHOBBIX uncen 400—4000 cm HaBeCKy co-
mu 0.0030 r neperupainu ¢ 0.6000 r MoHOKpHCTAT-
nieckoro KBrI u cripeccoBBIBaIN B TOHKHE JUCKH.

Pentrenodasoserii ananus (P®A) monyuen-
HBIX (a3 METOJOM MOpOIIKAa OCYIIECTBISUIM Ha
pearreaaudpakromerpe JJPOH-3 (CuK,-usnyue-
Hue, Ni-punbtp).

MHUKpOCKOTIMYECKHE HCCIeIOBAHUS MPOBOIHU-
JI1 METOJIOM CKaHUPYIOILIEH IEKTPOHHON MHUKPOC-
konuu (SEM) Ha mukpockone JSSM—6490 LV (JE-
OL). CheMKy BBITTOJHSIIH ISl BO3AYITHO—CYXUX 00-
pa3loB, HAHECEHHBIX HA TOKOTPOBOIAIIHUI rpadu-
TOBBIH CKOTY, B p&KUME 00PATHO PACCESTHHBIX JJICK-
tpoHoB (BEC) npu siemenTHOM aHanu3se ¢as, BXo-
JSIIUX B COCTaB 00pasia, U B peKUME BTOPHYHBIX
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asiektpoHoB (SEI) mpu usydenun Mopdosioruu 1mo-
BepxHOCTH. M cnonb3oBanme rpadura yaydmaio Ka-
YeCTBO M300pakeHHs 3a CHET MCKIIOYEHHs] HAaKOTII-
JIEHUsT CTaTUCTHYECKOTO MOTEHIMalla Ha MOBEpX-
HOCTH 00Opasia u pe3koi auddepeHmanim deK-
TPOHHOTO My4YKa Ha COCTABISIONINE IO CKOPOCTH U
sHeprud. [1pu npoBeeHNH MUKPOCKOTIMIECKHUX HC-
CJIeIOBAaHUI OBII BBITIOJIHEH 3JIEMEHTHBIM aHAIN3 C
UCTIOJIb30BaHUEM SHEPTOTUCIIEPCHOHHOTO PEHTTe-
HoBckoro criektpomerpa INCA PentaFETx3 (OX-
FORD Ingruments).

OBCY)K[EHUE PE3YVJIbTATOB. U3BectHo [11],
uro B nozxucienHom 10 Z = n(H™)/ n(\NO42_) =10
pactBope Bojb(ppaMaTa HATPUS B IMPUCYTCTBUHU
CTEXHOMETPHUECKOTo Komuecta noHos Ni mpo-
UCXoaUT 00pa30oBaHUE TETEPOTOIUTEKCaBOIb(pa-
mouukenat (I1)-anmona:

Ni%* + 6W0,2 + 6H* ® [Ni(OH)gWg04g"

}%e3 2 mec ToCie PHTOTOBIICHNA PacTBOpa
(CWO,H)=01,CH") =01, C(NI )= 00167 mos/)
OBUIH BBIJICTICHBI T'OJTyObI€ KPUCTAJUIBI, COCTAaB KO-
TOPBIX OTIPE/EIICH O JaHHBIM XUMUYECKOT'0 aHaJIH-
3a. Haiineno (Bbruuncieno), % mac.: Na,O 6.3 (6.42);
NiO 4.0(3.87); WO3 71.9(72.0); H,O 17.6 (17.71).
W nentudukanus U OTHECEHUE aHMOHA B COC-
TaBE BBIJICJICHHON COJIM K CTPYKTYpHOMY THUILy AH-
JepcoHa caenano Ha ocHoBe MK -cniektpockonuyec-
koro anaiu3a (puc. 1, 2). B ctpykType aHHOHa HMe-
ercsa 6 yuc-WO, rpymm u 6 MocTukoBBIX Tpyrm W—
O-W, 1eHTpabHbIi OKTAdAp 3aHSIT TETEpOATOMOM.
[1pu nosHOW CUMMETpUH aHHOHA [X(OH)6M6018]
(X — rerepoatrom, M — Mo, W) Dgy UK-criektp
JOJKEH XapakTepu3oBaThes 24 xonedbanuamu: [y
= 9A,,+15E,, [12], x0Ts1 MHOTHE M3 HHX MOTYT HE
HPOSIBIATHCS BCIEACTBUE HHU3KOW HHTEHCHBHOCTH
win Beipoxenusi. B MK-criektpe Nay[Ni(OH)g-
WO4g]X46H,0 konedanus KOHLEBBIX cesazeit W=0
MPOSBISIOTCS B 00macTr ~955 cm ! Monoca normo-
nieHus B o0actu 884 cM —, KOTOPYIO HHOTIa HEOO-
OCHOBAaHHO OTHOCST K KOJICOQHHSM KOHIIEBBIX CBSI-
3eit W=0 [12 13], a Takske momockl B o61actu 470
—700cmt COOTBETCTBYIOT BaJICHTHBIM aCUMMET-
PUYHBIM U CHMMETPHYHBIM KOJIEOAHUSM (hparMeH-
toB W-O-W. B UK-cnektpe Ha6J'IIOI[aIOTC$[ TaKxXKe
MOJIOCHI TOTJIONICHUS TIPU 1620—1660 cm ™ , OTBe-
yarone aeGopMarmoHHBIM KOJIe0aHUSIM H—O—H,
u nipu 3300—3500 oM, COOTBETCTBYIOIINE BaJICHT-
HbIM KoJieOanusMm cBsizeit O—H B monekynax H,O
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Puc. LU K-crektpsr Nay[Ni(OH)gWgO1g46H,O: Bo3ay-
nrHo—Cyxo# o6pasen (1); obGpasem, MpOKaJCHHBIA MPH
70 (2); 150 (3); 200 (4); 300 (5); 500 °C (6).

u OH-rpymmax B crpykrypaoM dparmente Ni(OH)g
reTeporoInaHuoHa.

W3zyuenue Mopdosoruu rmo-
BepxHocTH MerogoM SEM moxka3za-
710, uto Kpuctauisl Nay[Ni(OH)g-
WgO4g]6H O umeroT riaakyio,
OJIHOPOIHYIO MTOBEPXHOCTH (pHC. 3).
Bornbliioe KommyecTBO TPELIMH Ha I0-
BEPXHOCTH BBI3BAHO YIAaJICHUEM KpH-
CTaJUIOTHUIPATHOW BOJBI BO BpEMs
cveMk. [leperupanue KprcTauioB
N a,[Ni(OH)gWgO1g]X6H50 (15muH,
aratoBasl CTylKa) NPUBOJMT K MO-
JIYYCHHUIO TMOPOIIKA C pa3MepaMu
3epet B npezienax 200—400 um (puc. 3).

PaBHOMEpPHBII KOHTPACT MTOBEP-
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Puc. 2. Konebaunss OH-rpynn B MK-cnektpe Nay[Ni-
(OH)gWgO1g46H 50: Bo3aymrao—cyxoit o6paser (1); cois,
npokanennas mpu 70 (2); 150 (3); 200 (4); 300°C (5).

xHocTH B pexxume BEC cBunerenscrByer 06 ojHO-
dbasnocru mosydenHoi conu (puc. 4). Ha mukpodo-
torpadusix moporrka Nay[Ni(OH)gWgO15]46H,0 B
XapaKTEePUCTUIECKOM PEHTI'C€HOBCKOM H3ITy4eHUH
(Na K;1-2, Ni K;1, W M1, O K,1) otcyrcTByroT
obnactu ¢ pa3HOW MOpP(OIOTHEH TOBEPXHOCTH U
HaOmonaercs paBHoMepHOoe pacnpenenenue Ni,
Na, W, O 6e3 cerperauuii u JUKBaLUii, 4TO MOJ-
TBEpKIaeT 0JHO(Ha3HOCTh MPOYKTOB.
PenTrenocnekTpanbHbli MUKPOaHaJIN3 IPOBO-
JIMJTH B PA3HBIX 00JIACTSX MOBEPXHOCTH TTOPOIIKA C

029% 10 40 BEI

1y xa@000  1pm

Puc. 3. SEM-nzo6paxenue nosepxuoctu Nay[Ni(OH)eWO1gX16H ,0:
a — xpucramia (X2 000 pas); 6 — mopomka (X20 000 pas).
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Puc. 4. M3o06paxenne mnoepxuoctu mnopomka NayNi(OH)gWg01g46
H,0: a — B pexume BEC; 6 — c ykazanmem obGmacteif, B KOTOPHIX BBI-

MMOJTHEH DJIEMEHTHBIN aHamu3 (cMm. Tabm. 1).

T o

TG

paTypHBIX HHTEPBaJOB JHI0I(deEK-
TOB, TIOJIyYEHHBIX TPU HarpeBaHUU
reTepOMOJIMCOIIH B IMHAMUYECKOM pe-
’KHMe, OBLIIO TIPOBEIEHO TOYEIHOE IPO-
KaJHMBaHUE B CTAIHIOHAPHOM PEKUME.
[IpokanuBaHue COJIM IPU TEMIIEPATY-
pe 70°C conpoBoxmaercs moTepeit
nepBbix 9 moseky1 H,0 (tabu. 2).
OTO MpPUBOIUT K 00Opa30BaHHIO
kpucrawioruapata Nay[Ni(OH)gW-
O1g]¥H,0. B mosb3y Takoro npearo-
JI0KEHUsI TOBOPHUT TO, uto MK-ciekTp
MOJIY4eHHOH cotd B oOnactsix 650—
670 1 880—960 cm COXPAHSIET TPH WH-
TEHCHBHBIX KOJIEOaHHMsI, XapaKTEPHBIX
JUIS TETEPOTIOIMaHIOHA CO CTPYKTY-
poit Arziepcona (puc. 1), cmerieHne Max-
CUMYMOB HOTJIOMICHHUA U U3MCHCHUC
T MHTEHCHBHOCTH KOTOPBIX MOKET OBITH
00BSICHEHO N3MEHEHHEM YnCiIa MOJIe-
KYJI BOJIbI B CTPYKTYpE COJIH, YTO pa-

Hee HaOJI0anoCch JUIsl Pa3InYHbIX
KPHUCTAJUIOTUIPATOB COJICH ¢ U301I0-
JIMAaHUOHOM CO CTPYKTYpO# a-AHIep-
cora NagW+0,,44H 0 [14] 1 NagW70,,x
21H,0 [15]. YnaneHue AOCTaTOYHO
OOJIBIIOTO KOJIMYECTBA BOJBI YMEHB-
IaeT YKCIO BOJOPOJHBIX CBsi3eil B
CTPYKTYp€, YTO TIO3BOJISIET 00JIee TOYHO

T T T T T T T T T T T
100

Puc. 5. lepuBatorpamma Nay[Ni(OH)gWgO1g46H ,0.

paznuunoit miomaasio (01 3.4x3.0 1o 8.4x6.7 MKMm).
Pesynbrathl anementHoro ananusa (puc. 4, tadu. 1)
WJICHTHYHBI Pe3yJbTaTaM KJIaCCHYECKOTO XUMHUYe-
ckoro ananuza u natoT A Nay[Ni(OH)gWeO1g]%
16H,0 monbHOe cooTHOmIeHHE dmemenTor Na: Ni: W
=3H:1.00: 597 (Berumcnenroe — 4:1.00: 6.00).

Ha nepuBatorpamme Nay[Ni(OH)gWgO15]16
H,0 (puc. 5) dukcupyercss HeckoJIbKO Temmepa-
TYpHBIX obJacTeii notepu macchl: 55-100-115 °C,
115-138-155, 160215225, 270445 °C. Ha kpu-
Boit JITA HaGmomatoTcs MakCUMYMBI 3HI03 G deK-
toB nipu 70, 105, 140, 215, 270—445 °C (mmpoxnii)
11 3Kk303ddexTs mpu 455, 5151 540 °C. Dunosddek-
TBI COTIPOBOKAAIOTCS TIOTEPEil MacChl, KOTOPasi BbI-
3BaHa JIeruipaTanueil CoeIMHeHNS .

IIH}I YTOYHCHUA JOCTATOYHO HIUPOKUX TEMIIC-
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120

140 3aKCHPOBATh BAJICHTHBIE KoJieOa-

Hust OH-rpynm B cocraBe aHnOHA, KO-
TOpbIE NPOSIBIISIIOTCA B BHUJIE Y3KOU

T. MHH

Taonumnpa 1

Mouibhoe cooTHoueHne* nementoB Na: Ni: W B pa3-
HbIX o0mactsax nmopoumka Nay[Ni(OH)gWgO1g]46H 20

ITapamerpsl n(Ni) | n(Na) | n(W)
Teoperndyeckoe COOTHOIICHHE 1 4 6.00
O6nacrs 1 1 3.86 5.90
O6nacts 2 1 3.95 5.89
O6nacrs 3 1 4.09 5.94
O6nacrs 4 1 3.94 6.11
O6nacts 5 1 3.87 5.99
CpenuHee 3HadeHHe 1 3.942 5966
CraHgapTHOE OTKJIOHEHHE, S 0.092 0.090

* CooTHolenue nepecuntado Ha 1 atom Ni juis ynpoueHus.
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Taonumnmga 2

PesyabraTbl Tepmuyeckoro anaiaumza Nay[Ni(OH)g-
WgO 1g]%6H >0

T, °C IMotepst Boasr, % N
70 8.42 9
150 13.23 14
200 14.26 15
300 17.49 19
500 17.55 19
IMMpumMeuanus T — TeMueparypa nNpoKalHBaHHUS;
N — konmuectBo Monexyn Bombl, Moib/lmoms Na,[Ni-
(OH)gW z0,6]46H,0.

Ll

Ln

[

20 Bk L]
. LE TP

Puc. 6. ITopowkossie auppakrorpammsl Nay[Ni(OH)g
W¢O4g]46H 50, npokanennoro mpu 70 (1); 150 (2); 200
(); 300 (4); 400 (5); 550°C (6).

nosiocsl pu 3507 oMt (puc. 2). AHanOTHYHBIC BaJICH-
THEIe Konebanns OH-rpynn HaOmomatoTes Takke B
W K-cniektpax runpokcuanaTurta kanbuus [16] u ruj-
poxcuaa Hukess [17].
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VYnanenue cneayromux 5 MOJEKys BOJBI MPO-
ucxoaut npu 150 °C. Ju¢ppakrorpamMma moTydeH-
HOTO 00pasna OTIMYaeTCs OT CEMHBOJJHOTO KpUC-
Tamoruapara, oopasosansaoro npu 70 °C (puc. 6).
B 1o xe Bpemst UK -criexTp ocraercs nomnobasim MK-
CHEKTPY HENPOKAJIEHHOU cOJi. JJaHHbIE U3MEHEHUS
MOTYT yKa3bIBaTh Ha TO, YTO 00pas3yercs HOBBII
kpucramtoruapat Nay[Ni(OH)gWgO152H ,0.

[ToTeps emie oaHOM MoseKybl Bojbl mpu 200
°C compoBoxmaercs GOPMHUPOBAHMEM KPHCTAIIIO-
TUpaTa c aHHOHOM CTPYKTYPBI AHJIGPCOHA, O YeM CBH-
nerenbcrByer UK-crektp o6pasima (puc. 1), Ho Ha-
00p TUKOB B ero mudpakTorpamMme pa3HHUTCS C IIpe-
apiaymmme (puc. 6). [ToaxHoe o6e3BoskuBanme NayNi-
(OH)eW¢O16]16H,0 mpu 300 °C mpuBoaut K paspy-
IICHHUIO aHWOHA n3-3a yaanennss OH-rpymm, Bxoas-
HIMX B KOOPJUHALIMOHHYIO cepy HuKesi. JlanbHei-
1Iee MOBBIIIEHHE TEMIIEPATYphl HE COMPOBOKIACTCS
nmoTepei Maccel. PeHTreHorpaMmmMbl 00pasios, Ipo-
kasieHHbIX nipu 500—700 °c, coJiepKaT OJMHAKOBBIEC
pedIIeKChI, UTO CBUIIETEILCTBYET 00 UX UACHTUYHO-
cru. Kpowme Toro, monoxenne pedaekcoB Ha peHT-
reHorpamme (puc. 6) ykasbIBaeT Ha TO, YTO B IpOILIEC-
ce Tepmosin3a He ynaercs monyduth (azy Nay[Ni-
(OH)eWgO15]3H 50, omucannyio B padote [18], a
o6pasyrorcst ruapathl Nay[Ni(OH)gWgO4g]%¥H 5,0,
Nay[Ni(OH)gWgO1g)2H 5,0, Nay[Ni(OH )gWeO1gH 50.

ComocraBiieHHe PEHTTEHOTPaMMBI 00pasia,
npokasenHoro npu 700 °C, ¢ jaHHbIME paGoThI [19]
MOKA3bIBAET, YTO KOHEUHBIMH NPOIYKTAMH TEPMO-
nu3a sBistoTes quBosibdpamat Hatpus (ICDD PDF
Ne 32-1185), rerpaBonsdpamar Hatpus (ICDD PDF
Ne 27-1425) u oproBosbhpamar uukesst (ICDD PDF
Ne 15-755).

[To pe3ynbraTam MOTEpU Macchl MPU MPOKAIH-
BaHuu, UK-cnektpockonuu nu PO A npennaraercs

clenyromas cxeMa TEPMHYECKUX MpeBpalleHui
Nay[Ni(OH)gWgO1g]26H,0:

Na[Ni(OH)gW O 46H ,0 ¢ .
-9H20
—— Nay[Ni(OH)gWgO1g]7H,0 2.

-5H,0

—— Nay[Ni(OH)gWgOg]2H,0 22°C.

-1H,0

—— Nay[Ni(OH)gWgOgH ,0 30,
-4

H,0

Na,W,0, + NaW 0,5+ NiwO, .
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Heopeanuuecxaﬂ u d)us‘utteaca}z XUMuUA

BhIBO/[bI. CUHTE3UpPOBaH TETEPOIOIUTEKCa-
Bosib(pamonukenat (1) HaTpUs U METOTAMU TEPMHU-
yeckoro ananus3a, POA u SEM npoBeneHa xapakre-
puzarus ero cBoictB. Merogamu ITA, UK-criekt-
pockonuu U POA ycTaHOBIEHO, YTO NMPOKaJIMBA-
HHE TeTeponoamucoy a0 TemnepaTypsl 250 °C npo-
ucxoauT 0e3 paspylleHHs TeTepOoNoJIMaHuoOHa CO
cTpykTypoit Auaepcona. [Toteps maccer, UK-criek-
TPBl U TOPOUIKOBBIE AU(PAKTOIPAMMBI yKa3bIBa-
IOT Ha UACHTUYHOCTh NMPOAYKTOB TEPMOJIM3a IOC-
ne npokanuBanus B auanazone 500—700 °C. Me-
To0M P® A moarBepkJieHO, YTO NPOTyKTaMHU Tep-
momm3a Na[Ni(OH)gWg01g46H,0 (500 °C) siB-
JIAOTCA Na2W4013, Na2W207 uN |WO4

PE3IOME. Meronamu TepmiuHoro ananizy, POA
ta [Y-cnekrpockonii BuBueHo Tepmoutiz Nay[Ni(OH)g-
Wg046]6H,0, 3a 10moMOror cKaHyrouoi elIeKTPOHHOT
MIKPOCKOTIi JOCTiPKeHO MOP(HOIIOTi0 TOBEPXHi i ToBe-
JICHO OTHO(ha3HICTh CrIOJyKH. BeTraHOBIIEHO, 110 IpoXkapro-
BaHHA rerepomnojiconi g0 temnepatypu 250 °C BinOy-
Ba€ThCsl Oe3 pyHHYBaHHS T'€TEpPOIOIaHIOHY 31 CTPYKTY-
poro AHjepcoHa, a MPOIYKTaMHU MMOBHOTO TEPMOJII3Y €
NiwO,, Na,W,0,5 Ta Na,W,0-.

SUMMARY. The surface morphology of sodium
heteropoly hexatungstonickelate (II) Nay[Ni(OH) Ws-
0,4"46H,0 was investigated by scanning eectron mic-
roscopy and the single-phase nature of the obtained sam-
ple was proven. Thermal transformations of Na,[Ni-
(OH)gWg0,5]46H,0 was investigated by thermal ana-
lyss, XRD, and FTIR spectroscopy. It was found that
destroying of the heteropoly anion with Anderson stru-
cture takes place after calcination of heteropoly salt
above 250°C. The thermolyss products of Na,[Ni-
(OH)gWg0;6]46H,0 areNiWO,, Na,W 045, Na,W,05.
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