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ccrnedosaHbl rnpoueccsol KOMI7]76KCOO6,Da3OSaHUFI rnpu aHOOHOM pacmeopeHuu peHus 8 cmecu O-
OOHO,DHbIX nueaHdo8 — MemaHosa u auemursnayenoHa. Hpedno»(eHa cxemMa mepmu4ecKoco pa3/ioxXeHus
nony4YeHHbIX I'IpOOmeOG U ycmaHoesieHa 3asucumMocmeb ¢a308020 cocmasa I'IpOOmeOS mepmMu4yecKoeso

pPasfioKeHus om memriepamypsbl.

The processes of complexing have been investigated for anodic dissolution of rhenium in a mixture of methanol

and acetylacetone. A scheme of thermal decomposition of the obtained products has been suggested, and the

temperature dependence of the phase composition of thermal decomposition products has been determined.
Knrodeeble croea: peHull, ankokcornpou3eo0Hoe, auemusnauemoHam, 3/1eKMPOXUMUYECKUU CUHMe3,

mepMu4ecKoe paslJsioxXeHue.

Key words: rhenium, alkoxo derivative, acetylacetonate, thermal decomposition, electrochemical synthesis.

BBenenne

[epCrieKTUBHBIM HANpPaBICHUEM B TEXHOJIOTHUU
MOJTyYeHHUsS] HOBBIX (PYHKIIMOHAJIBHBIX MaTepHAIIOB
HA OCHOBE PEHHS C 3aJaHHBIM COCTaBOM, CBOWCT-
BaMH U Pa3MEPHBIMH XapaKTCPUCTHKAMH SIBIISICTCS
HCIIONIb30BAHUE €T0 OKCOAIKOKCONPOU3BOIHBIX, B
YaCTHOCTH, OKCOMETHJIATOB, B KayeCTBE COCIH-
HEHUU — MPEAIIeCTBEHHUKOB [ 1].

B nutepaTtype MMEIOTCS CBEIEHHS O METOJax
CHUHTE3a M CBOHCTBaxX OKCOMETHJIATOB PCHHS:
R6203(OMC)6, Re406_y(OMe)12+y, RC402(OMC)16,
ResO¢(OMe),,. Kommeke Re,O3(OMe)s momyueH
npu B3aumoeiictBun ReOCl; m MeTaHoNa B TpH-
CYTCTBUM TPETHUYHBIX aMUHOB [2]. AHOAHOE pacT-
BOPCHUE METAJUIMYCCKOTO PCHUS B METAHOJIC MPH-
BOAMT K oOpa3oBaHuio cMecu Re,O3;(OMe)s u co-
JepiKaluxX peHuid B (GopMaTbHON CTENCHU OKHUC-
neHus (5+) OKCOAIKOKCHIOB, KOTOpBIE MPH XpaHe-
HUW WM HarpeBaHWU 00pa3yroT HEPaCTBOPUMBIA U
crabunbHbI Ha Bo3myxe ResOgy(OMe)isty. Ioc-
JCTHUNA MOXKHO MOJYYHUTh TaKKE B3aUMOJCHCT-
BueM Re,O; n metanona [3].

AHOJIHOE OKHCJIICHHE METaJUTHYECKOTO PEHHUS
TPU BBICOKUX 3HAYEHUSX IUIOTHOCTH Toka (>0.8
A/cM?) COTIPOBOKIACTCS 0OPA3OBAHMEM TPOU3BOI-
Horo peHusA(V) — ResO»(OMe), B TO BpeMsl Kak 110
Mepe yMeHbLICHHs CHitbl ToKa 10 0.07 — 0.10 A/em’
obpasyercs komruieke peansa(VI) — ResOg(OMe);,
[4, 5]. B mporiecce aHOAHOTO OKUCIICHHSI METaJIN-
YEeCKOTO PEHHs B METAHOJE B sSUCHKE C pa3elicH-
HBIMH KAaTOMHBIM M aHOJHBIM IPOCTPAHCTBAMU
obpazyetcsi ResOs(OMe);,, a 0e3 pazaeneHus Ka-
TOAHOTO ¥ aHOAHOTO TpocTpaHcTB — ResO,(OMe);4 [6].

CaeneHnii 00 aHOAHOM PacTBOPCHHUH PEHUS B
CMECH METWJIOBOTO CIHPTa W alleTHIAIeTOHA
OoOHApy)XHUTh B JUTEpaType HE ynanoch. PasHomu-
TaHIHbIE METOKCO-alleTUIIAIICTOHATHBIC KOMILICK-
CBI peHHsI, KOTOPBIE MOTYT 00JIaIaTh YHUKATIbHBIMU
(PM3UKO-XUMHUYCCKUMHU CBONCTBAMHM, HE TIOJTYUYCHBI,
U 9TO OOCTOATENBCTBO IMOCTY)KWIO OTIPABHOU
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TOYKOW JiIi TIOCTAHOBKHM HACTOSIICH paloThI.
Breibop BTOpOro nmranna, aneTuianeToHa (acac),
00yCIIOBIIEH TEM, YTO OH SIBJISCTCS OWICHTATHBIM,
XeJIaToo0pa3yoIuM JINTAHAOM, a €ro 3JEeMEHT-
HBI COCTaB TPEJCTaBICH YTIEPOIOM, KHCIOPO-
JIOM H BOJOPOJOM, YTO BaXKHO C TO3WMIMK TOC-
JICAYIOIIET0  HWCIOJB30BaHUSA  TPEIONIaracMoro
KOMITJIEKCa B KayecTBe Mpekypcopa. B muteparype
ommucad arnerunaneronar penwmsi(VI) cocraBa
Re,Os(acac),, monydeHHBI B BHAE CEPO-3€JICHOTO
MEJKOKPUCTAIIMYECKOTO TIOPOIIKA TPU B3aUMO-
neiictBun Re,O7 ¢ aneTuianeToHoM B cpefie yriie-
BOJOPOJHOTO  pacTBopuTeNiss  (TeKkcaHa WM
TOJyoJia). YKa3aHHOE BEIIECTBO 00a/aeT 3HAYU-
TEIIBHOM JIETY4YECTBIO IIPY IOHMKEHHOM JIABJICHUH [7].

Ienb maHHOW PabOTBI COCTOWUT B BEISBICHUU
BO3MOXKHOCTH 3aMEIEHUS MOHOECHTATHBIX JINTaH-
noB MeOH B oxcomerwiaTe peHust Ha OHICH-
TATHBIA alETHIIAICTOH M YCTAaHOBJICHHUU BIIASHUS
MPHUPOJIBI JIMTAHIOB HAa CBOMCTBA MPOIYKTOB TEp-
MUYECKOTO DPA3IOKEHUS (MU MHOTO BO3JICHCTBUS
Ha VUCXOHBIH KOMITIEKC).

IDKCHepUMEHTAJIBHAS YACTh

Meranon (Merck KGaA, uuncrora >99.5%,
Boma <0.1%) 00e3BOXHMBAM KHUISIUCHHUEM B
MPUCYTCTBUU CTPYKEK METALUTHYECKOTO MarHus
MOCIEAYIOMmEe MEeperoHkoil ¢  JeduerMaTopom.
AneTnnaneTton  00€3BOKMBAIM  IPH  IIOMOIIH
neonuToB NaY, IpeBapuTeIbHO MPOKAICHHBIX 10
temnepatypsl 300°C non BakyymoMm. XJopupj
JUTHS A7 TPOBEACHUS DJCKTPONN3a B CMECH
METaHOJa W aleTHIAaleTOHa OOC3BOKHUBANU CJe-
JIYIOIUM 00pa3oM: HE0OXO0AUMOe I TIPOBEACHUS
onHoro cuuresa kommuectso LiCl momemanu B
3aMassHHYI0 ¢ OJHOTO KOHIAa TPYOKYy W3 IHpEKca,
MOJICOCANHIIM K POTOPHOMY  BaKyyM-Hacocy
(P~1.31la) wm HarpeBanu TpH HENPEPBIBHOMN
oTkauke Bo3ayxa 10 80+90°C B Teuenue | 4, 3arem
temnepatypy nosoaunu Ao 180+200°C B TeueHue
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40+60 MHH ¥ TIOCITIE OXJIAXKACHHS OTHAWBAIH TPH
paboTaromemM Hacoce. 3amasHHbIE TPYOKH BCKPBI-
BaJIM HETMOCPEJCTBEHHO Iepell CHHTE30M B CyXOM
Ookce. BcrnencTBue 4YyBCTBUTEIBHOCTH ANKOKCO-
MTPOU3BOJIHBIX PEHUS K BJIare M KUCJIOPOY BO3/ayXa
BCE OIEpallvH, CBSI3aHHBIE C CHHTE30M, aHAITU30M H
W3YYCHUEM CBOWCTB KOMIUICKCOB, TPOBOJIWIN B
«cyxom» Ookce B atmocdepe azora. [[yisi cHHTE30B
Opanu cMecH JTUTaHJ0B METaHOJ-AIleTUJIAIETOH B
Pa3IHYHBIX MOJIBHBIX COOTHOIIICHHUSX, HO TIONYYHTh
W BBIICIIATh KOMILICKC B TBepayr ¢azy 0e3
yAaJeHUs PaCTBOPHUTEISl YJAIOCh TOJBKO TPHU
MOJIBHOM OTHOIICHWA METAaHOJ : aleTHIaleTOH
44:1. Tlpr COOTHOIIICHWH METAHOII : AIETHIIAETOH
6:1 TBepABIHd IPOAYKT HE OBbLI BhIICIICH.

CuHTe3 mnpoBOAWIM B s4YeliKe C Hepasje-
JICHHBIM KaTOIHBIM W aHOJIHBIM IPOCTPAHCTBAMH
(puc. 1). Karomom cnyxuiaa IUIaCTUHKA U3
IUIQTUHBI IUIOMIAABI0 3.5 CMZ, aHOIOM — IITA0HK
MeTadeckoro peans (uucrora 99.99%, TY 48—
19-92-88) ¢ nonepeunsim ceuerneM 0.5%0.5 cm.
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Puc. 1. Dnexkrpoxumuueckas siueika Juisi CHHTE3a
IKOKCONPOn3BOHbIX: 1 — ocymmurens (P,0s); 2 —
00paTHBIN XOJIOAWIBHUK; 3 — oXJaKAaromas Boaa; 4
— aneKTpox cpaBaeHws (Pt — mpoBosioka); 5 —karom; 6 —
aHoJ;, 7 — MeMOpaHa 13 TIOPHCTOTO CTEKIIA; 8 — TEPMOMETP.

Copepxxanue C, H B BBIIEICHHBIX MPOIYKTaX
OTIPENCISUTH METOJOM D3JIEMEHTHOTO aHajm3a Ha
npudope Heracus CHN—-O-RAPID. Ao6comotHas
norpemrHocTh  aHaymza  ~0.2%. Anaim3  Ha
collepkaHne Re mpoBOAMIM TpaBUMETPHUYECKH,
ocakaasi peHUH B JopMe meppeHara HUTpoHa [8].

PeHTreHOBCKME  HCCIIEZIOBaHUS  MOPOILKOB
(m3nmyuenne Co K,) mpoBoaunu Ha auppakroMeTpe
JPOH-3M. TIlapametpbl cheMKkH Ha audpak-
tomeTtpe: mar 0.05°, sKco3unust Ha TOYKY ChEMKH
2+4 . UK cnexTpsl 00pa3IoB MexIy IUIaCTHHAMU
KBr perucrpupoBanu Ha npudope EQUINOX 55
Bruker Germany. Tepmuueckuit anamu3 (TT'A) Ha
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BO3JlyXe MPOBOIWIM Ha nepuBatorpade Q—1500 D
(F. Paulik, J. Paulik, L. Erdey; MOM, Benrpus).
Hagecka oOpasna — 141.5 Mr (HOrpenrHocTs B3Be-
muBanuss = 0.4 wr). Temmeparypy wu3Mepsum
TepMonapoil mnaruHa—tmaruHoponuit (IMI-1) ¢
HOrpemHocTbo + 2° C B HHTEpBase TEMIEPATYp OT
22 no 420°C.
Cunre3 1.
YECKOTO pPEHHS

AHO/HOE PAcTBOpPEHHE MeTaJlIn-
NPOBOJMIM B CMECH MeETaHojia M
aneTunanerona (o0beM MeTaHona 75 mu, o0BeM
arieTwIanieTona  5.54 MJ, MONBHOE OTHOIICHUE
METaHOJ : aleTHIaneToH = 44 : 1) B mpUCYTCTBUU
¢donoBoro anekrponmuta Lice (0.,0125 wmonb/m).
MonbHOE OTHOIICHHE PEHUH : alleTHIANETOH
1:2.7. [IpoaomKuTenbHOCTh Mpoliecca COCTaBUiIa
28 u. [TapamMeTphl IEKTPOXUMHUUYECKOrO IpoLecca:
U=40 — 100B, I=170 — 210 MA. B pe3ynsraTe
9NEKTPOXUMHUYECKOH pPeakIMy B PacTBOP IIEPEILIO
3.83 r penus. Ilper anexTponura INEPBOHAYAIBHO
OBUT KENTHIM, 3aTEM TEMHO-3EJICHBIM, a B KOHIIE
mpolecca TeMHO-KpacHbIM. Uepe3 2 cyTOK mocie
OKOHYaHUsI AJIEKTPONIN3a 00pa30BbIBAINCH TEMHBIE
urnoobpasubie kKpuctayuibl (mpoaykt I) (puc. 2) ¢
(GHONeTOBEIM OTTEHKOM U OneckoM. Kpucramist
M3BJICKAJIM W3 3JIEKTPOJMTA U CYLIMJIH B OOKce B
atMoctepe aszora. Kpucrammer mnpoaykra (I)
YCTOWYHBEI HA BO3IYXE.

Puc. 2. ®oto xpucramios npoaykra (I).

ITo nanHpIM xmUMHYecKkoro anammsa (XA) s
npoxaykra (I): Haitneno, %: Re 60.2, C 12.2, H 2.8.
Brerauciieno st ResOq(OMe),, %: Re 614, C
11.9, H 3.0; mma ResO,(OMe)s, %: Re 58.5, C
15.1,H 3.8.

UK crektp npoxaykra (I): v(C—0) = 1158 em™,
v(Re=0) = 964 — 1019 oM, v(Re — O) = 722 —
781 em™, v(Re — O(R)) =427 — 596 cm .

CunTe3 2. AHOQHOE pacTBOPEHHE METaJUIH-
YECKOTO PEHHsI MPOBOAWIA B CMECH METaHONA U
aretunamneroHa (o0beM MeraHona 37.5 mi, o0beM
anerunaneTroda 37.5 MJ, MOJIBHOE OTHOIIECHHE
METaHOII : alleTHJIalleTOH = 6:1) B MpUCYTCTBUH
¢onoBoro snekrponura LiCl (0.0125 monb/m);
MOJILHOE COOTHOIIEHHE PEHUH : aleTHIIAIEeTOH —
1:19, B SIEKTpOXUMHYECKOW SYCHKEe C Hepasie-



JICHHBIMHM KaTOAHBIM M aHOAHBIM NPOCTPAHCTBAMHU
(ananoruuHo mepBoMy cuHTe3y). [Ipomomxutens-
HOCTb onbiTa cocraBuna 27 4. IlapameTpsl 3iekT-
poxummaeckoro mporecca: U =60— 130 B, I =130
— 220 MA. B pesynpTare 3IE€KTPOXHMMHUYECKON
peakuuu B pactBop nepeuuio 3.66 r penus. Llser
JNEKTPOJIUTA U3 SPKO-KEJITOTO U3MEHSUICA 10
OPAHXKEBO-JKENTOr0, 3aTEM SKEITO-3€JIEHOr0, a B KOH-
Il Tporecca 3IEKTPOIUT MPHOOPEN HACHIIICHHO-
BUIIHEBBI LIBET M CTaJl BA3KUM. B pesynbrate
BBIKPHCTAJJIN30BAJIOCh  HEOOJbIIOE  KOJIMYECTBO
(bMOIETOBO-YEPHBIX MPU3MATHUECKUX KPUCTAJIIOB,
KOTOpBI€ PACIUIBIBAJIUCH IPU U3BJICUEHUU U3 DIIEKT-
poauTa.

Pe3yabTaThl M X 00CyxKAaAHNE

W3 nannbix POA cnenyer (tabm. 1), uto kpuc-
tanmu3yomuiics npoaykt (I) mpeacrasnser coboit
cMech (a3: H3BECTHBIE OKCOMETHJIATBI PEHHUS
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Re402(OMe);s u ReOs(OMe), [4, 5] u HOBas
¢daza. BHemHuii BUA KPUCTAUIOB KOMILJICKCOB
Res0,(OMe);s u ResO¢(OMe);,  upe3BbIYaiiHO
CXOK: 00a KOMIUIEKCA KpPUCTALIM3YIOTCS B
TPUKIMHHOW CHHTOHHMHU. I1Ipd HMHAWIMPOBAHHH
mudpakrorpamMmel  mpoxaykra  (I)  (tabm. 1),
MOJIYYE€HHOTO MPH aHOAHOM PAaCTBOPCHUH PCHUS B
CMeCH MeTaHOJa W alleTHJIAIleTOHA, YCTaHOBJICHO,
9TO ecTh OTpakeHMs (moMeueHs! * B Tabm. 1) ¢
JIOCTaTOYHO CHJIBHOW HWHTEHCHBHOCTBIO, KOTOpBIC
HE TMPHUHAICKAT PEHTTEHOrpaMMaM KOMILIEKCOB
Re406(OMe)12 u RC4OQ(OMG)16. Onu npu-
HamIeXKaT HOBOM  (ase, BEpOATHO, PpasHO-
JUTaHIHOMY KOMIulekCy. OTindyre B HMHTEHCHB-
HOCTSAX OTACIBHBIX OTPa)KCHUU SBISCTCS KOCBCH-
HBIM JIOKa3aTeJIbCTBOM TOTO, YTO MOJYYCHA CMECh
tpex da3. Cymas o JaHHBIM XMMHUYIECKOTO aHaJIH3a,
comepkanre komruiekca ResOq(OMe);; B cMecH
nmpeBbIIaeT coaepkanue Re,0,(OMe)q.

Tabmuua 1. UaauuupoBanue qudpakrorpaMmel npoaykra (I), mogydeHHOTro aHOAHBIM PacTBOPEHHEM

pCHUA B CMECH METAHOJIA U allCTUJIAllCTOHA.

DKCnepUMEeHTaIbHBIC Janusie [2] a1 koMIekca Jannsie [2] ans KoMIiekca
IaHHbIE Re,O4(OMe);; Re,O,(OMe)q

20°  1ly,%  dyewA h Kk 1 o, %  dyen A h k1 V%  duen A
11.3 39 9.092 0 1 1 12 9.118 0 1 1 12 9.165
11.9 58 8.635 0 1 -2 53 8.588 0 1 -2 90 8.630
14.1 62 7.293 -1 0 -1 28 7.284
15.3 100 6.724 1 1 0 100 6.707 1 1 0 66 6.707
20.5 22 5.031 1 1 -2 8 5.039
21.8% 11 4.734
22.5 22 4.588 0o 2 2 14 4.564
23.5 34 4.396 1 3 2 16 4.385
30.3 16 3.4251 0 1 -5 23 3.427 1 4 -1 11 3.4335
31.0%* 9,6 3.3496
33.0 13 3.1518 1 4 4 7 3.1866
342 11 3.0443 0 2 4 6 3.0329 0 2 4 6 3.0329
36.2 12 2.8813 2 4 1 5 2.8711 2 -4 1 11 2.8667
37.3% 11 2.7992
37.7 56 27706 2 -3 -2 9 2.7757 2 3002 9 2.7715
41.1%* 11 2.5501
46.7* 16 2.2585
49.0 28 21586 0 6 -7 2.1536 1 7 -4 14 2.1536
50.4 13 2.1024 0 4 9 2.1151
52.3 20 2.0311 0 3 6 5 2.0251 1 -6 7 10 2.0749

Ha ocHoBe nanHbBIX POA BBIUKCIEHBI TApaMeET-
pHI KpucTaynieckoil pemetku ais Re,Oq(OMe),
nmo merony MHK. Ilpu cpaBHeHum »THX mapa-
METPOB C JaHHBIMH I MOHOKpHcTama (Tadi. 2)
OKa3aJI0Ch, YTO KPHUCTAJUIMYECKas pelleTKa HCKa-
XKeHa. DTO MOXET OBITh OOYCIIOBJIICHO, C OIHOM
CTOPOHBI, KAYECTBOM KPHUCTAJJIOB, C IPYroi CTOPO-
HbI, HE HCKJIIOYEHO, YTO B YKa3aHHOM KOMILJIEKCe
YacThb METHWJIBHBIX JIMTAHAOB 3aMELIAETCA Ha aleTHI-
alIETOHATHBIE C COXPaHEHHEM CTPYKTYPHOIO MOTHBA.

[Tonmydenst UK criekTp CycneH3uM KpHCTaIOB
npoxaykra (I) B BazenmunoBom macne u UK crektp
JMEKTPOJIUTa  HaJ  KPUCTAJUIaMH,  KOTOPBI
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npuBefeH Ha puc. 3. B UK cnekrpe snexTponuta
Hajx kpuctawiamu npoxaykta (I) mmeercs mosoca
nornomenuss npu 909 CM'l, OTHOCAIIAsACA K
KoJIeOaHHSIM KpaTHOH cBsizum Re=0, K0oTOpOil HET B

WK chnexkrpax KpUCTaNIMYECKUX KOMILIEKCOB
Re4O5(OMe) 1, 1 Re4O2(OMe) 6. B 10 ke Bpems B
UK cmektpe amermmaneroHata Re,Os(acac),

uMeercst mojoca morinomeHus 907 oM’ [7].
VYka3zaHHBIA (DAaKT CBHIECTEIHCTBYET O TOM, YTO B
anektponute Hanm npoxykrom (I), BeposTHO,
MPUCYTCTBYET  KOMIUJIEKC  PEHHUs, JIMTaHAHOE
OKpPY’KEHHE KOTOPOTO MPEICTABICHO METAHOJIOM H
aIlCTUIIAIICTOHOM.
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Tabmwuma 2. [TapaMeTpsl 2IeMeHTapHOM sUelkn A1 Komiuiekca ResOg(OMe)

Hlastpie Juis Aarisic s Pacuer napamerpos no MHK
IMapametp MOHOKpHCTAILIa MOHOKpHCTAILIa s konrekca Re,Of(OMe)
Re;0,(OMe) i [4] Re;04(OMe);, [3] A 406 12
a, A 7.892(1) 7.893(8) 7.88(1)
b, A 15.999(2) 15.994(2) 16.12(10)
c, A 17.501(3) 17.501(1) 17.473(55)
a, ° 113.39(1) 113.434(2) 113.33(13)
B, ° 93.04(1) 93.048(2) 92.12(73)
Y, ° 92.76(1) 92.736(2) 93.10(85)
V, A3 2019(1) 2020.1(6) 2030(31)
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Puc. 4. Tepmorpammer HarpeBanus TpoayKTa (I). T = 420°C.
Wccnenosansl TepMudeckue cBoiictsa npoayk- 100 go 160°C. OctaTok OT pa3ioKeHHs NPOLyKTa

ta (I) B unrepBane temneparyp ot 22 go 420°C  (I) mpu t = 277°C npencrasisin codoit ReOss.B Tabim.
(puc. 4). Ha xpusoit JITG otMeueHs! 3G ¢GeKTh Tpr 3 COMOCTaBJICHBI JIUTEPATYPHBIC TAHHBIC 10 TSPMUYCC-
132 u 400°C, Ha xpuBOHM moTepu Macchl — 3pdekr  komy pasznoxkeHur0 KomruiekcoB ResOq(OMe);, u
notepu mMaccel 17% B mHTepBane temmeparyp oT  ResO,(OMe);s) Ha Boo3myxe [6] ¢ mMOIydeHHBIMU
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9KCTIIEPUMEHTATEHBIMI TAHHBIMH, KOTOPBIC YIIOB-
netBoputenbHO cornacytorcs. Ilpu t = 420°C ocra-
TOK OT paziokeHus npoxykra (I) mpencrasisin coboit
cmech ReOs, ReOypons U ReOsrexe (ha3a BBICOKOTO
naBieHus) (puc. 5, Tabmn. 4, 5).

Kpome Toro, Ha audpakTorpamme ocratka OT
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pasnmoxkenus mnponykra (I) mpu t =420°C ecTh
HEKOTOPOE KOJIMYECTBO JTMHHI, KOPPEKTHOE OTHE-
CEHHE KOTOPBIX HE MPEACTABISICTCS BO3MOKHBIM.

Paccuuransl  mapamMeTpel  BIIEMECHTapHOM
sueiku 11 ReOsyys Mo MeTomy MHK: apacq = 3.752
A, ayen=3.748 A.

Tabmuma 3. Pe3yapTaTel HCCIIETOBAHMUS MIPOIIECCOB TEPMHUECKOTO PA3JIOKECHUS OKCOMETHIIATOB PEHI

VYcnoBus OKCIICPUMCHTA

CTaIlI/II/I PA3I0XKCHUA

Pacuer

O6paser (OF:K10):3817%
b tmaxs °C Wr, t,°C  -Am,% —Am,% A cocras
nax °C/muH ’ ’ ’ MPOIYKTa
Re“Oz[(gMe)“ 200 5 87:146 242 26.4 ReO; ReOs
Re;,O,(OMe) 200 2.5 93-+135 24.0 26.4 ReO; ReO;
[6]
Re40,(OMe),, 200 5 90+134 20.1 22.8 ReOs; ReO;
[6]
Re4O,(OMe) 200 2.5 95+132 19.2 22.8 ReO; ReOs
[6]
mpoaykt (I) 277 5 89-166 17.0 ReO;
Iy, % (L0
0 -
i (1)
20 o
g0 2107
i o0
a1 (2007 iy
7 (1113
0 -
0 e a8 i h Ml'l\"'l\rhl'\h.ﬂlnmlj Jtl‘hv\ A Jl:mr_r o —— _,]Aavw—) Law-«_l_
10 20 0 40 30 6 70 1@°

Puc. 5. lndpakrorpamma ReO;, momydeHHOT0 mociie TepMUIEcKoro pasiokenus npoaykra (I) mpu t =277 °C,
MPOMHIUIIMpOBaHHas, cornacHo qaHnHsM ICDD-JCPDS, No. 33—-1096

Tabnuua 4. Ungunuposanue qudpakrorpaMMel ReOsyys, MOTy4EHHOr0 NOCIE TEPMUYECKOTO PA3IOKEHHS

npoxaykra (I) mpu t =420°C

3KCHCpI/IMeHTaJ'H>HI)Ie JaHHBIC

Hannsie ICDD-JCPDS,

Ne 33-1096
20° /Iy, % doens A h k 1 d, A 11y, %
27.6 100 3.753 1 0 0 3.760 &5
394 94 2.655 1 1 0 2.654 80
48.8 13 2.167 1 1 1 2.166 25
57.0 40 1.876 2 0 0 1.875 50
64.5 26 1.678 2 1 0 1.677 100
71.5 34 1.532 2 1 1 1.531 55
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Tabnuua 5. Maauuuposanue gudpaxrorpaMMsl ReOspows, TOIYUEHHOTO MOCIE TEPMUIECKOTO
pasznoxenus npoaykra (I) mpu t =420°C

Hanusie ICDD-JCPDS,
DKcreprUMEeHTaIbHbIC TaHHbIC

Ne 09-0274
Ne 20° /Ty, % e, A h k 1 d, A Iy, %
1 28.4 10 3.649 1 1 0 3.659 100
2 37.0 27 2.821 1 1 1 2.864 100
3 43.1 14 2.437 2 0 0 2.405 80
4 46.3 22 2.277 0 0 2 2.299 80
5 55.2 12 1.932 1 1 2 1.947 80
6 57.9 25 1.849 2 2 0 1.830 10
7 61.6 20 1.748 1 3 0 1.752 30
8 63.3 17 1.706 2 2 1 1.701 100
9 71.2 37 1.538 3 1 0 1.542 50
10 75.5 16 1.462 3 1 1 1.462 50
11 77.3 15 1.433 2 2 2 1.432 10
12 78.3 10 1.419 1 1 3 1.415 50
PaccunTtanbl mapameTphl 3JIEMEHTapHOM SUei- Ha ocHoBe moMy4eHHBIX AAHHBIX O TEPMH-

ki 118 ReOspons M0 MeTogy MHK: ap0cy = 4.815 A, geckux cBoiicTBax mpoaykra (I) MoxHO Tpemio-
bpacs = 5.651 A, Cpacy = 4.594 A; ayen = 4.809 A, XKuTH CIEyIONIYIO CXEMY TEPMUYECKOTO Pa3IokKe-

Boken = 5.643 A, Coren = 4.600 A. HUS JaHHOTO MPOIYKTa:
0y
[hogyer (I} —————» Fel; ——— Felapoh) + BeOs(iyh) + Fe0srexc)+ Fea 07
T~ 277 C T~420°C

Takum o00pazoMm, MpU TepMHUECKOM pas3io-  cBa3b Re=0. Meromamu XA, UK cnektpockonuw,
JKEHUH TIOJYYCHHOro aHOJHBbIM pactBopeHHeM  P®A u DTG ycranoBieHsl coctaB mpoaykra (I) u
pPCHUS B CMECH METAaHONA W alleTWIANCTOHAa MPO-  OCTaTKa OT €ro TEePMUYECKOrO pa3IoKeHHs Ha
nykra (I) mpu Ttemmeparype 420°C, oOpasyercss  Bozayxe. Pasnoxxenue (I) B OKMCIUTENBEHON aTMOC-
cmech okcunmoB Re(VI) (kyOmueckas u rekca-  ¢epe mnpu 420°C mpHBOAMT K TIONYYCHHIO B
roHanbHas (aze) m Re(IV), a npu pasnokeHuun  KoHAeHcHpoBaHHOW (aze okcumoB Re(VI) u
KOMIIJIEKCa, OJYYEeHHOTO aHOJAHBIM pacTBopeHueM  Re(IV). YcTtaHoBieHO, 4TO, MOMHUMO KyOHUYECKOTO

peHus B MeTaHoJe, oopasyercs ReOsyys [5]. okcuna penusa(VI), Bo3MokHa cTaOwnM3anus B
ycnoBusx skcnepumenta (P = 1 atm, t = 420°C)

BriBoabI rexcaroHajgpHOH Monugpukanuu okcuga peHus(VI)
Bnepsrie OCYUIECTBIICHO aHogHoe  — a3kl Bicokoro gapneHus [9]. [Ipu mobaBneHun

pacTBOpEHHE PEHUS B CMECH JIMTAH/IOB — METaHOJAa  HEOOJBIIOTO KOJIMYECTBA XEIaT000pasyIoIIero JMraHaa
" aneTuianerona. [lokasaHno, uro oOpa3oBaBmmiics  (MoseHOe otHoeHre n(CH;OH):n(anermnanerona) =
tBepablid mpoaykT (I) mpencrapnsier coboit cMech  44:1) B PEakIHMOHHYIO CMECh TeTEpOJIMTaHIHBIN
Tpex (a3, a umeHHo ResO¢(OMe) s, Re4O2(OMe)s  KOMIDIEKC B JIOCTATOYHOM  KOJMYECTBE  HE
7 Pa3HOJWTaHIHBIA KOMIDIEKC peHus. MeromoM  oOpasyercs.

UK  choekrpockonmuu — YCTaHOBJEHO, UYTO B

anekTponute Hax TBepAsiM  mpoxyktoM  (I) Paboma evinonnena npu nooodepoicke epanma
MPUCYTCTBYET KOMIUIEKC peHus, coaepxammid  PODH (npoexm 06—03-32444).
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