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B ITIPOLIECCE MEXAHOXUMHWYECKOMN AKTUBAIIUN
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Hesanoesckuii eocydapcmeeHHbld XUMUKO-MEXHOA02UYECKULL YHUeepcumem

C noMoubI0 MeTOI0B PEHTreHO()A30BOI0, PEHTTEHOCTPYKTYPHOI0 CHHXPOHHOI'0 TEPMHYECKOT0 aHAa-
an3oB u UK-cnekTpockonuu BrepBble HCCIEA0BAH NMPOLECC MEXaAaHOXUMHUYECKOT0 B3auMOieiicTBUS B cMecH
HUTPATA 3KeJie3a U MOJUOIEHOBOH KHUCJIOTHI. YCTAHOBJIEHO, YTO B3AUMO/IeiCTBUE MeKIAY KOMIIOHEHTAMH aK-
THBHMPYEMOii CMeCH HAYMHAETCS YKe B HAYAJIbHBI MOMEHT aKTHBAIIUM, IPUBO/see K 00pa30BaHUI0 KPHU-
CTAUINYECKOro MoubaaTa xeine3a. [lokazaHo, YTO yBeJIH4YeHHE ATOMHOI0 COOTHOLIEHHUS CBEPX CTEXHOMET-
PHYECKOr0 MPUBOIUT K 00Pa30BAHHIO TBEPAOr0 PacTBOPA, HCKAKEHUI0 KPUCTANIHYECKOH pelieTKu, yBeJIu-
YEHHIO MJIOIIAAN MOBEPXHOCTH, U3MeHeHUI0 GOpPMBI U pa3Mepa YacTHUL.

KuiroueBble cjioBa: mMouMOAaT Kese3a, Keje30MOJIUOJEHOBBI KAaTAIU3aTOP, MEXaHOXMMHUYECKHU

CHHTE3 U TEXHOJIOIUsA

st mpou3BojacTBa (hopMallbIeTHia
C HU3KHMM CO/Iep’)KaHHeM Npumecell Bce 0o-
Jiee HIMPOKOE PaclpOCTPAHEHHUE IMOJIyYaroT
KeNe30MONNOACHOBBIE KaTau3aTopbl, KO-
TOpBIE TIO3BOJISIFOT ~ TMOJYYaTbh TOBAPHBIN
(dopmanbAerul ¢ HU3KUM COJIepKAHUEM MY-
paBbuHOI kucinoThl U Meranona (0,02 u 1%
COOTBETCTBEHHO). OCHOBHBIM KOMIIOHEHTOM
ITHX KaTaJM3aTOpPOB SBISETCS MOJIHOIAT
xene3a Fey(M00,)s. AHanus murepaTypHbIX
JAHHBIX TTOKA3bIBAET, YTO HMEETCS MHOTO
paboT,  TOCBAIIEHHBIX  HCCIIEIOBAHUSAM
CBOICTB ’K€J1€30MOJIMOECHOBBIX KaTalu3a-
TOpPOB paznuyHoro cocrasa [1-5]. [lyonuka-
IIUH, TIOCBSIIICHHBIC HWCCIICAOBAHUSIM TIPO-
[IECCOB CHHTE3a B Pa3JIMYHBIX YCIOBUAX, KaK
Monubaara jkene3a, Tak U MPOMOTHPOBAH-
HBIX KEJIE30MOJIMOACHOBBIX KAaTalIu3aToOpPOB,
MEHee pacmhpocTpaHeHbl. B OoybmMHCTBE
UMeroIuxcs paboT aBTOPBI NPHAEPKUBA-
I0TCS TPaJUIIMOHHOTO METO/a CHHTe3a —
COOCAXIECHUSA. DTOT Crocod MpemaycMarpu-

BaeT CMCIIMBAaHUE pPACTBOPOB HUTPATA,
cynb(hara WK XJIOpUJIa Kele3a ¢ paCTBOPOM
Mosnb1aTa aMMOHMS, MOCTEAYIOIEE
GbuIbTpOBaHNE BBHIMABIIETO OCAJKa, €ro
IIpoMbIBaHWe M mpokanuBanue [4, 6]. Ilpu
M3YYCHUU KAaTaJTUTHUYECKUX CBOMCTB 00pas-
1IOB aBTOpamMu paboThI [7] yCTaHOBIIEHO, YTO
CMEIIeHHe HCXOAHBIX pEeareHTOB Heo0Xo-
JIMMO BECTH IPU MOCTOSSHHOW BennunHe pH.
K HenmocraTkaM 3TOro MeToJa MOXHO OTHE-
CTH MHOTOCTAJIUHHOCTh, HAJIMYNE CTOYHBIX
BOJI, KOTOpbIe HEOOXOAUMO YTHUIH3UPOBATH,
HEOOXOJMMOCTh CTPOTOr0 KOHTPOJIS Tapa-
METPOB BeIEHUsS Tmpolecca (TeMIeparypa,
pH u ap.). ABTopsl padoTsl [8] mpennarator
MOJTy4aTh MOJIMOAAT Kelle3a KEPaMUUECKUM
cnocobom u3 a-Fe,Os u a-MoO;3. DtoT cro-
co0 Oomnee MPOCTOM, OJTHAKO, OH TaKKe He
JUIICH HeTOCTaTKOB. OCHOBHBIM U3 HHX SIB-
JSIETCSl WCIOIh30BAaHUE BBICOKUX TeMIIepa-
Typ cunTe3a (6osnee 600 °C), koTopoe mpu-
BOJWT K YCHJICHHUIO TPOIIECCOB CIIEKAHUS U,
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KAK CIIEJCTBUE, YMEHBIIECHUIO yIEIbHOM I0-
BEPXHOCTH I10JIy4aeMOro MpoJyKTa, 4YTO OT-
pULIATEIBHO CKa3bIBAETCSI HA KaTaJIUTHYE-
CKOM akTMBHOCTH. Kpome Toro, mimrenbsHoe
IIPOKAJIMBAaHUE NPU BBICOKUX TEMIIEpaTypax
MPUBOUT K BO3TOHKE YaCTH OKCHJIa MOJIHO-
JIEHa, M3-3a Yero IMpoOIECC MOJYyYEHHUs YUC-
TOTO MOJIMOAaTa ’keje3a yclIoxHsercs [9].
B HacTosiiee Bpemsi 11 CHUXKEHHS TEMITEe-
paTypbl MPOKaJTUBAHUS MIPHU MOJTYYCHUU He-
OPraHWYECKUX COEJUHEHUN IIHPOKOE pac-
IIPOCTPAHEHUE MOJIYUYUT METOJ MEXAHOXMH-
Muueckoro cunresa [9-11]. Jlanubiii meron
MO3BOJISIET HE TOJILKO CHU3ZUTH TEMIIEpaTypy
TEPMHUECKON 00pabOTKU M COKPATUTh YHUC-
JIO TEXHOJIOTUYECKUX CTaJuil mpolecca CUH-
T€3a, HO M YBEIUYUTh PEAKIIMOHHYIO CIIO-
COOHOCTb IOJIy4AaEMBIX COEAMHEHM 3a CUeT
HAKOIUICHUsI Je(dEeKTOB KPUCTAIMYECKON

cTpykTypsl [11-13].

METOANKA SKCITEPUMEHTA

B pabote nonmyueHus xene3oMoin0aeHOBO-
ro Karajau3aTropa ObLTM MCIOJIB30BaHBI Clie-
IyIollie peakTuBbl: HuTpar xkeneza kBaiu-
¢ukauun  «U» Fe(NO3)3-9H20, T'OCT
4111-74 w  monuOneHoBasg  KHCIOTa
H2Mo0O4 kpanmuduxammu «U», TY 6-09-
2154-77.

MexaHnueckasi akTUBaIMs oOpa3loB
BHITIOJIHEHA B JTAOOpAaTOPHOM  POJIMKO-
KOJIbIIeBOM BHOpoMmenbHuIle VM-4 (Uexwust)
¢ yactoroil konebanus 930 muH-1 u noctu-
raeMoM yckopenun 3g. PaGoume neranu
MEJBbHUIIBI, @ TAK)KE MEIIoILUe Tela U3ro-
ToBJeHbl u3 ctanu LIX-15, nuamerp pas-
MOJIbHOM Kamepbl 110 MM, Macca MeTIOIuX
test 1100 rp. PentrenodasoBblii ananus uc-
cienyeMbIx oOpa3lioB ObLI TIPOBEACH Ha
mudpakromerpe JJPOH-3M ¢ ucnonb3oBa-

HueM Cugg-m3nydenus. HWneHtudukamnmro
KpUCTAITMYeCKuX (a3 Ha JudpakTorpam-
MaX TPOBOJMIN ITyTeM CPABHEHHS BBIUHC-
JICHHBIX MEXIUIOCKOCTHBIX PACCTOSHUU C
MEKIUTOCKOCTHBIMH PacCTOSHUSIMH, TIPHUBE-
neHHeIMHA B 0ase maHHbeix PDF-4. Mexiio-

CKOCTHBIE PACCTOSIHUSI PacCUHUTAHBI COTJIac-
HO ypaBHeHu10 Bynbda-bperros:

d =\/2sinb, 1)

HK-cniekTpockoInnyeckue JaHHble B o0iac-
i 400-4000 cm monyuensr Ha Dypbe-
crektpomerpe AVATAR 360 ESP. Vaens-
HYIO TOBEPXHOCTh OOpa3lOB HCCIIECAOBAIN
Ha npubope Sorbi-MS. YnaenpHyr0 moBepx-
HOCTb omnpezensnu meronoM bIOT (coorser-
CTBYeT  MEXIYHApOJHBIM  CTaHIapTaMm
ASTM wu ISO) no Hu3KOTEMIIEpATypHOU ajI-
copbuu — necopbumm azora. Ilepen uccine-
JIOBaHUEM 00pa3Ibl OBLIM MPOCYIIEHBI B TO-
ke azora npu 120°C B Teuenue 60 MuH.
Muxkpodororpapuu MOBEpXHOCTH IOJIyde-
HbI HAa CKAaHUPYIOIIEM 3JIEKTPOHHOM MHUKPO-
ckorie Vega 3SBH (TESCAN, Yexus).
CHUHXpPOHHBIM TEPMHUYECKUN aHAIU3 MPOBO-
mu Ha naepuBatorpage Q-1500D (pupma
MOM, Benrpusi) CkopocTs HarpeBa oopas-
IIOB Ha BO31lyxe cocrasisiia 5S°C/MuH.

PE3YJIBTATHI U UX OFCY)K/[EHUE

s mostyueHusl MoiuOaTa skenesa
U €ro TBEPABIX PACTBOPOB C OKCHIOM MO-
nubIeHa B MPOLIECCE MOTYYESHHS KEIe30MO-
JTMOJIEHOBOTO KaTalu3aropa HaMu ObLIO
NPEJUIOKEHO HCIOB30BaTh HUTPAT JKeies3a
Fe(NO3)39H,0 u MOIHOACHOBYIO KHCIIOTY
H,Mo0O,. BzaumopeiicTBue MeXIy HaHHBI-
MU COCIMHEHHUSIMU MPOTEKAET B MATKUX YC-
JIOBUSAX U OCJIOXKHSETCS JIUIIL BBICOKHM CO-
JIepKaHUEM BOJIbI, KOTOpas MPEIMATCTBYET
nanpHelmeil o0paboTke mynbnbel. Kpome
TOTO HUTPAT-HOHBI JIETKO OTMBIBAFOTCS JINOO
YIAISIOTCS TIPU JIOCTaTOYHO HU3KUX TEMIIe-
parypax.

B mporecce coBMecTHON MexaHUYe-
ckoit oopaborku Fe(NO3)39H,0 u H,MoO,
B3aUMOJICHICTBHE MEXIy KOMIIOHCHTaMH
CMECH HAYMHACTCS C MEPBBIX MUHYT aKTH-
BaI[MK, MPH 3TOM MHTCHCHBHO BBIICIISIFOTCS
OKCHJIBI a30Ta M o0Opa3yercs OCaJ0K SIPKO-
xkentoro 1Beta. [Ipu 3ToM mpoTekaeT peak-
U
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2Fe (N03)3'9H20 + 3H>Mo00, —

Fez(MOO4)3 + 6HNO; + 18H,0 (1)
O6pa30BaHHe OKCHUIOB aszoTa, O4ec-

BHUJIHO 06yCJ'IOBJIeHO Pa3I0KEHUEM  KakK

HNO3, tak u Fe(NO3)39H,0 nox Bo3xetict-
BUEM HMHTEHCUBHBIX MEXAaHUYECKUX BO3ICH-

CTBUH.

Mexanusm paznoxennss HNO3; MokHO IIpecTaBUTh B cienytomeM Buae [14]:

2HNO3=N,05+H,0
N205=NO3+NO,
NO3+NO,=NO2+NO+0;
NO3+NO=2NO;
NO3+NO3;=2NO,+0,

)
©)
(4)
(%)
(6)

MexanoctumynupoBanHoe pasioxenue Fe(NO3)39H,0 nporekaet mo cieayromemMy mMe-

xanusmy [15]:

Fe(NO3)39H,0 — pacrutaBnenne — TepMHUecKas auccormanus + ruaponus (1 stam)

- {HN03 —H20(16)}

—H,0
Fe(OH)(NO3)22H,0— Tepmuueckas TUCCOLHALINS -5 Fe(OH)(NO3),H0

—HNO; —HNO,
— ruapoau3 (2atan ) — Fe(OH),NO3;— pasnoxenne —— FeOOH

JlaHHbIe pEeHTreHO0(a30BOI0 aHAIN3A
CBHUJICTEIILCTBYET, YTO YK€ Ha dTare Mexa-
HUYECKOHM aKTUBAIMK MPOTEKAIOT MPOLECCH
MonnOaaTo oOpa3oBaHMsI M Ha PEHTTEHO-
rpammax uHAekcupyercsi ¢daza Fey(MoOy)s
(Puc.1). Kpome Toro Ha augpaxkrorpamMmax
0o0pa3lloB € aTOMHBIM  COOTHOILIEHHEM
Mo:Fe>1,8  nposABIAIOTCS  XapaKTEpHbBIC
pediekcer passr h-M0O3, uto 00ycIOBICHO
pa3ioKeHneM MOJIHOACHOBONH KHCIOTHI B
npolecce MEXaHMYECKONW aKTUBAIIHH.

W3BecTHO, dYTO MOMMOIAT >Kene3a
o0pa3yeT psia TBEPHBIX PACTBOPOB C OKCH-
JOM MOJHOJEeHa, TaKoe B3aMMOJACHCTBHUE
HNPUBOAUT K 00pa3oBaHMIO 1€()EKTHOro MO-
nubmaTa jkene3a ¢ HM30BITKOM MOJHOJEHA,

KOTOPBI M CUMTAETCs] KaTaJIUTHYECKH aK-
TuBHBIM. Ha nudpakrorpamMmmax o0pasmos ¢
aToMHBIM oTHomeHuem Mo:Fe = 1,5 u 1,8
MHJEKCUpPYETCsl TONbKO (paza Mosnbaara
JKene3a, 4TO CBUIETEIbCTBYET O IIOJHOM
B3aMMOJICHCTBHH KOMIIOHEHTOB B aKTHBHU-
POBaHHOW CMeCH B IEpBOM cllyyae M o0pa-
30BaHMH TBEPAOTO pacTBOpa BHEIPEHHUS BO
BTOPOM. YBEJIMUYEHHE COJEpKaHUs MOJIHUO-
JIeHa B aKTHBHPYEMOW CMECH COIPOBOXKIIa-
ercs CUMOATHBIM YBEJIMYEHHEM HMHTEHCHB-
HOCTH XapakTepHbIX pediekcoB ¢a3bl h-
Mo0O;. Kpome Toro u3meHseTcss Takxke H
nonoxxenue 100%-ro muka 20=25,7°, uto
0o0ycnoBieHo HanoxeHrneM mukoB 210 mms
h-MoO3; u 402 mis Fey(MoOy)s (puc. 1).
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Puc. 1. Pentrenorpamma akruBupyemoii cmecu Fe(NO3); u H,MoO,
Coornomenue Mo:Fe: a-1,5 ; b-1,8 ; ¢c-2,1; d-2,3; e-2,5;
HNupexcupyembie ¢gaspi: 1-h-MoO;3 2-Fe,(MoOy)s;
Temnepatypa npoxanuanus: A-220C ; 5-400°C

N36bpiTOK  MONMOAEHA PA3TUYHBIM
00pa3oM B3aMMOJICCTBYET C MOJUOJAaTaMH
B 3aBUCHMOCTH OT HMX CTPYKTYPHBIX OCO-
OennocTei. MoauOaaT ’Kenesza, UMEIOIIHI
MOHOKIIMHHYIO 3JIEMEHTAPHYIO SYEHKY MPOo-
CTpaHCTBEHHOM rpynmnsl C, B KOTOpOH pas-
mermarotest 8 monekyn Fe;(MoO,)s. Ona 06-

pa3oBaHa Terpadapamu [MoO,] u oktada-
pamu [FeOg], coeqMHECHHBIMU OOIIMMH KH-
CIIOPOJHBIMU BepIIUHAMHU. Ps1 OKTa’apoB
MIPEJICTABISICT B TIPOCTPAHCTBE KYPHYIO
CETKY, COCTOSIIYIO W3 MYyCTBIX U 3alOJIHCH-
HBIX OKTa3JIPOB.
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CTexruoMeTpHYecKUi MOJIHOAAT JKe-
Je3a MMEeT CIEIYyIOUIMe IMapaMeTpbl KpH-
CTAJTMYECKON pemeTku: a=14.55 A, b=9.47
A, c=18.17A, yron =125.25°. Paccuuran-

HBIC HAMHU IMApaMCTPbl OTJIUYAOTCA OT CIIpa-

BOYHBIX, YTO BEPOSITHO OOYCIIOBJICHO HAJIH-
4yleM KpUCTAJUIM3alMOHHOM Boabl. Ha puc.2
MIOKA3aHO, YTO yBEJIMYCHHE comepkanus Mo
HPUBOAUT K 3HAYUTEIBHBIM JedopMaIusim
KpucTauinueckoii pemerku  Fea(MoOy)s.
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Puc.2. I3MeHeHHe mapaMeTPOB KpHCTALIHYECKO# pemerku Fe,(MoOy)s

Temneparypa npoxanusanus : A-220C ; b-400°C

Crnenyer OTMETUTb, YTO BEJIMYMHA
yIE€JIbHOW TOBEPXHOCTH MOJYYEHHOTrO, Ta-
KUM 00pa3oM, MO0 1aTa JKesne3a MpOXOoIUT
4yepe3 MakCUMyM, COCTaBiseT 9,5 M/T npu
cootHomeHun Mo:Fe = 1,5. Ilpu yBenuue-
HHMH aTOMHOTro cooTHomenus Mo:Fe go 2,1
IUIONIA/lb YIAEIBHON IMOBEPXHOCTH BO3pacTa-
er no 13 M%/r. YBemmuenue TEMITEpaTypbl

TepMuyeckoit 06padotku 10 400°C He BBI-
3BIBACT CYIIECTBEHHOTO W3MEHEHHS YIEIb-
HOW MOBEPXHOCTH MOJIMO/IATOB.
[IpokanuBanre mpu TEMIEpaType
400°C Takxke CIoCcOOCTBYET YBEIMUYCHHIO
KOHIICHTPAIMU TBEPJIOTO PacTBOpa M COOT-
BETCTBEHHO YMEHBIIEHUIO CBOOOJHOTO OK-
cuga monubOneHa. Ha penTrenorpammax
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(puc. 1) mpociekuBaeTcsi HE TOJIBKO BO3-
pacraHue J0Jid CBOOOAHOTO OKCHAA MOJUO-
JICHa, O YeM CBUJICTEIILCTBYET YBEIUYCHUE
UHTETPAIBHON HMHTEHCUBHOCTU XapaKTepH-
CTHYECKUX TIMKOB, HO M WX YMCHbBIICHHE
IpU  YBEIIMYCHUH TEMIIEPATyphl TEepMHUYE-
ckoi 06padotku 10 400°C. Hamu Obuta pac-
cunraHa aoss cesobomHoro h-MoOsz mero-
JIOM TIOJYKOJIMYECTBEHHOTO aHaln3a C HC-

nojp30oBanueM mporpammbel - PowderCell.
Kak mokazano B Tabmumne 1 comepikaHue
cBobonHoro h-MoO; 3HauuTenbHO HUXE
TEOPETUYECKH paccuyuTaHHOro. Hamuume He
CBSI3aHHOTO OKCHJAa MOJIMOJCHA HE TOJBKO
VXYAMIAET €0 IKCILTyaTallMOHHBIE XapaKTe-
PHUCTUKH, HO U COKpAIAeT CPOK €ro CIIykK-
OblI, MOCKOJBbKY O€3BO3BpaTHBIE NOTEPU B
BHUJIC YHOCA BO3PACTAIOT.

Tabmuma 1

Bimsinue cootHomenust Mo:Fe Ha conep:xkanue cBoooaHoro h-MoO3 u miiomanb
MOBEPXHOCTH MOJIHOIATA XKejle3a

AtomHoe cooT- | O6miee coaep- Copneprxanue cBOOOTHOTO V [eIbHAsE TOBEPXHOCTH, M°/T
nomenue Mo:Fe| »xanune MoOs, MoO3, %
% Ty,=200°C | Ty,,;=400°C Ty=200°C Tup=400°C

1,5 72,8 0 0 9,6 8

1,8 76,28 0 0 12,7 8,3

2,1 78,96 19,8 2,5 13 9,5

2,3 80,43 23,6 6,9 10,8 9

2,5 81,5 27,4 11,7 57 6,2

VYBenum4eHue TemnepaTypbl 00padboT-
ku ¢ 200°C go 400°C cmocobcTByeT pocTy
JIONIU CBSI3aHHOTO OKcuaa monubaeHa. CHu-
JKeHHEe KOHIeHTparmu cBoboanoro h-MoOj3
CBSA3aHO C YBEIMUYEHUEM KOHIEHTPALUU
TBEpAOro pactBopa. Takum oOpazom, He-
CcMOTpsi Ha 00pa3oBaHHE KPUCTAIUTMUECKOTO
MOJINO/1aTa Keje3a, B YCIOBHIX MEXaHWde-
CKOM aKTHBAIlMM, KOHEYHBIA MPOIYKT HE0O0-
XO0OUMO MNPOKAJIMBATH IPH TEMIICPATYPC HE
meHee 400°C  gms  Oojee  MOJHOTO
cesa3piBanus h-MoO3; B TBepablii pacTBOp.
Kpome Toro momHas aermapaTaiiisi OKCHa
JkKee3a, KOTOPhI BO3MOXHO oOpasyercst Ha
CTaJUd MEXaHWYEeCKOW aKTHUBAIUU, TaKKe
crocoOcTByeT 0ojiee MOJIHOMY B3aUMOJIEH-

ctButo ¢ h-M0Oj3, HO yXe Ha CTaauu TEPMH-
4eCcKoi 00paboTKH.

[Ipn u3menenuu (ha3oBOro cocTaBa,
a Takke aroMHOro cooTtHomenus Mo:Fe
M3MEHSETCS He TOJIBKO (popMa YacTHII, HO U
JUCTIepCHasl CTpyKTypa. Kak mmokaspIBaroT
pe3yNnbTaThl CKAHUPYIOMIEH MHUKPOCKOMHH
yBenudeHue cootnomenuss Mo:Fe B karanu-
3aTope MPUBOJUT K YBEIMUEHUIO Pa3MEpPOB
arperaroB. [Ipu cootHomenuun Mo:Fe = 1,8
YacTUIbl UMEIT (OpMYy HIECTUTPAHHMKA, a
IIpU YBEJIMYEHUU COOTHOILIEHUs 10 2,3 cra-
HOBsiTC cepuueckumu. Kpome Toro Ha
¢dororpaduax OTUETIMBO pazauuumMa (Qasza
CBOOOJTHOTO OKCHJIa MOJIUO/I€HA.
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Puc. 4 Pe3yabTaThl CKaHUpPYIOLIEH 1eKTPOHHOH MUKpockonun Fe;(M0O,);

Temnepatypa npoxanuanus oopasuos: 400°C;
ArtoMHoe coorHomenne Mo-Fe : a-1,8; b-2,1; ¢-2,3; d-2,5

WNHupakpacHble CHEKTpHl HOPMaTb-
Horo monubOaara xenesa (Mo:Fe=1,5) u mo-
mbaara ¢ u3beiTkoMm MoOs (mo 32,5%),
NpUBENEHHBIE HA PUC.S, OTIMYAIOTCS CHBH-
rom nonockl 842 cwmt no 856 CM'l, OTBe-
yaromiel BHYTPEHHHM BAJCHTHBIN Kosela-
HusM Tetpasapa MoO,. Kpome Toro, B 3TOM
CIEKTpe HaOIIOAI0TCS MOJOCH B 00NacTH
500-600, 1060 eml. Ormeuennoe cmelie-
HUE, TI0-BUTUMOMY, CBUICTEIHCTBYET O Ha-
JUYUHU B CTPYKType MoJnOaTa ¢ N30BITKOM
MonubaeHa TeTpa’apoB MoO, ¢ Gomnee ko-

POTKMMH CBSI3IMH, YTO HEXApaKTEPHO IS
HOpPMaJILHOTO MoyHOaara xene3a. [lomockr
norsomenus B o6nactu 500-600 cm™ coort-
BeTCcTBYIOT M0-O B okTasape MoOs. OTHe-
CTH 3Ty MOJIOCY K HWHAMBUIYAIbHOH (ase
MoQO3; Henb3s, MOCKOIbKY OTCYTCTBYET 0O-
nee xapakrepHas st MoO3 monmoca 990 cm
[onoca 475 cM™ s Monu6IaTOB JKenesa,
coxepxanmx cBoboanyo ¢azy h-MoOs,
xapakrepusyer JedopMalMoHHbIE Koieba-
HUs Mo-O-Mo, KOTOpbie TOBOPST O HaJU-
i B CTpykType cBsa3su MoO4-MoOe.

«CoBpeMeHHbIE HAyKOEMKHE TEXHOJIOTHH. PernonansHoe npuitoxenue» Ne2 (58) 2019



146 I/IH)KeHepHO- TEXHUYECCKHEC HAYKH — MAIINHOCTPOCHUEC U TEXHOJIOINH

[

[ [pomycranm e

0.0

LA

Lad

[

% ]
=

Puc.5. UK-cnekTpbl MOJIN0OAATOB Kese3a
AToMHOe cooTHomrenne Mo:Fe: 1-15;2-18;3-2,1;4-2,3;5-2,5;
TemnepaTypa npokanuBanusi oopaszuos 400°C

TakuM 00pa3oM, U3 CHEKTPOCKOIHU-
YECKMX U CTPYKTYPHBIX JAHHBIX MOXKHO 3a-
KIIFOYUTh, YTO M30BITOK TPUOKCHJA MOJUO-
JIeHa B3aUMOJICHCTBYET ¢ MOJUOIATOM >Ke-
Je3a, BHEPSACH B OINPECIICHHBIE ITOJIOXKE-
HUS KpUCTaJUTMYEeCKOH perieTkd. O Hanuyuu
B OTOM ciy4ae TBEPAOr0O pacTBOpa BHEApE-
HUSl CBUJACTEIBCTBYET M JKCIEPHUMEHTAJIb-
HbIE JJaHHBIE AUPPAKTOrPaAMM.

Pe3ynbTatbl CHHXPOHHOIO TepMHUYe-
CKOI0 aHaJM3a IMOKa3bIBaIOT, YTO IPOLECC
NPOKAIMBaHUS MoJMO/aTa *Keje3a COMpo-
BOXKJIA€TCSl 3HAYUTEIbHBIMU MOTEPSIMU Mac-
bl BILIOTH 110 TeMieparypsl S00°C. ITpuuem
YBEJIMUEHUE COJEp’KaHUs TPHUOKCHIA MO-

nubneHa B oOpasmax MPUBOIUT K CMeEIlle-
Huto TG-kpuBoii B 00611acTh O0Jiee BBHICOKHX
temneparyp. Ecimm st ctexuomerpudecko-
ro MonubaTa xkese3a MoTepu Macchl 3aKaH-
yuBaroTcs npu temmeparype 250°C, to npu
yBenuueHun cootHomenus Mo:Fe mo 2,5
3HAYHUTENBHBIC TOTEPHU MacChl HAOIIOAAIOTCS
BIJIOTH 70 Temneparypsl 500°C. Kpome To-
'O MPOIECC MPOKATUBAHKS COMTPOBOXKIACTCS
JIBYMsI DHIOTepMUYECKUMHU dP(deKTamMu B
obmactu Temmepatyp 20 — 250°C, o0ycnoB-
JICHHBIMU yJaneHueM (pusudecku aacopou-
POBaHHOW BJIaTH W Pa3JIOKEHHUEM THAPOOK-
cujia jkenesa, oOpa3oBaHHE KOTOPOrO BO3-
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MOKHO TIpM MEXaHHYECKOW aKTUBALUU
Fe(N03)3‘9H20.

Takum obpazom Ha kpuBoit ITA Ha-
OMIOJAI0OTCA  TOJNBKO TEIUIOBBIE 3 (HEKTHI
pas3ioxeHus: peHtreHoamopdHoil (assl re-
tuta FEOOH no Fe,O3. Cnenyer oTmMeTHTH,
4yTO B OOpa3nax cojepamux CBOOOJHYIO
¢azy h-MoOs, 1.e npu coorHomennu Mo:Fe
> 2,1 nabmrogaetcst TpETUH TEIIOBOH 3(h-
(heKT — IK30TEPMHUUYECKUIN TIPU TeMIIepaType
475°C. Otot 3 dexT 00yCIoBIIeH MepeKpH-
CTaJulM3anueil OKcuIa Moo IeHa U3 TeKca-
TOHAJILHOW B OPTOPOMOMYECKYI0 CUHTOHHUIO.
He3naunrtenbHbple OoTEpU Macchl B JaHHOM
obnactu TemmepaTyp OOYCIOBIECHBI yrale-
HUEM BOJbI, KOTOpas WIPaeT POJib CBOETO
pona crabmin3aTopa MeTacTaOMIbHOU (ha3bl
h-MOOg.

B pabGore [16] Obu1 mpemioxeH
METO]T KOJINYECTBEHHOTO aHam3a
colepkaHus ~ OKcuga  MoiuOaeHa B
karamu3arope. IlpuueM gaHHBIE MeTOx
MO3BOJIAET OLICHUTh coJiep>kaHue
CBOOOHOTO OKCHJIa MOJIOIcHA,
CBA3aHHOTO B TBEpAbIA pacTBOp U B
monubaar. Tak, B mporecce pacTBOPEHHS
JKMK amMuadHBIMU pacTBOpamMu MPOTEKAET
peaxius B3aMMOJICHCTBHS oKcHJIa
MoJO/IeHa ¢ paCTBOPOM aMMHaKa!
MoOs + 2NH," + 20H = 2NH," + Mo04* +
H.O (7).

AHanu3 pe3ynbTaToB MOTEHIIMOMET-
puueckoro tutpoBanus pactsopom NH,OH
CBUJCTENLCTBYET O HAIMYUU 3 ITaloB
B3aMMO/ICHCTBHS KaTaJIN3aTopa ¢ paCTBOPOM
ammuaka. [lepsebrit atan (1) — xapakrepusyer
pacTBOpEeHHE CBOOOJHOTO OKCHJIa MOJIHO1e-
Ha. Bropoii (1) — o0ycioBieH pacTBopeHU-
eM MoQs3, HaxosIIerocs: B KaTajau3aTope B
BUJIE TBEPAOTO pacTtBopa
Fe2(M00y)3:1,2M003. Tperuit stan (1) —
CBSI3aH C WM3BICUYCHHEM OKCHJIa MOJUO/eHa
ns3 Fez(MOO4)3.

Takum oOpa3oMm, B paboTe BrepBbIC
MOKa3aHa BO3MOXHOCTH TIOJNYYCHHS KpH-
CTAJUIMYECKOTO MONUOaTa Keneza MyTeM
MEXaHOXUMHYECKOH  0o0paboTKM  cMecH

Fe(NO3)39H,0 u HyM0QO,. puyem moiy-

YCHHBIE MOJHMOIATHI Kelie3a C Pa3IuIHbIM
aTOMHBIM cooTHouieHueM Mo:Fe He Hyxna-
I0TCS B BBICOKOTEMIIEpPATypHO 00paboTke,
YTO 3HAUYUTEIHHO COKpAIIAeT U YACIIEBISET
TexHoJoruveckuii npouecc. [lo cBoum u-
3UKO-XUMHUYECKUM XapaKTePUCTUKAM TaKUM
KaK IUTOMIA/lb YACIHLHOW TOBEPXHOCTH, TIO-
PHUCTOCTH, pa3Mepy u (OopMe YaCTHIl CHHTE-
supoBaHHbId Fe2(M00,)3 xXMoO3 HEe TONBKO
HE YCTYIAET, HO U MPEBOCXOAUT CBOU aHAJIO-
T'¥, TOJIYYCHHBIE TPOMBIIIJICHHBIM METOJIOM
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STUDY OF THE SYNTHESIS OF IRON MOLYBDATE IN THE PROCESS OF
MECHANOCHEMICAL ACTIVATION

K.K. Dao, A.A. Il'in, A.P. Il'in

Using the methods of X-ray phase, X-ray diffraction, thermal synchronous analysis and IR spectroscopy,
the process of mechanochemical interaction in a mixture of iron nitrate and molybdic acid was studied for the first
time. It is established that the interaction between the components of the activated mixture begins at the initial mo-
ment of activation, which leads to the formation of crystalline iron molybdate. It is shown that an increase in the
atomic ratio in comparison with the stoichiometric one leads to the formation of a solid solution, a distortion of the
crystal lattice, an increase in the surface area, and a change in the shape and size of the particles.

Key words: iron molybdate, iron-molybdenum catalyst, mechanochemical synthesis
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