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Llenn pabortbl

Llenu paboTbi: CMHTE3 U UcCcnefoBaHWE YaCTUYHO 3aMeLLEHHOM atOMOLMHKOBOW
V) 2 .2 o

WAMHeNn, B KOTopoi Zn“" yactmyHo 3amelieH Ha Ni** B pasHoli cteneHn. Hawa

WwnuHenb nmeet Bug Zn,,NiAl,O, , roe x=0.1;0.3,;0.5;0.7;0.9.

JlntepatypHbiv 0630p

LWnnHenn - MuHepanbl Knacca C/AOXHbIX OKCMAOB C obuwen ¢opmynomn
AB,O, (rae A - Mg**, Fe™ ,Zn**, Mn**, Be** ,Co™, Ni**; B - Fe**, AI**, cr**, Mn** V**)
HasBaHue npoucxoant ot mmHepana MgAl,0, — «b6s1a20podHol wnuHeau», Gop-
Ma KOTOPbIX HAMOMWHAET MM, YTO Ha TATMHCKOM 3BYYMUT KaK spina.

LUnuHenn npeactaBnstoT cobol cucTembl TBEPAbIX PAaCTBOPOB C LUMPOKO
Pa3BUTbIM n30MOopdU3MOM KaTMoHOB A 1 B. Msomopdpunam — cnocobHOCTb aTOMOB
M MOHOB 3ameLL,aTb APYr APYra B Y3/1aX KPUCTANIMYECKON PELLETKM.

dnemeHTapHaA AYenKa KPUCTaNIMYeCKoM pelleTKkM cooTeeTcTByeT 8 ¢op-
MYJIbHbIM €4UHULAM WNUHENN. DNeMeHTapHaA AYelrka BKAYaeT 32 aHMOoHa 0%,
KOTOpble 06pa3yloT NNIOTHEMLYIO WapPOBY YNaKoBKY C 64 TeTpasgpuyeckumu
(KaTMOHbI 3aHMMalOT 8) 1 32 OKTasApPUYECKMMM (KaTMOHbBI 3aHMMalOT 16) nycToTa-
MMU.

o xapaKTepy pacnpenesneHnUa KAaTUOHOB B TeTpas4pMYeCcKUX No3MUMAX Bblae-
NAOT WNUHENN!

2
a) HopManbHble (8 TeTpasApMUECKMX NYCTOT 3aHATO KaTMoHamu A”Y, 16 oKTa-
3APUYECKUX MYCTOT - KaToHamm B*);

b) obpalueHHble (8 TeTpasApuyecknx NycToT 3aHATo B>, 16 oKTasgpuueckux
nyctot — 8 A** 1 8 B¥);
C) NPOMEXYTOYHbIE.

CTpyKTypa wnuHenu

O aHWOHbI 0%

@ KaTuoHbI B>* B OKTasgpuueckux nosuumax

2
® KaTmoHbl A B TeTpas3gpU4eCKnX Nno3numnax




3KCI'IepI4MEHTaI'IbHaFI 4YacCTb

CuHTes Zn 1-XN iXA|204

Cnocob 1. MeTtoa TBepaoda3HOro cnekaHus

YpaBHeHUe peaKkLumm CMHTE3a

(1-X)(NH4)22I’1(SO4)2*6H20 + X (NH4)2Ni(SO4)2*6H20 +2 NH4A|(SO4)2*12H20 =

= an,xNixA|204 +4 NH3 + 32 Hzo +6 SOZ +3 Oz

PacuyeTbl:

Maccbl paccyMTbIiBaIM NO peakLmMn, OPUEHTUPYACL Ha 1r npoayKTa.

Ne

WnuHenb m m m

(NH4),Zn(S04)2*6H,0 | (NH4)2Ni(SO4),*6H,0 NH4AI(SO4),*12H,0

Zno_gNi0_1A|204 1.99 0.20 4,96

Zn0_7Ni0_3A|204 1.55 0.65 5.00

Zno_sNi0_5A|204 1.11 1.10 5.04

Zn0_3Ni0_7AI204 0.67 1.55 5.06

VP WIN|F

Zno_lNi0_9A|204 0.23 2.00 5.10

Xopa paboTbi:

1.

CMecb LWEHUTOB HUKeNs, UMHKA M aNtoMOaMMOHUIHBIX KBAcLOB, B TOYHO
PacCYMTaHHOM KOJIMYECTBE, TATENbHO NepeTep/in B CTynKe.

3aTem NPoKasnAn roMOreHHyto cmecb B ¢pappopoBOM TUIIe Haf rasoBow
ropeskon nopg, TArol A0 OKOHYaHWSA BblaeneHua rasos. Mpu 3TomM cHavana
CMeCb NeHunacb M3-3a 60/1bLIOr0 KONMYECTBA BblAENAEMbIX Fa30B U Kpu-
CTa/NIM3auMOHHOM BOAbI, @ 3aTeM OHa 3aTBepaena.

. Nocne 3Toro onATb TWATE/NIbHO NepeTepn Hawy CMecCb B CTYMNKe 1 NOCTaBu-

NN NPOKANNBaTbCA Ha BO34AYyXO4YBHOW ropesike B anyHAOBOM TUrne A0
NONIHOTO BblAe/IeHMA ra30B, OKOHYAHME BblAe/IeHMA KOTOpPbIX onpeaennam
C NOMOLLbIO CMOYEHHOW YHUBEPCA/IbHOM MHAWMKATOPHOM Bymaru.

N, HakoHeL, B TPeTMI pa3 TWATeNbHO NepeTepan Haw obpasey, B CTynKe u
NOCTaBUM B NeYb ANA BbICOKOTEMMNEPATYPHOro obKura Ha 900°C 1 1200°C.

. Bbixogbl no gaHHomy metoay coctasuaun 83-91%.




Cnocob 2. MeToa, ruapoKapboHaTHOro ocaXKaeHusn

YpaBHeHMe peaKkLumm CMHTE3a

1.1 (1-X)(NH4)22|’1(SO4)2*6H20 + X (NH4)2Ni(SO4)2*6H20 +2 NH4A|(SO4)2*12H20 +8 NaHC03 =

1.2 (1-x) Zn(OH), + x Ni(OH), + 2 AI(OH)s = Zn1.(Ni,Al,O4 + 8 H,0

PacuyeTbl:

= (1-x) Zn(OH), + x Ni(OH);, + 2 Al(OH)3 + 2 (NH4),SO4 + 4 Na,S04 + 8 CO,

Maccbl paccuMTbiBaAM NO peakumn, opueHtTupyack Ha 0.5r npogykta. CornacHo

IMMNEPUYECKUM AaHHbIM, Hy*KeH 20%-136bITOK ruapokapboHaTa HaTpma, No3TOMy

maccy NaHCO; yKasbiBaeM yrKe C y4eTOM 3TOro n3bbITKa.

Ne | lWWnunHenb m m m m
(NH4)22|’\(SO4)2*6H20 (NH4)2Ni(SO4)2*6H20 NH4A|(SO4)2*12H20 NaHC03
1 | ZngoNip1AlL,O4 | 1.00 0.1 2.48 0.923
2 Zn0_7Ni0_3A|204 0.775 0.325 2.50 0.927
3 Zno_sNi0_5A|204 0.555 0.55 2.52 0.934
4 | Zno3Nig7AlL,O4 | 0.335 0.775 2.53 0.938
5 Zno_lNi0_9A|204 0.23 1.00 2.55 0.942
Xopn paboTbl
1. Cmecb weHuToB HUKenAa, umHKa " anlOMoaMN\OHMﬁHblx KBacCcuoB, B TOYHO

pacCHNTaHHOM KONM4ecTBe, NnepeTepsin B CTynKe.

. BcrakaH c 1n I'OpFI‘-IEI7| BOApbl, ,u,o6a|3ww| pacTtepTyro cMecCb, 3aTeéM NOHEMHO-

ry aobasnanu rmapokapboHaT HaTpMA, NPU NOCTOAHHOM NepemMeLllMBaHUM
Ha MarHutHon mewanke. Habnoganocb nomytHeHue pactBopa. pH pac-
TBOpPa b6bin cnabowenovyHom.

. Nocne ocaxkgeHnAa BewecTBa NpPoBenn AeKaHTauuio. 3atem Harpenaun Aau-

CTUNNNPOBAHHYIO BOAY, AO/MNM €€ B CTaKaH C HawuMm Bew,ecTBom. Mpose-
NV OeKaHTauumto pactBopa 6-7 pas, 40 NPaKTUYECKM MNOMHOro yaaneHua
cynbdaT-noHoB M3 pacTtBopa. Hanmume cynbdaT-MOHOB perncrpupoBanm
NP NOMOLLM pacTBopa xnopuaa b6apus.

4. OtdMnbTPOBaANU PacTBOP. BbicywMam punbTpaT B CyLUIMABHOM LWKady.

. MepeTepnu BbICyLWEHHbIN GUNLTPAT B CTYNKe M Npokaanan B ¢appopoBom

TUINe Haj ra30BOM rOpenKkomn 40 OKOHYAHMA M3MEHEHMA OKPACKM BELW,ecTBa
W BblAeNEeHMA ra30s.

CHOBa nepeTep/in B CTynKe Haw obpasel M NOCTaBUIN Ha OBXKUT B NeYb Ha
900°C 1 1200°C.

Bbixoabl no gaHHOMY meToay coctasmnmn 71-79%.



UccnepoBaHue NonyyeHHbIX 06pasLoB U aHaNu3
AAHHbIX

Okpacka obpasuos

B npouecce nccnengosaHMA CpaBHMBaNaCb OKpPacKa 06pa3LI,OB C pa3Hoi/'1 cTe-
NeHblo 3ameLleHmna. Huxe npueeneHsl ULBeETa NONYYEHHbIX HAMM COGAMHEHMﬁ me-
TOA4O0M TBepﬂ,O(I)a3HOI'O CneKaHwuA.

ZnogNig.1Al;04

Zno 7Nig3A1;04

ZnosNigsAl,04

Zno 3Nig.7Al;04

Zno1Nig.0Al;04

Mo uBeTy 06pasLa MOXKHO ONpeaennTb CTeneHb 3aMeLWEHHOCTU: YeM 3ee-
Hee o6paseL, Tem Gonblue aons Ni* B 06pasue. Kak BUAHO, ANA HawUX 06pasLos
3Ta TeHAEHUMA BbINOJIHAETCA.
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AHanuns POA

Bce AaHHble OblIM NOAYyYEHbI C MOMOLLbIO METOAA pPeHTreHodas3oBoOro aHa-
nnsa (P®A) n obpabotaHbl B nporpamme STOE Win XPOW Version 1.06. CyTb me-
Toaa PDA 3akntovaeTca B TOM, YTO KpucTannorpadumyeckne naockoctn obpasua
npeAacTaBAAoT coboit AudpaKUMOHHbIE PELLETKM, HA KOTOPbIX MOryT Andparnpo-
BaTb JIy4N PEHTIEHOBCKOrO M3/ly4eHUA. B KOHEYHOM BUAE pe3ynbTaT aHanm3a o6-
pa3uoB NpeacTaBneH Ha AMdpaKTorpammax, Kotopble Mbl U Byaem aHanusnpo-
BaTh.

B Hawwmx obpasuax, rae x(Zn’)> x(Ni**) Mbl moxem HabOAATb YACTUYHO
3aMeLLEHHYI0 aNtOMOUMHKOBYHO WNUHeNb (ZnAl,O4) 1 3aMeLlLLEHHbIA OKCUA LIMHKA
(Zn1yNi,0), ncxopa n3 casuros nNUKos Ha Aundpaktorpamme. B obpasuax, rae
X(Zn**)= x(Ni**) HabntoAQOTCA YACTUYHO 3aMeLLEHHAA aNlOMOLMHKOBAA WNUHENb
(ZnAl,0,) 1 ocTaTok okcupa Hukens (NiO). U B obpasuax, rae x(Zn™)< x(Ni**)
HabNAATCA YacTUYHO 3amelléHHaa antomoHukenesas wnuHenb (NiAlL,O4) m
ocTaToK okcuaa Hukena (NiO). OctaTkn oKenaos umHKa (ZnO) u Hukena (NiO) saB-
narTCcA cneacTenem HeaocCTaTKa a/ItoMOAMMOHUMHbBIX KBacLOB
NH,AI(SO,),*12H,0 B NnpnrotoBN€HUN UCXOAHbIX CMECEN.

Mpumep PPA pna metoga ruapokapboHaTHOro ocaxkaeHusA
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Intensity

HekoTtopbie npumepbl PPA ana metona teepaodasHOro cnekaHms
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Ona Bcex 06pa3u,0B 6blIM NOCUUTAHDBI NAPAMETPbI KPUCTANIZIUHECKOW PEeLLETKU

MapameTpbl KPUCTANIMYECKOM PELLETKN AN meToaa TBepaodasHOro cnekaHums.

O6paseL, MapameTtp KpMCTanfMHeCKOﬁ TemnepaTypa,
peweéTku, A °C
Zng,9Nip1A1,04 8,096(4) 900
Zng,7Nip 3A1,04 8,091(3) 900
Zng sNip sAl,04 8,0865(21) 900
Zng 3Nip 7A1,04 8,067(7) 900
Zng,1Nip 9Al;04 8,066(7) 900
Zng,9Nip1A1,04 8,0944(8) 1200
Zng,7Nip 3A1,04 8,0895(4) 1200
Zng sNip sAl,04 8,0799(11) 1200
Zng 3Nip 7A1,04 8,0794(18) 1200
Zng,1Nip 9Al;04 8,0598(9) 1200

MapameTpbl KPUCTANZIMYECKOM PeWweETKU ANnA meToda rmapoKapboHaTHoOro oca-

XKOEHUS.
Obpasey, MapameTp KpUCTaNAMYeCcKon TemnepaTypa,
peweéTku, A °C
Zng,9Nip 1A1,04 8,0862(3) 900
Zng,7Nip 3A1,04 8,0832(11) 900
Zng,sNip sAl1;04 8,079(3) 900
Zng 3Nip 7A1,04 8,067(3) 900
Zng,1Nig 9Al;04 8,061(7) 900
Zng,9Nip 1A1,04 8,098(4) 1200
Zng,7Nip 3A1,04 8,091(3) 1200
Zng,sNip sAl1;04 8,0839(17) 1200
Zng 3Nip 7A1,04 8,075(1) 1200
Zng,1Nip 9Al;04 8,049(8) 1200




NMpasuno Berapga — anpokcMmmnpoBaHHOE SMNUPUYECKOE NPaBUIO, KOTOpoe

FNacuT, YTO CYLLLECTBYET IMHEMHAA 3aBUCUMOCTb NPU NOCTOAHHON TemnepaType
MeX Ay CBOMCTBAMM KPUCTANIMYECKOM PeLLETKM TBEPAOrO PacTBOPA U KOHL,EH-
Tpaumen oTAeNbHbIX ero 3anemeHToB. Mbl NpoBepPUAK, BbINOAHAETCA M OH ANA
Hawunx ob6pasyo.. A 3TOro NOCTPOUAM NPAMYIO (C NOMOLLbIO MeTOAa HAMMEHb-
LIMX KBaAPaTOB) Ha rpaduKe 3aBUCUMOCTU MOJIbHOW KoHLeHTpauun Ni** oT napa-
MeTpa KPUCTaNnNYeCcKomn pewweTkn B nporpamme OrigrinPro 8.1.

[aHHble npuBeaeHbl ana o06pasyos,
8,095 4 N .
NOJIy4EeHHbIX MeToAOM TBEpPAO0dA3HOro

8,090 4

5,085 cnekaHua npu TemnepaType 1200°C.

8,080 - 'S

. MOMHO caenatb BbiBOA, YTO HalUM 06-

< B0 pasubl YAOBAETBOPAKT npasuay Be-
8,070 S

rapga c HGKOTOpOI?I TOYHOCTbIO.

8,065 - ~

8,060 -

8,055 . . T T T T T T T )
0,0 02 04 0,6 08 1,0

X(Ni*)

womy [aHHble npuBeaeHbl ana obpasLoB, Nony-
sos| ™ YeHHbIX METoAO0M  rMApPoKapboHATHOro
s . ocaxaeHuna npu TemnepaType 900°C.
T MoHO caenaTtb BbiBOA, YTO HawuM 0bpas-

8,070 4
Ubl yA0BAETBOPAOT Npasuny Berapaa c He-
8,065 4 (V)
KOTOPOW TOYHOCTbIO.

8,060 4

T T T T T T T T T 1
00 02 04 06 08 1.0

X(Ni*)
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BbiBOADbI:

v B XoZe NPaKTUKyma mbl 0byumnmcb ocHoBam paboTbl B nabopato-
pUN.
4 CuHTe3smpoBanum 10 obpa3uoB meToaom TBEPAOPA3ZHOIo CNeKaHuA
N rMapoKapboHaATHOro ocarkaeHua. Bbixog B cnyyae TBEpAO¢PA3HOro
CrMeKaHMA CyLW,eCTBEHHO Bblle.
v’ Bce obpasubl, CMHTE3UPOBaHHble B xoae 10-TMHeaeNbHOro npak-
TUKYMaA, COOTBETCTBYIOT TEOPETUYECKMM AAHHbIM.
O Mpwu yBennyeHuun gonm Ni** obpaseL, CTaHOBUTCA 3e/1EHEE.
O DKCNepumeHTaNbHO A0Ka3annu, 4YTo Npu yBEeAUYEHUWU A0NU
Ni** B8 obpa3ue napameTp KPUCTAN/IMYECKON PELUETKM
YMEHbLIAeTCA.
O [lpoBepunu BbiNoNHEHUe Npasuna Berapaa.
O CreneHb 3ameweHuns Nit 6onbwe nocie o6xkura Ha 1200°C
No cpaBHEHUIO ¢ 06Kknurom Ha 900°C.

v\ OcsBounu HaBblku pabotbl ¢ nporpammamm OriginPro 8.1 un
WinXPOW 1.06.
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bharopgapHocTn

Bonblwoe cnacnbo xoTenock 6bl CKasaTb
3a HEOLUEeHUMYo NoMolLLb Npu paboTte B 1abopaTopuu:

* Xwuposy AnekcaHgpy NBaHOBUYY

* [puropbeBon AHacTtacum BagumosHe
* bpobinésy Onery AnekcaHapoBuyy

* Tpycosy J/lbBy ApTEMOBUYY

* [Jlopodeesy Cepreto leHHagbeBUUy

* beperoson NanvHe JaBblaoBHe

33 OrPOMHYHO NOMOLULb B daHa/n3e AaHHbIX POA n pPa3bACHEHNE MHOTUX TEOPU-
TUYECKNX BOMNPOCOB:

* Enuceesy Aptemy

12



CNUCOK UCcNonb30BaHHOM AnTepaTypbl

1. H.T'puHBya, A.9pHWo. Xummna snemeHToB. Tom 1.Mocksa «BUHOM.
NabopaTtopua 3HaHMI» 2010 .

2. A. Bect. Xumusa TBepgoro tena (noa peaakumen H0.[l. TpeTbAaKoBa).
Mocksa «Munp» 1988 .

3. CnpaBoOYHUK xnumukKa (1.3) M: Xumusa, 1965 r.

4. 1.0.apkuH, A.U.bapaHos, IN.C.bepaoHocoB MeToan4yecKaa paspa-
60TKa K npaktnukymy "HAYATA XUMUYECKOIO SKCNEPUMEHTA"
Mocksa 2007 r.

5. OT4YeTbl CTapLIEKYPCHMKOB
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