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1. BBenenune

B paMKax ACCATHHCACIBHOI'O IIPpaKTHKyMa HaM OBLIO MMPEATTOKEHO SKCIICPUMEHTAIIBLHO
IIOJIYYHUTh MaTCpHajibl Ha OCHOBC CMCHIAHHBIX OKCHOOB. Temoit JJIA pa60TbI ObUTH BbI6paHBI

cuHTe3bl Omaropoanoi mmuaen MgAl2O4 ¢ yacTruunbiM 3amenieHrneM atomoB Mg Ha Ni.

[nuaenn — OONBIION KIACC COEAMHEHUM, SBISIIOIIMXCS IO COCTaBY CIOXHBIMU
okcugamu ¢ obmieit hopmynoit AB2Os 1 UMEIOIKMX TUIT KPUCTAIUTMYECKON PEIIETKH, CXOKHHA CO

CTPYKTYPHBIM THIIOM MHUHEpasa «IIIUHEIbY.

OcHoOBHasi 0COOCHHOCTh JECATUHEACIBHOTO MPAKTUKYyMa, KOTOPBIA €XKEroHO MPOXOISAT
nepBokypcHuKU PakynpTeTa HayK O MaTepHuanax, COCTOUT B TOM, YTO B T€UEHHE ITOTO BPEMEHHU
CTYICHTBl OBIQJICBAIOT MPOCTEUIIUMHU MpUeMaMH paboOThl B J1a0OpAaTOPUHU, 3HAKOMSITCS C
XUMHUYECKOH MOCYJ0N U COBPEMEHHBIM 000pyI0BaHUEM JUIsl IpOBeAeHus cuHTe3a. Kpome Toro,
CTYJECHTBl IOJYy4aroT IpeACTaBIeHUE 00 OCHOBHBIX METOJaX HACHTU(UKALMU M aHaiIu3a
HEOPraHMYECKUX BEIIECTB (peHTreHo(a3oBklii aHAIN3). TakuM 00pa3oM, CTYAEHTHI COBEPIIAIOT
HAy4yHOE HCCIIEJOBaHUE, B XOJiIe KOTOPOTO MONYy4yaroT YHHKAIbHbIE 00pa3ibl MaTepualioB U

HU3YYarOT UX XapaKTCPUCTUKH.

I/ITaK, HalmyMuy OCIsAMHA U 3aa4aMi B TCUCHUC 10 HEACIIb IIPAKTUKYMaA, OBLIN:

o Ilenu:
1. W3yyeHne OCHOB pabOThI B JIAOOPATOPHU M HCIOJIH30BAaHUS J1abOPaTOPHOTO
000pynOBaHUS;
2. [MosyueHre OCHOBHBIX HABBIKOB HEOPTaHMYECKOTO CHHTE3a M HCCIEI0BaHHUE

MOJIYYEHHBIX BEIIECTB METO/IOM PEHTI€HO(a30BOI0 aHAIN3a;

e 3aoauu:

1. Cunresuposaths mmnuHeaH coctaBa MgxNi1-x)Al204

2. OmpenenutTh 3aBUCUMOCTh HW3MEHEHUS OKPAaCKM TONYyYEHHBIX 00paslioB OT
KOHIIEHTPAIlMU MOHA-3aMecTUTeNs (XpoMmodopa) B HICXOAHON MaTPHIIE;

3. Ompenenuth Ga3oBbId COCTAB MOJYICHHBIX 00pa3IOB METOJOM PEHTTEHO(A30BOTO
aHam3a

4. HccnemoBaTh  3aBUCUMOCTH  TAapaMETPOB  KPHUCTAUIMYECKOW  PEIIeTKH  OT
KOHIIEHTpaluu Xpomodopa

5. IlpencraBuTh pe3yiabTaThl B opMe OTUETA.



2. JluteparypHbiii 0030p

Kpucrannuyeckasi cTpyKkTypa HINHHETH

Kpucrannuueckue CTpPYKTypbl IINHAHEIN POACTBEHHbl MHUHepaldy IINHHENb (puc.
1)(MgAI204), KOTOpBIii HMeeT TpaHEUEHTPUPOBAHHYI KyOMYECKyl0 pemeTky. B ysmax
KPUCTAJUIMYECKON PEIIETKH paCIONIOKEHbl aHWOHBI, 00pa3yloIue IUIOTHEHIIYI0 KyOWYecKYIo
TPEeXCIOWHYI0 ymakoBKy. CTpyKTypa IINHHEIW BKJIIOYAeT B Ce0S pa3IUYHbIC KATHOHHBIC
MOAPCIIETKH: TeTpadapuueckyro (A-momperieTka), ¥ OKTa’Apuueckyr, (B-mompemierka).
Koopaunainmonnoe uyucino aHvoHa B pemieTrke mmnuHenw paBHo 12, KY katuona B
TETPAdAPUUECKOM TIOJIOKEHUH 4, B OKTadIpUYECKOM IMOJOKEHUU 6. DIeMeHTapHas sueika
CTPYKTYpbl UIMHHEIH COCTOUT H3 32 aHHOHOB KHCIIOpOJAa, OO0pa3ymoIuX IUIOTHEUIIYIO
KyOMUYEeCKYIO YIIaKOBKY ¢ 64 TeTpa’sJpUYeCKUMHU IyCTOTaMHU, U3 KOTOPHIX KATHOHAMH 3aHSTO 8, U
32 okTa’apudeckuMu (KaTHoHaMu 3aHaATo 16). Katnonsr B3 n A?* B okTasapuyecknx mycToTax

MOTYT pacCinpeaciaiaThbCs KaK YHOPAAOUCHHO, TaK U CTATUCTHYCCKU.

Puc. 1.
Inuneas AB,O, PO S O _ Kpucrammngeckas
Qﬁ%"t CTPYKTypa IIIUHEIN
e MgAI>O4. B nientpax
TETPadAPOB
HAXOJATCS aTOMBI

A-TioApenieTsa
(TeTpasmpuuecKad)—MeTaXLT
¢4 Ompxafmnn aToMamu O Mg, a B nenTpax
OKTa3JIpOB - aTOMBI

Al.

B-nogpemerxa
OKTa3IpHYecKad)— MeTaLIC
6 Omroxarmmng atoMaymu O

CwMmeranHble OKCHUJIBI CO CTPYKTYpOW UIMTMHETN XapaKTepu3yroTcs obmel (opmyoin
AB0s, Tne A — gByxsanentHelii Metamn (Mg?t, Zn?*, Ni¥*, Fe?*, Co?*, Mn?*), a B —
tpexBanentreii (AIPY, Fe¥, Cr¥*, Mn®, Ti**, V®'). BoipmIMHCTBO OKCHAHBIX MaTepHAJIOB
NPENCTABIAIOT CcOo00M Tak Has3bIBAEMyI OECIBETHYIO Mampuyy, KOTOpas 3amlolIHIETCs
OKpPAIleHHBIMU HMOHAMM, KaK IPABUIIO IIEPEXONHBIX METAIUIOB, HA3BIBAEMBIMH XPOMOPOPAMU.
IMEHHO OHM TpPHIAIOT MHOTHM MaTepuanaM pasnuusble nsera. Hanpumep, momsr NiZ*,
BCTPaMBasCh B KPUCTAJUIMYECKYIO PEINETKY IINUHENN, OKPAIIMBAIOT €€ B OTTEHKHU 3€JI€HOro. B
3aBHCHMOCTH OT KOHIIEHTPAIMH 3aMECTUTEINS OKPACKa TAKKE MOYKET MEHATHCS, OBITH 0OJIee WK

MeHee HACBIIIEHHO.


http://wiki.web.ru/wiki/%D0%9A%D1%80%D0%B8%D1%81%D1%82%D0%B0%D0%BB%D0%BB%D0%B8%D1%87%D0%B5%D1%81%D0%BA%D0%B0%D1%8F_%D1%81%D1%82%D1%80%D1%83%D0%BA%D1%82%D1%83%D1%80%D0%B0

Takum o00pa3oM, MIMUHENIW NPEACTABISIOT COOOM cHUCTEMBI TBEPABIX PACTBOPOB C
pPa3BUTHIM H30MOPPU3MOM KaTHOHOB A u B. M3omopgusm — CBOHCTBO aTroMOB, HOHOB WIIU
MOJIEKYJI 3aMeIaTh APYT Apyra B CTPYKType KpHUcTailia, He Hapymas ee. 3omopdusm Bo3moxkeH
MIPU OJIMHAKOBBIX KOOpAUHAIMOHHBIX ynciax (KY) aToMoB, a B KOBAJIEHTHBIX COCAMHEHUSAX MIPU

CXOJTHOM KOH(UTYpAIIUU CBSI3EH.

Teepowiti pacmeop TpeAcTapisieT coOOM Takylo K€ OAHOPOJHYIO CTPYKTYpYy, UYTO U
XKUAKUI pactBop. Ero rimaBHO 0COOEHHOCTHIO SBISETCS YHOPSAA0YECHHOE PACIOIOKEHNE aTOMOB,
KaK U B JIIOOOM KPHCTAUTMYECKOM BemiecTBe. YacTh MO3HUIUNA B KPUCTAUIMYECKOU CTPYKType

TBEPJIOTO PacTBOPA 3aMOHIETCS aToMaMu (MOHAMHM) IBYX HIIK O0Jiee COPTOB.
CpolicTBa HINMHHEIEH

MHorue XapakTepUCTHUKH UINMHWHENW, HalpuMep IUIOTHOCTh, TBEPAOCTh, IapaMeTp
AJIIEMEHTAPHOM sTUeHKH, MArHUTHBIE U DJIEKTPHUECKHE CBOWCTBA CYIIIECTBEHHO 3aBUCST OT COCTaBa
U XapakTepa pacrpeneaeHuss KAaTHOHOB U 3HAYUTEIbHO KOJIEOIIOTCS B MpeesiaX KaXK0W IPYIIIbL.
Jlnist BceX MUHEpAJIOB, MMEIOMIMX CXOXKYIO ONMMCAHHOW BBINIE CTPYKTYPY, XapaKTEPHBI BBICOKAs
TBEPAOCTH (5-8 10 MHUHEPAIOTMYECKON IIKale), XUMUYECKasi U TepMUYECKas yCTOHYMBOCTD, a
TaK)Xe BBICOKOTEMIIepaTypHbie yciaoBusi obpasoBanust u muaBineHus (2130 °C ams MgAIL2Os).
BonbmnHCTBO MIMKMHENEH HEPACTBOPUMBI B BOJIE, KUCIOTaX M IIeJo4YaX, UMEIOT YCTOWYMBOCTD K

BBIBETPUBAHUIO, COXPAHSAIOTCSA B POCCHIIIAX.
Honyyenue mmuHeaen

CuHTE3 OKCHIHBIX MaTepHaJIOB JOCTATOYHO CJOXHBIA IPOLECC, KOTOPBI COCTOUT B
cnekanuu okcuaoB AO u B203. OCHOBHON NpPUYMHON 3TOTO SIBISETCS HU3Kas PEaKIMOHHas
CIIOCOOHOCTh MCXOJHBIX BemlecTB. Hampumep, peakius oOpa3oBaHus OJAarOpOJHON IIMAHETH
(MgAI204) u3 OKCHIOB aJIOMHHHSI U MarHusi, C TOYKH 3PCHHS TEPMOAMHAMHUKH, IOJDKHA
CaMOIIPOU3BOJIBHO MPOXOAUTH NP KOMHATHOM TEMIIEpaType, OJHAKO NPOTEKAaHUE PEaKLHH C
3aMETHOM CKOPOCTBIO CTAHOBUTCSI BO3MOKHBIM JIMILb PU JOCTHXKEHUH TemnepaTyp Bbiiie 900°C.
Ha mpaxTuke monydeHue mmuHeNIeH mpoBoIUTCs pu Temreparypax okoino 1200-1300°C. Takue
yCIOBUS CHHTE3a, O€3yCIOBHO, YCIOXKHSIOT TPOLIECC: TMOSBISIETCS HEOOXOIUMOCTh B

HCIIOJB30BaHNU CIICITHUAJIBHBIX neuei JJIsA O6)KI/IFa, KapOoHpOYHbIX MaTCPUAIOB
PentrenogasoBbliii aHAJIN3

[Tocne Toro, kKak Bce 3Tambl CHHTE3a 3aBEPLICHBI, OJIYYeHHbIE MaTepHUaibl HEOOXOIMMO
MIPOaHAIM3UPOBATh: ONPEIEIUTh (a30BbIi COCTaB 00Pa31I0B, HATMYKE IPUMECEH U UX IPUMEPHOE
cogepkanue. Jls McclIeOBaHUS CBOMCTB BELIECTBA 4Yallle BCETO0 HCIOIb3YIOT METOJ

peHTI‘eHO(I)HBOBOFO aHajIm3a.


https://ru.wikipedia.org/wiki/%D0%9A%D0%BE%D0%BE%D1%80%D0%B4%D0%B8%D0%BD%D0%B0%D1%86%D0%B8%D0%BE%D0%BD%D0%BD%D0%BE%D0%B5_%D1%87%D0%B8%D1%81%D0%BB%D0%BE

['maBHOE OT/IMYME KPUCTAJUIMUECKOTO BEHIECTBA OT aMOP(HOTO 3aKII0YaeTcsli B TOM,
aToMbl (MOJIEKYJIBI) PACIOJOKEHBI CTPOrO YIOPSAJOYSHHBIM 00pa3oM IO BceMy 00BeMYy
KpUCTala. DTOT TOPSIOK HMEET OIpEeNeIeHHYI0 MepHOIUYHOCTh. B CcTpykType moboro
KpHUCTaJlJla MOKHO BbIOpaTh TpH BeKTOpa (HE 00s3aTeNbHO MEepPHEHANKYISPHBIX), HA KOTOPBIX
CTPOMTCS apasuiesenuIe ], Ha3bIBAaEMbIii 2JIEMEHTAPHOM SYEHKOM KpUCTaslia, ero napaieiabHbIM
MIEPEHOCOM BJIOJIb 00pa3yIOIINX BEKTOPOB MOKHO MOJYYUTh BECh KPUCTAILI, KOTOPBIH BO3MOXKHO

paccMaTpuBaTh Kak AU(PAKIIMOHHYIO PEIIETKY.

OcHoBHoii 3amaueii POA sBnsercs maeHtupukanus Ga3 B CMECH Ha OCHOBE aHAIH3a
TUQGPAKIIMOHHON KapTHHBI, JaBacMOW HCCIenyeMbiM o0pas3noM. KorepeHTHO paccesHHBIC
PEHTTEHOBCKHUE JTy4l HHTepDEepUpYIOT Mexay co0oil, mpu 3ToM AU(pPaKIMOHHON PEIIETKON IS
PEHTTEHOBCKOTO M3IyYEHUS CIYXKHUT KPUCTAJUIMYECKasl PEIIeTKa, MOCKOJIbKY MEXIIJIOCKOCTHBIC
paccTosiHUSL B KpUCTAJUIE CPAaBHUMBI C JUIMHOW BOJIHBI m3nydeHus. [1o 3axkony Bynbda-bpoarra,
MaKCHUMYMBI TUPPAKITMOHHON KapTUHBI OyyT HAOII0IaTHCS HA ONPE/ICIICHHBIX YIJIax pacCesHus
B 3aBUCHUMOCTH OT MEKIUIOCKOCTHBIX paccTosiHui: 2dsinf = nA, rae A - [irHa BOJIHBI 00Ty4YeHHs,
d — MEXKIUIOCKOCTHOE paccTosiHue, 6 - yroj paccesiHus, N — TOPSAOK AU(PAKIHOHHOTO

MaKCcUMyMma.

BeposiTHbie 3HaueHHs BeNMYMH O ONMPEICISIFOTCS TOJILKO MapaMeTpaMH 3JIEMEHTapHON
SYEHKHU BelleCcTBA. IHTEHCUBHOCTB OTPaXEHUM ONPEAEIIAETCS PACIOI0KEHUEM aTOMOB B SIYEHKE,
T.. KpUCTAJUIMYECKOW cTpykTypod. Tak, nns kpucramia KyOM4ecKoil CHHIOHUH,

MEKIUIOCKOCTHOE ~ PAaCCTOSHHE CBSI3aHO C  IMapaMeTpoM pelieTkd, a 1o (opmye:

a
d Mk = Nk rae BenuuuHbl h, K u | HOcAT Ha3BaHWe WMHIEKCOB MUGPAKIMK (MHIECKCOB
W2 +k2+1
Munnepa).

®a30BbIli cOcTaB 00paslla MOXHO CUMTATh YCTAaHOBJIEHHBIM, €CIM BCE OTPAKEHUS Ha

PEHTICHOIpaMMC YAAJIOCh NPUITUCATh BCUICCTBAM — KOMIIOHCHTAM 06pa3ua.



3.3KCHepI/IMeHTaJIBHaH 4acTb
JIns cuHTe3a MIMHENeH NCIO0Ib30BAICh METO B! TBEPIO(A3HOTO CIIEKaHUS
MEXaHWYECKH TOMOTEHH3UPOBAHHBIX ITOPOILIKOB MPEKYPCcOpoB (11.3.2) M XUMUYECKH
rOMOT'€HU3UPOBAHHON CMeCH UCXOHBIX BeuecTs (11.3.3).
B kagecTBe npekypcopoB I CUHTE3a HINMKUHENeH HaMU ObUTH BBIOpAaHBI MarHU-

amvouuiHbIH meHUT ((NHa)2Mg(SO04)2¢6H20), Hukenb-aMMOHUIHBIN IIEHUT
((NH4)2Ni(S04)226H20) u amromoammonuiiasie kBacibl (NH4AI(SO4)2¢12H,0).

3.1 Cunmes (NH1)2Ni(SOa4)2-6H>0

Meroauka cuHTe3a:

o PacdeTsl HEOOX0IMMOTO KOJIMYECTBA HCXOHBIX PEareHTOB C YYETOM MOTEPh MPU
NepeKpucTalin3aluy (pacyeTsbl IPUBEAEHBI I MOJIy4YeHus meHuTa Maccoit 10 r)

. PactBopenue paccuntanaoro koiaunuectBa (NHs)2SOs u Ni(NO3)226H20 B

JUMCTUILTMPOBAHHOM BOJE

o HarpeBanue nonyueHHBIX pacTBOPOB /10 TIOJTHOTO PACTBOPEHHUS BEILIECTB

. CwmenmuBaHue pacTBOPOB CoJIeH

J OxuaxkieHre 10 KOMHAaTHOU TeMITepaTyphl

. OuuieHne MOIYYEeHHOTO PACTBOPA METOJIOM ropsuero GuibTpoBaHUS

o Brigenenue HUKeneBoro meHnTa GuiabTPOBaHUEM IO MOHMKEHHBIM JIaBJICHHEM
. BricymmBanue moy4eHHOTO MPOyKTa B CYIIUIBHOM HIKady

Hwke nmpuBenens! pacu€Thl Iuist mosrydeHns 10 T HUKEIEBOTo MIEHNTa:

PactBopumocts (S) [1]:

S20°c((NH4)2Ni(SO4)26H20) = 6,5 r (1a 100 M H20)

S70.c((NH4)2Ni(SO4)2+6H20) = 20,0 r (1a 100 ma H20)

O603na4unM Teopetndeckyro maccy meHuTa M((NH4)2Ni(SO4)2*6H20) e0p= X, Maccy
BO/JIBI JIJISl PACTBOPEHUS cMeCcH MCXOAHBIX pearenToB M(H20) = y. Mcxoas u3 HeoOX0AMMOCTH
nosydeHust 10 r ©TOrOBOro MPOIYKTa U CIIPABOYHBIX JTAHHBIX MO0 PACTBOPUMOCTH COCTaBUM

CUCTEMY YPaBHECHHIA:
65 _ x-10
100+6,5 x+y-10
20 x

100+20  x+y
[Tonywyaewm pemreHus:
M((NH4)2Ni(SO4)226H20)c0p.= 14,82 T
mi(H20) =y =74,07r
3anuiieM ypaBHEHHE PEakKIliH MOTydSHHsI HUKEJIEBOTO IICHHUTA.

2 (NH4)2SO04 + 2 Ni(NO3)226H20 = (NH4)2Ni(SO4)2°6H20 +6H>0+2NH4NO3



M ((NH4)2S04)=270 r/mob

M (Ni(NO3)2+:6H.0)=291 r/mosnb

M ((NH4)2Ni(SO4)2¢6H20)=395 r/moin
V((NHa4)2Ni(S0O4)226H20)=0,0393 moib.

W3 ypaBHEHHUS TOTYYHIIH:

M((NH4)2S04) = 10,611 r

M(Ni(NOs)2+6H20)=11,4363 r

Miucosxommo(H20) = M1(H20) - Myo ypassenmo(H20) = 65,58 (¢ yuetom

KPUCTAJJTU3alMOHHON BOJIbI)

3.2 Cunmes wnunesnei Memooom Mexanueckou 20MO2eHU3AUUL

Jnst monmyvenust mnuHenei coctaBa MgxNi@-xAl204 myrem Mexannueckoi
TOMOTCHHU3AIINH [TPEKYPCOPOB C MOCICAYIONMM O0XKHUTOM HAMH OBLTH B3SITHI TOTOBBIC PEAKTHUBBI
(NH4)2Mg(SO4)2-6H20 1 NH4AI(SO4)2- 12H20 mociie nepexkpucTalIn3aii i HUKEICBbIE
[ICHUTHI MTOJIYYECHHBIE TI0 METOIMKE, OMMMCAHHOMN B MyHKTE 3.1.

Mertonuka cuHTEe3a:

. BrinonHenne He06X0AUMBIX PacuéToB

o IlonroroBka HaBECOK UCXOIHBIX PEAr€HTOB

. [IepeTupanue cmecu IpeKypcopoB 10 OJHOPOJHON CMECH B CTYIIKE

. [Ipoxanmny roMOreHn3MpOBaHHON CMECH B AIIyHJIOBOM THIJIE Ha Ia30BOU FOpEiKe
IOJI TSIrou

. [IepeTupanue NoIy4eHHON CMECH B CTYIIKE

. OOGxur cMecu MOPOIIKOB B aJIyHJIOBOM THUIJIE Ha BO3yXOAYBHON ropeske

. [ToBTOpHO NEepeTupaHne CMECH MOPOIIKOB B CTYIKE

. CriekaHre rOMOT€HU3UPOBAaHHON CMECH MOPOIIKOB IPHU Pa3HBIX TEMIIEpATypax

Pacuér xonuuecTBa peareHTOB MPOW3BOAMIICA HCXOJS M3 HEOOXOIUMOCTH IMOTyYCHUS

oOpa3ia mmnuHenn Maccoit 0,5 T.
VYpaBHeHHE peakuy, MPOTEKAIOIIEeH TPH MPOKAIMBAHUN CMECH UCXOIHBIX BEIIECTB.
(1-xX) (NH4)2Ni(SO4)2¢6H20 + x(NH4)2Mg(S04)226H20 + 2 NH4AI(SO4)2¢12H20 —
—Ni@a-9MgxAl204 + 4 NH31 + 6SO21 + 3021 + 32 H201



X (NH24)2Ni(SO4)2¢6H20 | (NH2)2Mg(SO4)226H20 | NH1AI(SO4)2¢12H20
0,3 0,831r 0,325 2,723 1
0,5 0,619 0,565 2,840
0,7 0,388 r 0,827 r 2,969 r
1 - 1,287 r 3,234

HaHHHM MCTOA0OM OBLIO IMOJIYYCHBI O6p33HBI cocCraBa:

« MgAI;04

e Mgo;3Nio7Al204
e MgosNiosAl204
e Mgo,7Nio;3Al204

3.3 Cunmes memooom XumuuecKkoll 20MO2eHU3aAuuU

MeTtoauka CUHTE3a

Breimonnenue HCO6XO,Z[I/IMBIX paC‘IéTOB

IToaroroBka u PACTBOPCHHUEC HABCCOK UCXOJHBIX PCAarCHTOB

Jlob6aBnenne kapOoHAaTa aMMOHHMS JI0 TIPEKPAILCHHsI BBITIAICHHS OCaIKa

CDI/IJ'IBTpOBaHI/Ie FOMOFGHH?»PIpOBB.HHOfI CMCCH OCaAKOB W BbICYHIMBAHHUC B

CYUIWJIBHOM IIKaQy

O06xur BBIC}’HIGHHOﬁ CMCCH B aJTYHAOBOM TUTJIC HA BO3,HYXOILYBHOﬁ TOpPCIIKE

[Tepetrpanue Moay4eHHOM CMECH B CTYIIKE

CriexaHue B e MOJyYeHHONW CMECH MOPOIIKOB MIPH ABYX pa3HBIX TEMIEpaTypax.

Pacuér xonuuecTBa peareHTOB MPOW3BOAMIICA HCXOJS M3 HEOOXOIUMOCTH IMOTyYCHUS

oOpa3ia mmnuHenn Maccoit 0,5 T.

VpaBHeHus peakimii ocaxxaenus katuonos Mg?*, Ni*, AI** kap6onaToM aMmMoHwS:

(NH4)2Mg(SO4)2¢6H20 + (NH4)2CO3 — MgCOs3|+ 2 (NH4)2SO4 + 6 H20
(NH24)2Ni(SO4)2°6H20 + (NH4)2CO3z — Ni(OH)2|+ 2 (NH4)2S04 + 5 H20 + CO271
NH4AI(SO4)2¢12H,0 + 3 (NH4)2CO3 — 2 Al(OH)3|+ 2 (NH4)2S04 + 9 H20 + +3CO21

X MgCOs + (1-x) Ni(OH)z2 + 2 Al(OH)s — Ni(19MgxAl204 + X CO; + 4 H,0

M ((NH4)2Mg(S04)2¢6H20) = 360 r/moi15

M ((NH4)2Ni(SO4)2¢6H20) = 395 r/mo:1b
M (NH4AI(SO4)2012H20) = 453 r/moinb




x| (NH4)2Mg(SO4)226H20 | (NH)2Ni(SO4)226H20 | NHsAI(SOs)2212H,0 | (NH4)2COs3
05 0,837 T 0,394 r 1,505 1,276
07 0,571 1 0,627 r 1,438 1 12191

0 - 1,129 ¢ 2,580 T 1,097 r

JIaHHBIM METOJIOM OBLIO MOJIY4eHBI 00pa3Ilbl COCTaBA!

Mgo,sNiosAl204
Mgo,7Nio,3Al204
NiAlO4
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4 UccienoBaHne MOJyYeHHBbIX 00pa310B, AaHAJIU3 JAHHBIX
PDOA

4.1 3a6ucuM0cmb OKpACKuU noiy4€HHblX COCOUHEHUIL OM UX COCMAsa
HepBBIM OTaIllOM U3Yy4YCHHA CUHTE3UPOBAHHBIX HIITHHEICH SBISAI0CH BBISIBICHUE

3aBHCUMOCTH OKPAaCKH IOJYyYEHHbIX 00pa30B OT UX Mpearoaaraemoro cocrana. Ha puc.2
npexacrasienbl mmuHenu coctaBa NiixMgxAl204, B KOTOPBIX nepeMeHHas! «X» TPUHHUMACT
sgauenusa X=0; 0,3; 0,5; 0,7; 1.

My Wispl 0 Vs MishL, 0, Myashigzhty V14,04

Puc.2 3aBucumMocTh OKpacku CHHTE3UPOBAHHBIX 00pPa3IIOB OT UX MPEANOIaracMoro COCTana.
Taxoke HaMu OBUTH TIOJYYEHBI HECKOJIBKO 00pa3ioB coctaBa MgxNii1xO ¢
npeanosaraeMbiM Gpopmyitoit Nip3sMgo 70. TIpumep nonyuerHoro odpasiia npeacTaBicH Ha

puc.3.

[Tpoanamu3upoBaB OKpPacKy
CHUHTC3HPOBAHHBIX IIIIUHEIIEN U BCIICCTB
cocraBa NixMQ1-xO, HamMu ObUTH ClIETaHBI

CJICAYIOUC BbIBOJABI:

: : 1) «YucTas MIIHETBY COCTaBa

MgAIl>O4 umeet Oemyro OKpacky.

/V j 0 5 M g O :}' O 2) ITpu yBenuueHny KOHLEHTPALUH

xpomoddopa (kommuectBa Ni) B ucxomaHoi
L‘a( MaTpuIle HaOJIF0IaeTCs CIIEe YOI
T Hepexo/1 OKpacku oOpasia: Oernbiit — cepo-
3€JIeHbII — MOPCKOH — roy0oi.
Puc.3 O6pa3zen cocraa Nio,3Mgo,70 3) Obpasuer coctasa NiosMgo70
MUMEIOT CBETJIO-3€JICHHYIO OKPACKY, 4YeM

PE3KO OTIIMYAKOTCA 11O IBETY OT OCHOBHOI'O 0o0BeKTa HCCICAO0BaHMs.
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4.2 Pezynvmamut penmeenoghazoeo2o ananusa

4.2.1 Mexanuueckas 2omo2eHu3ayus.

Amnanus pe3yibpratoB POA nposoauics B mporpamme STOE WinXPow.

Hwxe npuBeneHsl peHTreHorpaMmbl 00pasioB coctaBoB MgAI204; Nio7Mdo,3Al204;
NiosMgo,5Al204; Nio.sMgo,7Al204; Nio.3sMgo,70, monydeHHBIX IyTeM 00KHUra P JABYX

pasnuuHbIx Temriepatypax (900°C, 1200 °C) MmexaHUYECKH TOMOT€HU3UPOBAHHBIX MPEKYPCOPOB.

MgAl,04(900°C)

Magnesium Aluminum Oxide

Magnesium Sulfate

1 15 [

1

MgALLO4 (1200°C

Magnesium Aluminum Oxide / Spinel, syn
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n:

Relative Int:

100.0
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60.0

400
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20.0

10.0

Nio,3|\/|go,7A|204 (900°C)

Magnesium Aluminum Oxide / Spinel, syn
Nickel Aluminum Oxide
Nickel Oxide

| | | l

100.0

90.0

80.0

70.0

50.0

40.0

30.0

10.0

H N i;);3|\/|go,7A‘|204 (1200C) - .

Magnesium Aluminum Oxide / Spinel, syn

Nickel Aluminum Oxide

Nickel Oxide
HeycraHoBneHHble

Sy !

Jd

0.0

100.0

90.0

80.0

70.0

60.0

50.0

40.0]

30.0

20.0

10.0

0.0

10.0 200 30.0 40,0 50.0 60.0 70.0 2Theta

Nio,sMgo,5A|204 (900°C)

Magnesium Aluminum Oxide / Spinel, syn
Nickel Aluminum O

Nickel Oxide

1L

100 200 300 . 400 50.0 50.0 . 700 2Theta
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lative Intensity (%)
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lative Intensity (%)

R

Nio,sMgo,5A|204 (1200°C)

100.0

920.0

60.0

400

300
200]

v

00 :

Magnesium Aluminum Oxide / Spinel, syn
Aluminum
Nickel Oxide

10.0 20.0 30.0 40.0 50.0

N io,7|\/|go,3A|2O4 (QOOOC)

100.0
90.0
80.0
70.0
60.0
50.0

40.0

30.0

20.0

10.0

0.0

2Theta

Nickel Aluminum Oxide
Magnesium Aluminum Oxide / Spinel, syn
Nickel Oxide
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10.0 200 300 40.0 50

N io,7Mgo,3A|2O4 (1200°C)
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400

300

20.0
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60.0
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Magnesium Aluminum Oxide / Spinel, syn
Nickel Aluminum Oxide
Nickel Oxide

I;

10.0 20.0 30.0 40.0 50.0

60.0

70.0 2Theta
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Nio,gMgojO (900°C)

Magnesium Nickel Oxide
e

90.0 Magnesium Sulfate

Relative Intensity (%)

Ni0,3M90,7O (1200°C)

100.0
Magnesium Nickel Oxide

90.0

1

0.0

)| b

10.0 20.0 30.0 400 50.0 50.0 70.0 2Theta

4.2.2 Xumuueckas zomozenuzayus
Hwxe npencraBineHbl peHTIeHOrpaMMbl 00pa3ioB mimuHe n coctaBoB Nio,sMgo,7AI204,

NipsMQosAl204, NiAl,O4, moTydeHHBIX MyTeM 06KUTa IPH ABYX PAsIHUHBIX TEMIIEPaTypax

(900°C, 1200 °C) xMMHUYECKH TOMOTEHU3UPOBAHHBIX MPEKYPCOPOB.
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Nio,gMgo,7A|204 (900°C)

100.0
90.0
80.0
700

60.0
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400
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20.0
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Magnesium Aluminum Oxide / Spinel, syn
Nickel Aluminum Oxide

Sodium Sulfate

Aluminum Oxide / Corundum, syn

L1l

10.0 20.0 30.0 40.0 50.0

Nio,3Mgo.7Al204 (1200°C)

100.0
90.0
80.0

700

60.0

Relal

400

30.0

20.0

10.0

70.0 2Theta

Magnesium Aluminum Oxide / Spinel, syn
Aluminum Oxide / Corundum, syn

1 I |

0.0 ‘ L 1

10.0 200 30.0 50.0

Nio,5|\/|go,5A|204 (900°C)

100.0

90.0

60.0

ntensity (%

50.0
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40.0

R

300

200

60.0

700 2Theta

Nickel Aluminum Oxide

Magnesium Aluminum Oxide / Spinel, syn

10.0 20.0 30.0 40.0 50.0

60.0
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NiosMgosAl,04 (1200°C)

100.0

Magnesium Aluminum Oxide / Spinel, syn
Nickel Aluminum Oxide
Aluminum Oxide / Corundum, syn

90.0

80.0

700

60.0

50.0
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NiAl,O4 (900°C)

Nickel Aluminum Oxide
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NiAl,04 (1200 °C
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Nickel Aluminum Oxide

Aluminum Oxide / Corundum, syn
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4.3 Pacuem napamempoe Kpucmaniuueckoi peuiemku. 3akon Bezapoa

WinXPow. B pe3ynbraTte ObLIH MTOJYYCHBI CACIYIOIINE TaHHBIC:

Pacuer mapameTpoB KpUCTaNIMYECKON pelieTku npousBoauics B nporpamme STOE

HInunenn Temneparypa (°C) Iapamerp pemerku (A)
Ni0,7Mgo,3Al1204 900 (MexaHHUYECKAas) 8,056
Ni0,5Mg0,5A1204 900 (mexanuueckas) 8,062
Ni0,3Mgo,7Al204 900 (mMexaHuueckas) 8,07

MgAI204 900 (MexaHHUYECKas) 8.083
Nio,7Mgo,3Al1204 1200 (mexaHn4eckast) 8,061
Nio,5Mgo,5A1204 1200 (mexaHnyecKast) 8,066
Ni0,3Mgo,7Al204 1200 (mexanmnueckast) 8,074

MgAI204 1200 (mexaHm4eckast) 8,081
Nio,3Mgo,7Al204 900 (xumMuueckast) 8,074
Nio,5Mgo,5A1204 900 (xumMuueckasi) 8,063

NiAl204 900 (xuMuueckast) 8,043
Ni0,3Mgo,7Al204 1200 (xumuveckas) 8,084
Nio,5sMgo,5A1204 1200 (xumuveckas) 8,069

NiAl204 1200 (xumMuveckas) 8,059

KOMIIOHCHTOB CUCTCMBI.

A)

©
o
2
o
I

(

Unit cell parameter

I[pu yBenmueHnn KOHIEHTpalmu gonupyromiero Ni qomken cobioaaThes 3akoH Berapaa
— anmpOKCUMUPOBAHHOE SMIIMPUYECKOE IMPABUIIO, KOTOPOE YTBEPXKAAET, UYTO CYIIECTBYET
JIMHEWHas 3aBUCHMOCTh NapaMeTpa KPUCTAJUIMUYECKOW PEHIeTKH OT KOHIEHTPALMH OTAEIbHBIX

8.085

8.080

o *®
o =
» =
a o
1 1

8.060 -

8.055

m  Unit cell parameter
—— Linear fit

ole ' ofz
MgAl204

T
0.4

T T
0.6 0.8 1.0

NiAl204

Puc.4 JluneitHoe mpubnmkeHne 3aBUCUMOCTH MTapaMeTpPOB

pelIeTKH OT KonnvecTBa Aonupyroriero Ni.

s IIPOBEPKHU
COOMIOACHUS IpaBuJIa
Berapaa namu Obu1a BeIOpaHa
cepus 00pa3sIoB,
MOJTyYSHHBIX ITyTeM OO0XKHTa

npu 1200 ‘C mexaHHYeCKH

TOMOTCHU3HPOBAHHBIX
NPEeKypcopoB  u  o0pasia
cocTaBa NiAl>O4
MOJYYCHHOTO METOJIOM

XUMHYECKOH TOMOTEHU3aluN
C TOCIEAYIOUINM O0XHUTOM
nmpu 1200 °C. Bwibop nanHoi
CepUH CBSI3aH C JIOCTATOYHO

BBICOKOM KpUCTAJUNIMIYHOCTBIO
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00pas3IoB |, KaK CJIEACTBHE, PE3yJIbTAT pacyueTa mapaMeTpa JIeMEHTapHOU STYEeHKH OyIeT HECTH
oonee Tounoe 3HaueHue. Ha prc.4 oToOpakeHa 3aBUCHMOCTD [TapaMeTpa 3JIEMEHTAPHON PEIICTKH
ot koHuenrpau Ni B cTpykType mnuHenu. [IpoaHaau3upoBaB NMOJTYYEHHBIC PE3YJIbTAaThl, MbI
MOKEM CJIeJIaTh BBIBOJ, YTO TIOJyYE€HHbIE HaMH COCTaBBI YIOBICTBOPSIIOT YCIOBHIO 3aKOHA
Berappa. Takke U3 TUTepaTypHBIX JAaHHBIX H3BECTHO, YTO MTAPAMETPHI SJIEMEHTAPHOM STYCHKH ISt
MgAI204 u NiAlO4 cocrarisror 8,086 (0a3a manueix PDF-2) u 8,057 [6], ciemoBatenbHoO,
npejrnoiaracMble COOTHOIICHUST KOMITOHEHTOB B 00pasiiax mpu HEKOTOPOM MTPHOIMKEHHH MOYKHO

CUUTAaTb BCPHbBIMHU.
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5. O0cyxaeHne pe3yjibTaToOB

IIpoananu3upoBaB MOJyYE€HHbIE PEHTTEHOIPAMMbI, Mbl MOXEM CJelaTh CIEIYyIOLIUe
BBIBOJIBI:

1. O6pa3ipl, nomyyeHnsle myreM ooxura npu 900°C, uMeroT 60MbII0e KOTMYECTBO
IIyMOB Ha PEHTTEHOTpaMMe, 4YTO CBS3aHO C BBICOKOW joneir amopduoctu. Illmuuenw,
CHHTE3UpOBaHHbBIE TyTeM 00sxura npu 1200°C, UMEIOT SIBHO BBIPaKCHHbIE MHTEHCUBHBIC TMKU HA
IU(paKkTorpaMMe, 4TO COOTBETCTBYET BBICOKOM KPUCTANIMYHOCTHU. M3 3THX COOOpakeHUI MOXKHO
crenarte BbIBOJ, uyro oOxwura npu 900°C HenocTtaTOYHO I IOJYYEHHS  XOPOLIO
3aKpUCTAJUIN30BAaHHOM CTPYKTYphl IINMHUHENIW. AHAJIOTMYHAs CHUTyauus HaOdromaeTcs yis
o6pasnos cocraBa Nig3Mgo 70.

2. O6pa3usl momyuennsie npu 900°C B cpenHeM HMEIOT OOJbllee KOJIHYECTBO
npuMecHbIX (a3, Takux kak: MgO, NiO, MgSOa. Ilpu yBenudeHUu TeMIiepaTyphl CIICKaHUS J10
1200°C xonmuecTBO MpUMecei yMEHBIIIAETCS, YTO MPUBOIUT K YBEIIMYCHUIO BBIXO/Ia MIPOIYKTA.

3. VBenuuenne konmuectBa NI B CTpYKType IINUHETH  MOXET  OBITh
UACHTUGUIIMPOBAHO KAaK  BH3YaJIbHO IO PEHTICHOTpaMMe, B  CIEJACTBHE  CJIBHTa
XapaKTePUCTUUYECKUX MUKOB IIMUHEIN B CTOPOHY OONBIIMX YIJIOB 20 M3-3a pa3iavyusi MOHHBIX
panuycos nonos NiZ* u Mg?* ¢ koopauHanuonssiMu unciiamu 4 (0,69 u 0,71 [2]cooTBeTcTBEHHO),
TakK ¥ 110 MapaMeTpaM KpUCTaLIN4ecKoi pemeTku (1. 3.3).

4. [Tnoxoe kauecTBO 00pa310B, MOTYYEHHBIX METOJIOM XMMHUYECKONH TOMOI€HU3aLUU
MPEKypcopoB ¢ mocieayomum crekanueM npu 1200°C, cBsi3aHO ¢ HEIOCTATOYHON CTEIMEHBIO
MIPOCYIIKH TOJTYYEHHBIX OCAJKOB, YTO B MOCIIEJACTBUU TPUBEIIO K PACTPECKUBAHHIO ATYHJIOBBIX
THUTJICH.

5. OO0pasiipl, MOTyYEHHBIE METOJIOM COOCAXKICHUS KATHOHOB C IMOCJIEAYIOUIUM
OTXXHUIOM, UMEIOT 0oJiee BHICOKOE KaueCTBO, YeM 00pa3Iibl, OJIYYEeHHBIE TyTEM MEXaHHYECKOU
TOMOTEHH3AIHH.

6. Hexotopsie 06pa3isl conepkanu npuMecHsle da3bl Na2SO4 u nmpumecu, B coctaB
KOTOPBIX BXOJAT COEIMHEHHsS C 3JI€MEHTaMH HEXapaKTepHBIMHU JJIsl MCIIOJB30BAaHHBIX HaMH
METOAMK. JJaHHOE OTKIIOHEHUE MOXKET OBITh OOBSICHEHO HETOCTATOUHON YUCTOTOH UCTIONB3YEMBIX
111 00KMTa TUTTIEH.

20



6. baarogapHocTu

HckpeHHe BbIpaxaeM 0J1aroiapHOCTb:

e Bonoaunoit Mapuu OneroBse, 3plkuny Muxauiny Anekcanapoudy, JlappoHoBy
Hmutputo Cepreesuuy, ['puropreBoit Anacracuu Bagumosae u bennuy Huxonaro
AHnpeeBUuy

e beperosoii ['anune /[aBbiioBHE

e bpouieBy Onery Anekcanaposuuy u Knoteko Anexkcanapy BanepbeBuuy

®  a TaKXe COTPYAHHMKAM MPaKTUKyMa

3a HEOLIEHUMYIO ITOMOIIb ITPH paboTe B 1TabOpaToOpuH, HOATOTOBKE OTYETa U 00pabOTKE TaHHBIX
pEHTreHo(pa30BOro aHaIu3a.
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