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1.BBenenue

OCHOBHOM 11€NIbI0 TaHHOM PabOTHI ABISIIOCH TPUOOPETEHNE MPAKTUYECKUX HABBIKOB pa-
0OO0THI B XUMUYECKOH JJa0OPATOPUH B IIPOLIECCE BBHIMOTHEHUS TTOCTABICHHON 3a/1a4u: MIOUCK HAH-
6onee ontTumanbHOTO Metoa cunteza ScCrOs Ha mpumepe LaCrOs;, a Takxke HEOCpeICTBEHHO
cunate3 ScCrOs.

2.0030p auTepaTyphl.

XPOMHT CKaHAMS UCTIONB3YETCs KaK OAMH U3 JIyYIIUX U HanOoJiee T0JroBEeYHbIX MaTe-
puanoB aJig U3rotoBiaeHus 3aekTpoaos MI'J[-reneparopos (MarHuTOrupoAMHaAMUYECKUH Te-
HEPATOP - TEHEPATOP IEKTPUYECKOTO TOKA, UCTIOIB3YOIINM SHEPTUIO IUIA3MBI, IIOJYy4aeMY0
IIPYU CrOpaHUM TOIUIMBA WM B pe3yJbTaTe Apyrou peakuuu.) K ocHOBHOI kepaMHuecKOi Macce
N00aBIISAIOT PEABAPUTEIBLHO OKUCICHHBIM XpOM U CIIEKAOT, YTO MPUIAET MaTepUally MOBbI-
LICHHYI0 IIPOYHOCTB U JIEKTPOIPOBOAHOCTh. Hapsany ¢ AMOKCUIOM HUPKOHUS KaK JIEKTPOJI-
HbIM MaTepuaiiom 1yt MI'Jl-renepaTopoB, XpOMUT CKaHIus 00J1agaeT 6ojee BRHICOKOW CTOWKO-
CTBIO K 9PO3UHU COSAMHEHUSMH 11e3Usl (UCIOIb3yEeMOro B KauecTBe I1a3Mo00pasytorieit 1006aB-
KH).

OcHOBHO# TIPOO6IIEMO SBIISIETCS TOUCK HanOOJIee ONTUMATBHOTO METO/IA TIOTYYCHHS
xpomuTta ckanaus. CymiecTByIOUINi METO, MOTy4YeHHUEe XPOMUTA HEMOCPEICTBEHHO CTIEKaHUEM
B nieun Cr,O03 u Sc,03 npu 1200°C u 45at™ B Teuenue 3 4acoB, HEAKOHOMUYEH U KpallHE HEeY0-
OCH /U151 CHHTE3a B JIAOOPATOPHBIX YCIOBHUSX.

B pamkax ogHOM U3 3a/1a4 JAaHHOTO MPAKTUKyMa ObLT TOMCK HOBBIX OMTHUMAIbHBIX METO-
JIOB TIOJTy4eHHs XpomuTa ckanaus Ha mpumepe LaCrO;. XpoMut nanTaHa 001a1aeT BHICOKON
OTHEYTIOPHOCTHIO, HA €70 OCHOBE M3TOTABIMBAIOT KEPAMUKY M HarpeBaTeIbHbIC AJIeMeHThl. Hau-
0oJiee XapaKTepHOU CTENEHbI0 OKUCIICHHUS I JJaHTaHa, IPOSBISEMON UM B COETUHEHUSIX, SBIIS-
eTcst +3, UTO CBS3aHO CO CTPOCHHEM €r0 BHEIIHUX SHepreTHueckux yposHeii(6s°5d") Cymecty-
€T HECKOJIBbKO CITIOCOOO0B TOJIYYSHHSI XpOMUTA JIaHTaHa: TepMuueckoe pasiokerne La[Cr(C,04)s]
(ipu 900° 1 1200°C), coocaxenne. Cunres 06pasios LaCrOs GblT IPOU3BEICH PasHBIMHE CIIO-
cobamu, mombiTka cuHTe3a ScCrOs u ScCr;Og METOIOM COoOCaKIeHUs, KaK Hanbomee dhdek-
TUBHBIM, IIPH 3TOM B IIEPBOM CITydae KOJI-BO PEareHTOB PaCCYUTHIBATIOCH Tak, 4T00bI Sc u Cr
HaXOJWINCh B CTEXHOMETpUYECKOM cooTHomeHuH 1:1, npu cunrese ScCrzOg 3:1 qs Cr:Sc.

3. 9KcCIepUMEeHTAJLHAA YACTh.

CuHTE3 HEKOTOPBIX 00pa3I0B OBLIT MPOBEICH METOJAOM OKCAJIATHOTO OCAXKICHMS, TaK KaK
3TO MO3BOJIMIIO CBSI3aTh peaKo3eMenbHbii aeMeHT B koMmiuieke La[Cr(C,04)3], ¢ moMotbio
(NH4)3[Cr(C504)3]*3H,0, koTOpHI# TakKe ObLT CHHTE3UPOBAH.

3.1. Cunre3s Tpurnapara tpuoxcajgaroxpomara(lll) ammonus.

Jnist mosty4eHust 3Toro HeoOX0AUMOro B CUHTE3€ BelecTBa B (papdoposoii yame B H,O
pactBopmin (NHy4),C,04 1 (NH4),Cr,07. @apdopoByto yalny mocTaBUiIN Ha BOASHYIO OaHIO U
Harpesaiu. [locie nmosHOro pacTBOpeHHst BEUIECTB B pPACTBOP HEOOIBIIUMU MOPLUUSIMH 100aBH-
11 HyC,04. 310 cOnpoBOXKIaJI0CH BBIIEICHUEM I'a3000pa3HbIX MPOTYKTOB, YTO CBUIAETEIBCTBO-
BAJIO O MPOTEKAHUU PEAKIIMH:

2 (NH4)2C204 +7 H,C,04 + (NH4)2CI'207 =2 (NH4)3[CI’(C204)3]'3H20 + 6C02T + H,O

ITo 3aBepIIeHNH peaKkMU PACTBOP CTal TEMHO-CHHE-3€JIeHbIM. Ero nmpo1okuay Bolna-
pUBaTh Ha BOJSHOM OaHe, MOKa IO KpasiM pacTBOpa, Ha yaille, He Hadasia 00pa30BBIBATHCS TICH-
ka. Yainry moMecTusu B XOJIOJHYIO BOZY, U, ITOCIIE HEMTPOAOKUTEILHOIO TIOMEIINBAHUS CTEK-
JSTHHOM Mayo4KOH, BRI KPYITHBIE TEMHO-CHHHAE KPHCTAILIBL. VX OThMIBTpOBAIN HA BOPOHKE



CO CTEKJITHHBIM (DMIIBTPOM M BEICYIIIH. TakuM 00pa3oM, ObII0 IOITy4deHo 4,56 T
(NH4)3[CI‘(C204)3]'3H20.
MaccoBblii aHalIU3 [M0Ka3ajl, YTO MaccoBasi 10JIsl XpoMa B o0Opasie coctasisiia 12.25%, B
TO BpeMsI KaK TEOPETHUYECKH, OHA JOJKHA Oblia cocTaBuTh 12.26%. Pe3ynabpTaThl MOKa3bIBAIOT,
9TO OBUT MOYYEH JOCTaTOYHO YHCTHINA TpUTHApAT Tprokcanaroxpomara(lll) ammonusi.
2(NH4)3(CI‘(C204)3 :(to) CO +CO, +NH3T

3.2. Cunre3 LaCroOs.
3.2.1 Okcanammuwiit memoo.

Jna cunTe3a xpomuta jgantana pacteopuiu 1 r LaCr(NO;);*6H,O u 1, 257 ¢
(NH4)3[Cr(C,04)3]*3H,0 (B pa3nbix npobupkam ¢ 7mi H,O B kaxknoit). [lanee BzaumoeiicTere
pPacTBOPOB MOKHO OCYIIECTBIISATH Pa3HBIMU CIIOCOOAMM:

1) C npeaBapurenbHbIM HarpeBanueM pactBopoB u npuiuBas (NHs);[Cr(C,04)3]°3H,0
(p-p) k LaCr(NO3)3°6H,0 (p-p);

2) C npenBapuTelbHBIM HarpeBanreM pacTBopos 1 npunusas LaCr(NOs);*6H,O (p-p) k
(NH,4)3[Cr(C204)3]*3H20 (p-p);

3) bes npenBaputenbHoro Harpesanus, npumubas (NH,)s[Cr(C,04)3]°3H20 (p-p) k
LaCr(NO3)3;*6H,0 (p-p);

4) bes npeasaputenbHoro HarpeBanus, npuwinBas LaCr(NOs);*6H,0 (p-p) k
(NHa4)3[Cr(C>04)3]*3H,O (p-p).

DKCIepUMEHTANIBHO OBLIO MOIYYEeHO, YTO ObICTpEE BCETrO U ¢ HAaMOOIBIIUM BBIXOJIOM pe-
AKIINS:

La(NO3)3 + (NH4)3[CI'(C204)3] =3 NH4NO; + La[CT(C204)3]’HH20l

npoTekaeT 6e3 npeaBapurenbHoro HarpeBanus, npunuBas (NHy);[Cr(C,04)3]°3H,0 (p-p) k
LaCr(NOs3)3*6H,0 (p-p). B pe3ynbrare peaknuu Boila1aeT MEITKOIUCTIEPCHBIA 0CAOK TEMHO-
3€JIEHOTO [IBETa, KOTOPBIN OBbLT OTHUIHTPOBAH HA BOPOHKE CO CTEKIISTHHBIM (DUIBTPOM, IIPOMBIT
20 MJ1 3THJIOBOTO CIIMPTA U BBICYILIIEH HA BO3yXe€.

[Momyuennsiit La[Cr(C,04)3]*nH,0, nocne npokaivBaHus Ha Ta30BOM ropesike 10 MOJIHO-
ro yJIaJICHHUs] BOJbI M YACTUYHOTO Pa3JIOKEHHUsI, OT)KUTalu B eun npu temieparype 900°C u
1200°C B Teuenue 3 gacos. B meun MIPOUCXOIUII CIEAYIOIINI POLIeCC:

2 La[Cr(C,04)3] + 3 O, =2 LaCrOs + 12 COy?
Tak 6su10 IONTy4eno 1,56 r LaCrOs; mpu 9000C
1,23 r LaCrO; mpu 1200°C

3.1.2 Memoo coocarcoenusn

IToMmMO OKcanaTHOTO MCTOAAa MOJYYCHHUSA XPOMHUTOB PECAKO3CMCIIbHBIX 3JICMCHTOB HAMU
OB UCIIOJIL30BaH MECTOJ COOCAXICHUA.

OO0LIMK METOJT TOIYYEHUS
PactBop comneli (HUTpaT peaKO3EMENBHOTO SJIEMEHTA U HUTPAT XPOMa) CMEIIIUBAETCS C
n30eITKOM 10% amMuaka.




CrH(NO,), *9H,0+ I(NO,), *6H,0 + 6NH, —> Cr(OH), + XOH), + 6NH,NO, + 6H,0

(D — penKko3eMeNbHBIH JIEMEHT)

B pesynbrarte nosyudaercs 0cagok U3 FHIPOKCUAOB PEIKO3EMEIBHOIO 3JIEMEHTa U XpOMa
B cMecu. Jlanee aTa cMech OT(MIBTPOBBIBAETCS HA (DMIIBTPOBAIBHOM OyMare M MoIy4aeTcsi MOK-
pBIi OCa/loK, KOTOPBIH B IOCIIEACTBHE BRICYIIUBAETCs Ha Bo3ayxe. [TomydyeHHbli cyxoi ocanok
NEPETUPAETCs B CTYNKE B OJJHOPOIHBIN MOPOIIIOK.

Jlanee OH OT)KUTaeTCsl B TUTJIE HA Ta30BOM TOPEJIKE, YTO MPUBOJUT K PA3JI0KEHUIO CMECH
CYXUX THAPOKCUAOB HA OKCHJIbI, U Jajiee 3Ta CMECh OKCHJIOB CIIEKalach B I€YH MPU TEMIIEpaTy-
pe 1200 C.

Cr,0, + 2,0, = 29CrO |,

[Honyuenue
0,5t neBsaTMBOAHOTO HUTpaTa XpoMma u 0,54125T 1mecTUBOAHOTO HUTpPATA JIAHTaHA pac-

TBOPUJIU B BOJIE (B pa3HOM MOCY/I€) U [0 MEPE PACTBOPEHUS CIIMIIM BMECTE.

B 510 Bpems noarorosum 10% pacteop ruapokcuaa ammonus u3z 25%. /[ns storo Ham
notpedoBanock 0,1275r runpokcuna ammonus 25%. JlonuB 10 Hy)KHOTO 00beMa BOaY, B pe-
3yapTaTe noayursiocs 0,541875mi 10%-oro ruapokcuia aMMoHUs. B mpUroTOBIIEHHBIN pacTBOp
coJieil 1o0aBisieM aMMHUaK, IePeMELINBAEM U JKJIEM MOJTHOTO OCaXIeHHs. 3aTeM oOpa3zer] PuiIbT-
pyeTcs Ha BOPOHKE CO CKJIaa4aThiM OyMakHbIM (GuibTpoM. [lomyuuBimiics ocaiok neperupa-
eTcsl B CTyIIKE, IPOKaJIUBaeTCs. B pe3ynbraTe noiaydyaercst cMeCh OKCUA0B, KOTOPBIE B IIOCIIEA-
CTBHHM CII€KaroTcs B neun npu temmneparype 1200 C.

3.2.3 Obcyscoenue pe3yibmanos

CpaBHUB JaHHBIE PEHTI€HO(A30BOTO aHAIM3a CHHTE3UPOBAHHBIX 00pa3oB (OTyUYeH-
HBIX OKCAJIATHBIM METOJIOM U METO/I0M COOCAXKJIEHMS ), MOXKHO CIENIaTh BBIBOJ, YTO OoJIee Ync-
TOE BEIIECTBO MOJYYaeTCss METOAOM coocaxieHHss. OO 3TOM MOXHO CYAMTh MO HATUYHUIO JIUII-
HUX NHKOB Ha POA-narpamme oOpasia, HOIy4eHHOTO0 OKCaJIaTHBIM METOJIOM, CBUIETEIIBCT-
ByIolee o Hannuue npumeceil. Ha POA-auarpamme o6pasia, mojgy4eHHOTO METOJJOM COOCaXK-
JICHUS, JINIIHNE UK U KaKue-IM00 OTKIOHEHHS OT HOPMbI OTCYTCTBYIOT.

3.3. [losryyeHune XpoMHUTA CKAHAUSA

3.3.1 B cootHomenun Sc k Cr 1:1
Cuures XpOMHUTA CKaHAWA aHAJIOTUYCH CUHTC3Y XPOMMUTA JIaHTaHa MCTOJIOM COOCAKIACHU. HpO-
UCXOMST CIeAYIOUINe peaKluu:

Cr(NO,), *9H,0 + Sc(NO,), *4H,0 + 6NH, —— Cr(OH), + Sc(OH), + 6NH ,NO, +TH,0O
Cr,0, + Sc,0, = 28cCrO; (ycnosust: 49 armocdep 1200 C)

Peaxtuser: 2,7606r Cr(NO3)3*9H20
2,0906r Sc(NO3)3*4H20
14,8697mn NH4OH 10%-oro
[Tocne cnekanus, cornacHo faHHBIM PDA, momydmiack ABYXKOMIIOHEHTHAs! CMECh OK-
cunoB xpoma u ckanaus. CormmacHo (azoBoit nuarpamme Cr,03-Sc,03 coenunenne ScCrO; 06-
pasyeTtcs npu 6051ee BHICOKOM JaBJICHUH, CICOBATEIFHO JAHHBIM CIIOCOOOM, TIPU OTCYTCTBUU
BBICOKOT'O JaBJICHUSI B COBOKYITHOCTH C TEMIIEPATYPOI 1200°C XPOMUT CKaHAUS MOJTYYUTh HEJIb-



3s1. OTO moATBEP)KAat0T naHHble POA, mocKoIbKy Ha quarpaMmme MoJIy4eHHOIO BEHIECTBA OTCYT-
CTBYIOT COBIIAJICHUS C HCAIbHBIMU 3HAYECHUSMH TMKOB UHTEHCUBHOCTH ScCrO;,

3.3.2 B cootHomienun Sc K Cr 1:3 (cunTte3 ScCr30¢)

CuHre3 aHanoruueH 1:1, mpoTekaeT 1o CIeAyOMNUM PEAKIMIM:

3Cr(NO;), *9H,0 + Sc(NO,), *4H,0 +12NH, —>3Cr(OH), + Sc(OH), + 12NH ,NO, +19H,0

3Cr, 0, + Sc,0, = 25¢Cr,0, (npu T=1200°C)
Peaktusbr: 4,97093r Cr(NO3)3*9H20

1,1352r Sc(NO3)3*4H20
14,8697mn1 NH4OH 10%-oro

3.3.3 Obcyscoenue pe3yibmanos.

B pesynbrare, corinacHO JaHHBIM PEHTTeHO(A30BOTr0 aHajK3a, OblIa MOTy4YeHa ABYXKOM-
MIOHEHTHAsI CMECh OKCHJIOB CKaHJIHsI U XpPOMa, OJIHAKO IHKH, COOTBETCTBYIOIIHE OKCH/Yy CKaH-
JTUST OKA3aJIUCh HECKOJIBKO CIIBUHYTHI, 4TO MOYKET CBUJICTEILCTBOBAThH O 3aMEIICHUH HEKOTOPBIX
aTOMOB CKaHJIMsI HAa aTOMbI XpoMa. JIaHHOE MPEOoI0KEHUE MOXKHO TIOATBEPAUTH JIUIIIb Jallb-
HEHIIMMH HUCCIICTIOBAaHUSIMH.

4.BbIBOJBI.

boutn cunTe3npoBanbl 00pasisl xpomuta La u coBepiieHa nomeitka cunre3a ScCrOs u
0
ScCr306 ipu 900 1 1200°C, xoTOpBIE OBUTH BIOCIEACTBUN UCCIEAOBAHBI C IOMOIIBIO PEHTTE-
Ho(azoBoro aHanm3a. M3 mpoBeICHHOTO UCCIIEI0BaHUS ObLIO YCTaHOBIICHO:

1. cpenu nByX M3BeCTHBIX MeTo10B noxy4yeHust LaCrOs ¢ HanOombliieil CKopocThio U BhI-
XOJOM HIET CHHTE3 METO0M COOCAXKICHUS.

2. cunte3 ScCrO; u ScCr;Og 1TaHHBIM METOAOM NPHU 1200°C MPUBOJIUT K 00OpPa30BaHUIO
cMmecu, coaepxartieit Sc,03; u Cr,03, @azosas nuarpamma Sc,03-Cr,O3 mokaszbiBaet, uto ScCrO;
— COEIMHEHHE BBICOKOTO JABJICHMUSI, TO3TOMY MPH MOHMWKCHUU JABICHUS HAYMHAET pa3iaraThCsl.

3. npu cuntese ScCrzOg HabMOMaeTCs CMeIIeHne MUKOB Sc;3, UTO MOKET CBUIETEIb-
CTBOBATh O 3aMEIICHUH HEKOTOPBIX aTOMOB CKaH/AMS Ha aTOMBI XpOMa.

5.PexoMeHIalIUH.

1. UccnenoBath 00pasiibl, MOITYYEHHBIE METOIOM COOCAX/ICHUS HA 3aMEIICHUE CKaHIUs XPO-
MOM.

2. CuHTe3upoBaTh 00pa3ilbl OKCAIATHBIM METOJIOM M UCCIIEI0BaTh UX.

3. I[lonbITaThCst 3aMECTUTH CKAaHAMI OJIOBOM.

4. CuHTE3UpOBaTh 00PA3IIbl B PA3IMUYHBIX CTEXHOMETPHUECKUX COOTHOMEHUAX Sc: Cr.

6.13pacxoqoBaHHbIE PEAKTHBLI 1 pa30uTAasi 10-
cviaa.

B pamMkax nmecsaTrHeIeIbHOTO TPAKTHKYMa ObUIO U3PACX0I0BAHO
1. 12r NH4CI’207

2. 14r (NH4)2C204

3. 24r maBeneBOil KUCIOTHI.

4. 4r LaCr(NO3)3-6H20

5.5,5r (NH4)3[CI‘(C204)3]'3H20

6. 7,73r Cr(NO3)3*9H20




7.3.23r Sc(NO3)3*4H20
8. 80mn ammuaka 10%
Huxkakoii mocyzapl pazouro He 66u10!!!
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9. IlpnaoxxkeHus

Hwoxe npuBeieHbI TaHHBIE PEHTICHO()A30BOT0 aHaJIN3a, IPEICTABICHHbBIC B BUJIE IpauKOB 3a-
BUCHMOCTH MHTEHCUBHOCTHU OT yrJ1a 26.
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O6pazel LaCrO3, nony4YeHHbI METOA0M COOCaXAEeHUs
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