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IIpenucioBue

JlanHoe MeToauyeckoe TmocoOue MpeAHa3HAYEHO I MPOXOXKIACHHS
crynentamu 1 xypca ®HM mnepBbix 10 Henenb mpakTUKyMa MO OOIIEH XUMUU U
XUMHHU DJIEMEHTOB. B TedeHHe 3TOro BpEMEHU CTYACHTBI 3HAKOMSTCS KaK C
OpPOCTEHIIMMU TMPUEMAaMU — OCHOBaMHU J1a0OpAaTOPHOM TEXHUKH, IOCYI0H,
"MOKpbIMH" OIlEpallsIMH II0 OYHMCTKE M CHHTE3Y BEIIECTB WU T.NI., TaK U CO
CJIOKHBIM COBPEMEHHBIM OOOpYAOBAaHHEM JUJIsl MPOBEIEHUS KIFOUEBBIX 3TaIlOB
cuHTe3a (0OXKHUTOBblE N€YM, MEJbHUIBI) M aHaiu3a BeuiecTB. Kpome »storo,
CTYJCHTHI MOTYYaroT MPEICTaBICHHE U 00 OCHOBHBIX METOAMKAX HIACHTU(UKALNN
U UCCIIEOBaHUS HEOPraHMYECKUX BelecTB (peHTreHo(a30BbIM aHaIU3 U
CIIEKTPOCKOTIHS).

OcHoBHasi 0cOOEHHOCTh 10-HEeAENbHOr0 MPAaKTUKyMa COCTOMT B TOM, YTO
CTYJCHTBI OBJAJI€BAIOT IpHUEMaMu pabOThl B JaOOpPATOpUM, CUHTE3a M aHAJIM3a B
IIPOLIECCE LEJIEHAIIPABICHHON, JJOTHUYECKU CBSI3aHHOW U IOCIEN0BATEIbHOM CEpUU
HKCHEPUMEHTOB, MOCBALICHHBIX MMOJYYEHUIO KOHKPETHOro oOpaslia mMaTepuaia u
U3YYEHUIO €ro XapaKTepUCTHK. TakuM o00pa3oM, O3HAKOMIIEHHE C TEXHUKON
paboThl B 1a0OpaTOpUU HE HOCUT BHUJ Pa3pO3HEHHBIX OMBITOB, a PEBPAIIACTCS B
YBIIEKATEIIbHOE HCCIEAOBAHUE, HEPEAKO HAIIPABICHHOE Ha ITOJYYECHHE BEILIECTB,
HE M3YUYCHHBIX PaHEe, U YK€ B IPOLIECCE BBINOJHEHUS NMPAKTUKyMa CTYIEHT HE
TOJIBKO  OBJAJEBACT OCHOBHBIMM MpPUHUMIAMU pabOTBl C  JUTEPATYPOH,
odopmileHHs OTUETa O MPOJEIAHHON paboTe, KOTOPOI 3aBEpILAETCs BHINOJIHEHNE
IIPAKTHUKyMa, HO U BBIIIOJIHSET CBOE IIEPBOE HAYYHOE UCCIEN0BAHUE.

[Ipennaraemoe mocoOue SBISIETCS PE3yIbTATOM OO0OOIIEHNS MHOTOJIETHETO
onbiTa npenoxasaresner ®HM u npus3BaHO mMOMOYbL CTYAEHTaM B IIOAIOTOBKE K
IPOBEICHUIO SKCIEPUMEHTa, BHIOOpPE ONTHUMAJIBHOIO MYTH CHUHTE3a M aHAIM3a
I10JIy4aeMOr0 MaTepHualia, K KpUTUYECKOMY OCMBICIICHUIO JIUTEPATYPHBIX JaHHBIX
U MOJYYEHHBIX COOCTBEHHBIX PE3YJbTATOB, MpU OPopMIIEHUHU oT4eTa. B mpouecce

HaIMCaHus MOCOOUS MBI CTapaJinCb MAKCHUMAJIbHO YYCCTb OIIBIT M ITOXKCJIaHHA HC
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TOJILKO TIpenojaBaTeneid, HO H CTYJECHTOB-IIEPBOKYPCHUKOB, BBIMOJHSBIINX
MPAKTUKYM; JJI1 X TOcle[oBaTeNied U MpeaHazHavyaeTcsl JaHHoe nocoodue. B To
e BpEMsi, OHO HE TUIAaHUPOBAJIOCh KaK YHUBEpCAJIbHASI PEKOMEHIalus U COOPHUK
HEOOXOJMMBIX METOJUK TI0 TPOBEJACHUIO BBIMOIHIEMBIX B TMPAKTUKyME
KOHKPETHBIX CHHTETHYeCKHX onepanuii. [losromy B paszgenax, MOCBSIIEHHBIX
IPOBEICHUIO DJKCIEPUMEHTA, MPUBEACHBl JIMIIb HEKOTOPbIE IOKa3aTelIbHbIE
Metonuku. Bcro pabory mo cOopy U aHanmuM3zy JUTEpaTyphl, BBIOOpY U
000CHOBaHMI0O METOAOB CHUHTE3a, [MPOBEACHUID PACUYETOB, OCMBICICHHUIO
NOJIYYEHHBIX PE3YyJbTAaTOB U T.[. CTYAEHThI JOJIKHBI IPOBOJUTH CAMOCTOSITENBHO.
Kak 1 oT4eTsl NpouuIbIX JIET 10 JAaHHOMY IPAaKTUKyMYy, JOoCcTynHbie Ha Web-caiiTe
®HM, nanHoe nocodue Npu3BaHO MOMOYb CTYACHTY, HO HE 3aMEHUTH €ro padoTy.

B T0 ke BpeMsi, MbI COUIM HEOOXOJUMBIM JIOCTATOYHO MOAPOOHO U3IIOKUTH
pazJiesbl, MOCBAILIEHHBIE METOJIaM, C KOTOPbIE CTYJIEHTHI CTAJIKUBAIOTCS BIIEPBHIE,
HO TOCBAILIEHHbIE UM y4€OHBbIE IMOCOOMS pacCUMTaHbl HA OINPEACIIHHBIA YPOBEHb
MOJITOTOBKHU WJIM HEOOXOUMBIN ISl BHIIOJIHEHUS JTAHHOTO MPAKTUKyMa MaTepua
JOCTaTOYHO  pa3po3HeH. [logpoOHO  omucaHbl  MOpaBWia  MOJIB30BaHUSA
000pyI0BaHUEM U MPOTPaMMHBIM obecrieueHrueM (0COOCHHO pa3paboTaHHBIM IS
JAHHOTO MPAKTUKYyMa).

[TocoOue pa3Ouro Ha aBe rnasbl. llepBas U3 HUX 3HAKOMUT CTYAEHTOB C
00BEKTaMH UCCJICIOBAHUS, IUIAHOM BBITIOJIHEHUS 33Ja4l M HEKOTOPHIMHU
BCIIOMOTaTeIbHBIMU NpueMaMH. BTopas rnaBa mocBsillieHa METOJlaM CUHTE3a U
aHaJM3a MOJydaeMbIX BemecTB. ONUCAaHUIO SKCHEPUMEHTAIBHBIX METOAUK |
IPUEMOB TIPEJIIECCTBYET TEOPETUYECKOE BBEICHME, COepKallee HdaHHbIE O
IPEUMYILECTBAX U OIPAaHUYEHUAX Kaxaoro merona. IlonpoOHO paccMOTpeHbl U
HEKOTOPBIE MYHKTHI MPABWII TEXHUKUA O€30MaCHOCTH, OTHOCSIIIHECS K OMEepaIusm,
KKYIIUMCS TPUBUAIbHBIMHU.

YroObl MOMOYB CTYAEHTAM YCBOUThH MpeIjlaraeMblii MaTepHall, Imocodue
CHA0XXEHO KOHTPOJBHBIMH BomMpocamMu. [l dacTh BONPOCOB TPUBEACHBI
NoJpOOHbIE PEHIeHUs W OTBEThI, OTBEThl Ha OCTAJIbHbIE (IIPUMEPHO TOU K€

CJ'IO)KHOCTI/I) CTYACHTDBI JJOJIDKHBI HAWTHU CAMOCTOSITEILHO.
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Teopernueckne pasaensl COAEPKAT TAKKE CBEICHHMsI, KOTOPBIE, BOZMOXKHO,
MMEIOT JIMIIb KOCBEHHOE OTHOILIECHHE K BBINOJHSAEMBIM B JAHHOM IPAKTHUKyMeE
KOHKPETHBIM 3ajjadyaM, HO BaXHBI [IJI1 TIOHUMaHHUS BO3MOXKHOCTEH U B
OCOOEHHOCTH OTPaHUYECHHMA pa3IMYHBIX METOJOB CHHTE3a M aHalu3a. JTa
uHdopmalusi npuBegeHa MenkuMm wmpudTom. [lpu onMcaHuM CHUHTETUYECKHUX
IpoLEIyp KYpPCUBOM BbIICJIEHBI TPEOOBAaHUS TEXHUKN O€3011aCHOCTH.

Paznen 2.1 ocHOBaH Ha BBOJHOW WHCTPYKIIMH MO TEXHHUKE O€30MaCHOCTH
npu pabote B npakTukyme | Kypca, pa3paboTaHHOW Ha Kadeape HeOpraHuYeCcKon
XUMuM Xumuueckoro (axkynprera MI'Y.

ABTOpBI CUMTAIOT CBOUM IMPHUSATHBIM JOJTOM BBIPa3UTh CBOIO TIYOOKYIO
npu3HaTeabHOCTh Mpodeccopy Xumuueckoro ¢(akynprera A.B. IlleBenbkoBy,
nouentam C.A. Ucromuny, M.I'. Po3zoBoit u B.U. IlytnseBy, npenonaBaTensim
®HM gpou. A.M. XKupoBy u acc. A.I. BepecoBy, a Takke CTyJIeHTaM
Xumnyeckoro ¢akynprera K.H. 3onoroBoii, @akynpTeTa Hayk O MaTepuaniax
IO.A. T'erbmany, b.A. Koisio)kBapu 3a MHOT'OYMCIICHHBIE COBETHI M IOMOIIb B
KOMITOHOBKE U O()OPMJIIEHUHU JAHHOTO OCOOUS.

Haneemcs, 4to pmaHHOoe mnocoOuWe OKaXeTCs IMOJIE3HBIM CTYACHTaM-
NEPBOKYPCHUKAM IIPU BBINOJHEHUH HE TOJBKO 10-HEAEIbHOrO MpPakTUKyMa, HO U

JanbHENIIe HayYHOU paOdOThI.

/.0. Yapkun
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I'nmaBa 1. O0BbeKTBI HCCJICIOBAHUSA M UX ONMHUCAHUE

1.1. O0mume 3amMeyanus

B pamkax pgaHHOTO MNpakTHKyMa IIPOBOASATCS CHHTE3BI Pa3IUIHBIX
MarepuajoB Ha oOcHOBe OKcuaoB. C OJHOM CTOPOHBI, CHHTE3 OKCHIHBIX
MaTepuajioB  OTHOCUTENBbHO ImpocT. C  1Opyrod CTOPOHBI, OHH OYEHb
pacrpocTpaHeHbl U HaXOIT caMOe IITMPOKOE NMPUMEHEHUE B TEXHHUKE, HAUMHAS OT
MPOU3BOJAMMBIX B  OTPOMHBIX  KOJMYECTBAX KEPAMHUYECKUX  CHIIMKATHBIX
MaTEepPHAJIOB, WCIIOJB3yEeMBbIX B CTPOUTEILCTBE W B OBITY, W 3aKaHUYMBAs
MarepuajaMi COBPEMEHHOW »JJEeKTpOHUKH. B KkadecTBe mpumMepa MOCICIHUX
MOXHO TpuBecTu MarunuTHeie matepuanbl (NiFe,O4, BaFe;0,9), matepuans
nazepHoit ontuku (pyoun (1-x)AlL,O3:xCr,Os; 0<x<l), CErHeTo’JIeKTPUKU
(B1,SrNb;.»,Ta,,0o, Bis,La, T130;,; 0<x<1), BBICOKOTEMIIEPATyPHbIE
ceepxmpoBoaHuk  (YBa,Cu;07,; 0<x<0.5), cymnepuoHHbIE MPOBOJHHUKHU
(Zr12xY 205, 0<x<0.1, B1,V;.MeOss,, 0<x<0.4, 0<y<0.7), kaTamu3aTopsl
OKHCJICHUSI OPTaHUYECKHUX BEIIECTB, B TOM YHCJIE 3arpsA3HHUTENICH OKpYyKaromieh
cpenbl (a-Al,Os3, B-TiO,). Okcuapl HaXOASAT MPUMEHEHHE HE TONBKO B HayKe U
TEXHUKE, HO U B UCKYCCTBE — IOJIABJISIOIICEe OOJIBIIMHCTBO APArOICHHBIX KaMHEH
MPEICTaBIAIOT cO00i oKcuabl (Hampumep, OmaropoaHas mmnuHenb — MgAl,Oy), a
MUTMEHTBl Ha OCHOBE OKCHAOB (Hampumep, Pbs;O,4, Fe O3, Cr,0s, TiO,, SrCrOy)
UCIIOJIB3YIOT B Ka4yeCTBE KOMIIOHCHTOB MHOTHX Kpacok. B psge ciydaes
KpacUTeIM Ha UX OCHOBE TMPAKTUYECKU HE3aMEHUMBI, HalpuMep, IMpHU
W3TOTOBIICHUM KEPAaMHUYCCKUX HM3AeIui (OKCHUIbl KoOaabTa W MEIH, HamlpuMep,
UCIIOIB3YIOTCS TIpu pocnucu (dapdopa). IToaTomy 3amada moydeHUs OKCHIHBIX
MaTepPHAJIOB C 33/JIaHHBIMUA CBOMCTBAMH SIBJISIETCS OJTHOM M3 HanboJiee BaXKHBIX B
COBPEMEHHOM HayKe O MaTepHaax.

Onnako, CHUHTE3 OKCHUJIHBIX MATEPHAJIOB SBISETCS HE TaKOW MPOCTOU
3a/aueii, KaKk MOXKET TOKa3aThbCs Ha TEpBbI B3, OjHa W3 TPHYHUH 3TOTO

COCTOWT B HHU3KOH PEaKIMOHHOH CIOCOOHOCTH OKCHIHBIX BemiecTB. Hampumep,
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peakiusl MeXIy OKCHAAMHM MarHUsl M ajJlOMUHHUS C 0Opa3oBaHuEM OJIaropogHON
HINUHEIW, € TOYKA  3PEHUs  TEPMOJMHAKMMH,  JIOJDKHA  MPOXOJUTH
CaMOITPOM3BOJIBHO YK€ IIpM KOMHATHOM  TeMmmepaTrype, OJHAaKO H3-3a
KMHETUYECKUX 3aTPYJHEHHUM €€ NMPOTEKAHUE C 3aMETHOU CKOPOCTBIO CTAHOBUTCS
BO3MOXHBIM Juib Bbime 900°C. Ha mpaktuke nmomyuenue MgAl,O4 mpoBoast
Ipu Temieparype HamHOro Bbime — okoso 1300°C. Hcnonb3oBaHue Takux
BBICOKMX TEMIIEpaTyp 3HA4YUTEJIbHO YCJIOXKHSAET IpoLecc CHHTe3a (M3-3a
HEOOXOIMMOCTH HCIIOJIb30BAHUS KAPOIPOUYHBIX MaTepuaoB, OONBIIMX 3aTpaT
JHEPruu Ha MPOBEACHUE Ipolecca U T.1.). [o3ToMy 0HOM U3 3a/1a4 pu CUHTE3€
OKCUJHBIX (M HE TOJIBKO) MaTepHaJIOB SIBJIAETCS IOHMKEHUE TEMIEPATypsl U
YBEJIMYEHNUE CKOPOCTU IPOLIECCOB MX MOJY4YEHHMs. (s ee peleHuss UCIoJIb3yIoT
CHeIHaIbHBIM 00pPa30M MPUTOTOBJICHHBIE UCXOAHBIE pPeareHThl (U criennduyeckue
CrocoObl UX B3aUMOJIeUCTBUS, cM. [1aBy 2).

B Xxone BbINOIHEHHMs 3a1adyd JaHHOTO NPAKTHUKyMa CTYAEHTaM MPEICTOUT
HOJyYUTh ONpPEJEICHHBIN OKCUIHBIA MaTepHall, MPEeAoKUTh U ONnpoOoBaTh HE
MEHEE JBYX PpAa3JU4YHbIX MO NPUPOJE METOJOB CHUHTE3a U HCCIEIOBAHUS.
BrimonaeHrem o1HOM 3a1a4n 3aHUMAETCS TpyIina u3 2-3 denoBek. Beioop oObekTa
— OKCHJHOrO MaTepuana, KOTOpbld Oyaer mnojdy4aTh Ipylmna — OPOXOJUT B

nmponecce 060y>KI[€HI/ISI C IMpenogaBartciieM IIpu akmueHom y4aCTUuU CTyACHTOB.

1.2. O0BbEeKTHI CHHTE32 U UX ONKNCAHUE

B kauectBe OOBEKTOB CHHTE€3a M HCCIEIOBAaHUS MOTYT BBICTYIATh
pa3IMYHbIE CMENIaHHbIE OKCHUIBl. Hrke KpaTKO OINMCaHbI MOJy4aeMbl€ B TAaHHOM
PAKTUKYME OKCHJIHbIE MaTepHasibl. BONBIIMHCTBO M3 HUX MPEACTABISET COOOMU

1
Pa3JINYHBIC TBCPABIC PaCTBOPLI Ha OCHOBC 6€CHBGTHBIX OKCHJOB,

' Teepuplit pacTBOp IpeACTaBiIsET cOGOIl TAKYIO K€ OJHOPOIHYIO CPeiLy, Kak H
KUAKANA pacTBOp. [7aBHOW €ro OCOOEHHOCTBIO SIBISETCS YHOPSIOYEHHOE
PacrojI0KEHUE aTOMOB, KaK B JIIOOOM KPUCTAJILIMYECKOM TBEPJAOM TeIIE, IIPU 3TOM
YacTh IIO3ULHAN B KPUCTAUIMYECKOU CTPYKTYpE CTAaTUCTUYECKU 3allOJIHAETCS
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NPEICTABISIIOIINX COOOM Tak Ha3bIBAEMYIO Mampuuy, B KOTOpPbIE BBOIATCS
N00aBKM OKpalIeHHBIX HOHOB, HA3bIBAEMBIX Xpomogopamu (UCTOUYHUKAMU
okpacku). B kauecTtBe XpoMOQOpPOB UCMONB3YIOT HOHBI IEPEXOJHBIX METAIIOB (d-
u f-anemenToB). Hampumep, noHbl Ni*", P’ u U" MPUIA0OT MHOTUM Marepuajiam
pasIMdHbIe OTTEHKH 3eneHoro usera, Sm>’, Nd** u Mn*" — kpacuoro, Yb*" u Sm®
— JKEJITOrO, Mn2+, R uEr'' - PO30BOI0 U T.J.; NOHBI Co™ u Cr3+, B 3aBUCHUMOCTH
OT MAaTpHlibl, MOTYT OKpAaIllUBaTh €€ B pa3jMyHbIC LIBETA. TaK, TBEPIbIA pacTBOP
CoO B ZnO okpaiiieH B 3eneHbii 1BeT, a pactBop CoAl,O4 B ZnAl,O4 — B cHHUI;
tBepablid pactBop Cr,O; B Al,O;, mo Mepe Bo3pacTaHus KOHIICHTPAIUHA, MEHSET
OKpacKy OT KpaCHOU 4epe3 CEPYI0 K 3€JICHOM.

PyOuHn nipesacrasisier co00il TBEpAbIA PaCTBOP OKCHAOB AIIOMUHUS U XpOMa
(IIT) ¢ obmeit popmynoit Aly,,Cr,, O3 (0<x<1). Kpucramnuueckas CTpyKTypa 3TOTO
BelllecTBa IpuBeAcHa Ha Puc. 1. AToOMBI XpoMa M aJIIOMUHHS CTaTUCTUYECKU
3aMOJIHAOT OKTa’Apbl U3 aTOMOB KHCIOpoaa. Mcnosnb3yeMblil B 1a36pHON TEXHUKE
U B KA4yeCTBE APAroleHHOTO KaMHsA OKpAlI€HHbIH B PO30BBIM IBET Marepual

COJICP>KUT CPAaBHUTEILHO HEOOJIbIIIOE KoJInuecTBO xpoma (< 1%).

Puc. 1. Kpucrammueckas crpykrypa pyouna (Al,Cr),0;. Atomsr Al u Cr
HAXOJATCS B IIEHTPAX OKTAdIPOB, 0Opa30BaHHBIX aTOMaMH KHCJIOpoja. Beimenena

DJIEMEHTapHas siYehKa.

atToMamu (MoHamH) AByX (wiu Oosee) copToB. Meroabl ONUCAHUS TBEPABIX
pacTBOPOB MPUBECHBI B paznene 1.3.
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PunmaHoOBa 3eJIeHb UCIIOJB3YETCSd B Kauye€CTBE KpPAaCUTENsl WU SBISAETCS
TBEPIbIM PACTBOPOM OKCHJAA KOOaibTa B OKCHJIE LMHKA C oOmmed QopmMyinon
Zn;,Co,0 (Manble 3HaYCHUS X; KPUCTAJUTMYECKasi CTPYKTypa npuBejieHa Ha Puc. 2,
a). Ilpu 3Hauenusx x, 6IU3KUM K 1, OKpacka CTaHOBUTCA PO30BOM, a CTPYKTypa
COCIMHEHHUSI YXKe TPEJICTABIsIeT cOO0M TBEPABIA PacTBOpP OKCHJA IIUHKA B OKCHJIE
kobampra (Puc. 2, 6). Ilockombky OTH coeauHEHUs OOJAmalOT Pa3IUIHON
KPHUCTAJUIMYECKON CTPYKTYpPOM, HENPEPBIBHBIM psAI TBEPABIX PACTBOPOB HE
oOpaszyeTcsi, U Ipu 3HauYeHUsIX X, Onu3kux K 0.5, cymiecTByeT CMeCh TBEPIbIX

pPacTBOPOB Ha OCHOBE OKCHJOB LIMHKA U KOOAJIbTA.

a) 0)

Puc. 2. Kpucrammueckue ctpykrypsl ZnO (a) u CoO (6). MoHbl 1uHKa
HaxXOJSTCS B IIEHTpaxX TETPa’ApoB (a), KobanabTa — OKTadApoB (6), 0Opa3oBaHHBIX

aToOMaMu KucJjiopoznaa.

CMemianHble OKCMABI €O  cTpykrypoii  mmmuenu  (Puc. 3)
XapakTepu3yroTcss obmeit  popmynoir A4B,0, (A4 mw B — Meraibl).
PononauaabHUKOM 3TOr0 Kilacca COCIMHEHMM SIBIISIETCS OnaropojHas IIMHHEINb
MgAlL,O,4, KOTOpast sBisiETCA ApParolleHHbBIM KaMHEM. biaropojHas MIMUHENb HE
OKpallieHa, HO €CJIM 3aMEHUTh B Hel HeOombinyro yacTh aromoB Al nHa Cr, TO
noiyuyaercss martepuan (coctaBa MgAl,,,Cry,O4 0<x<l), oueHb NOXOXHH IO

BHEIIHEMY BUAY Ha pyOuH. VIMEHHO Takoil JparoleHHBI KaMeHb YyKpallaeT
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KOpPOHY AaHIJIMHCKOM KOPOJIEBBI, XOTs JOJTO€ BPEMs CUHUTAIOCh, YTO B KOpPOHE

HaXoguTCsa UMCHHO pY6I/IH, a HC IIINMUHCIIb.

Puc. 3. Kpucrammuueckass crtpykrypa mmuHenun MgAlL,O4. ATomMbr Mg
HAXOIATCS B IIGHTpax TeTpa’ApoB, Al — B LEHTpax OKTadJpOB U3 aTOMOB

KHCIIOpO/Ia.

TepnapoBa cHuHBL TIpeACTaBIsIeT CO0OW TBEpPIbIM pPacTBOpP COCTaBa
2 v 2+
Mg,;..Co,Al,O,” n okpamena B cunuii 1BeT. Bmecto monoB Co”~ B CTPYKTYypy
2+
IIMUHEIN MOXXHO BBOAUTh M HOHBI Ni~ (IpU 3TOM OKpacka CTaHOBUTCS
roiyooBaro-3eneHoi) MHaue ToBOps, MOXKHO MOJydYaTh pa3juvyHble TBEpAbIC
pacTBOpPHI LIMHUHENEH IPYT B ApyTe.
3 2
Xpomodopamu B pacCMOTPEHHBIX cOoequHEHUsX sBistoTca noHsl Cro, Co
2+
u Ni“'. Okpacka oOpasma OyneT 3aBUCETh OT COJACpXKaHUS (3HAYCHUE X) U THUIIA
anemeHTa-xpomodopa (obycnapnuBaromiero okpacky — Cr, Co, Ni), T.e. OT cocTaBa
BellecTBa. Bappupys cocTaB, MOKHO PerylInpoBaTh OKpacky marepuana. Cremayer
OTMETHUThH, UTO HE BCErJa IIMUHEIN 00pa3yIoT Jpyr ¢ APYroM TBEPABIE PaCTBOPHI B
JHOOBIX COOTHOIICHUSIX, M TIPH HEKOTOPBIX COCTAaBaX BMECTO HHUX MOTYT

IMOJIy4aTbCs CMECHU COBCEM APYIUX OKCHUIOB.

2 .
WNHoraa TepHapoBOi CHHBIO Ha3bIBAIOT MIMUHENb cocTaBa CoAlLOy.
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pactBop Mg;.,Zn,Al,O,?

1. CymecTtByeT u mmnuHenb coctaBa ZnAl,O,4. ByaeT nu okpaiiieH TBepAbIi

OrtBert. Her, He OyzeT, NOCKOJIbKY HU OJIMH U3 MOHOB, BXOJSIIUX B COCTAB
TBEP/IOT0 pacTBOPA, HE OKpPAIIEH, T.€. OTCYTCTBYET XpoMO(op.

2. HazoBute xpomodopbl B okpameHHbIX mmnuHensax ZnFe,Os (kpacHo-

kopuuHeBas), CoGa,04 (temHo-cunssg), ZnRh,0, (TemHo-po3oBas), MgCo,04

(uepHas), CuAl,O,4 (kopuuHeBas).

Pazan4ynbie okcuabl co cTpykrypoii pytuiaa (Puc. 4). Ctpykrypa pyTuia
(Ti0O,) xapaktepHa juisi OONBIIMHCTBA AMOKCHIOB MeTauioB (kpome Zr, Hf u f-
a7eMeHTOB). B JaHHOM ciydae B KayecTBE MATPHUIbl MCIOJIb3YETCS KaCCUTEPUT
SnO,, KOTOPBI JErUpyeTcs PasIMUHBEIME XpoModopamu, Hampumep, Mn*', Fe’',
Cr’ u T.1. B KadecTBe CTEXHOMETPHYECKHX JICTHPYIOIIMX H00ABOK MOYHO
UCNoJib30BaTh ABOWMHBIE OKcuibl Cro,WOg, Fe,WOg u  HekoTtopble apyTHe.
[Tomo6HBIE coequHEHNS UCCIEAYIOTCS KaK BO3MOYKHBIE KaTaanu3aToOPbl OKUCICHUS

OPraHUYICCKUX BaFPSIBHHTCHeﬁ Opr}I(eIOHIGﬁ CpCabl U MOHHBIC IIPOBOJIHUKMU.

Puc. 4. Kpucramnmueckas crpykrypa pytuna TiO,. ATombl THUTaHa

PaCIoJIOKEHBI B IIEHTPAX OKTAdIPOB, 00PAa30BAaHHBIX aTOMaMH KHUCIOPO/a.
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. [Mpuponnsiii pyrunn TiO, okpameH B dYepHbId 1BeT. I[lpucyrcTBHe
npuMece KakuX MPUPOJHBIX OKCUAOB Modicem Obimb TPUYUMHOM OKPACKHU:

nuposrosuTa MnO,, 6annenenta ZrO,, kaccurepura SnO,?

1.3. MeTOI[bI ONMUCAHHUSA COCTABOB TBEPIABIX PACTBOPOB

JUIst  HarisiiHOTO M300pa)KEHHsS COCTABOB TBEPJBIX PACTBOPOB YACTO
UCIIONB3YIOT TakK HasbiBaeMble (a3oBbie auarpammbl. Kakmas Touka Ha Takou
TUarpaMMe XapakTepusyeTcs JABYMsl WM OoJjiee KOOpAMHATAMH, OTPAXKAIOIUMU
XUMHUYECKUN OpyTTO-COCTaB CHCTEMbI, a TaK)KE€ TaK Ha3blBae€Mble BHEIIHUE TOJIS
(Temmeparypy, naBieHue u T.1.). [lommmo 3toro, (asomas nuarpamMma COIEPKHUT
Takke uHpopmauioo 0 (a3oBOM COCTaBe CHCTEMbl (B HAIIEM ClIydae — KakKue
TBEPJIbIE PACTBOPhI HAXOSATCA B PABHOBECUM M B KAKOM MOJIbHOM WJIM MacCOBOM
cootHomeHnn). boiee moapoOHO 0 (ha30BBIX TUarpaMMax MOXKHO ITPOYUTaTh B [1].

B OonblmmHCTBE CiyyaeB paccMaTpuUBAalOTCS HE TMOJHBIE (Da3oBbie
auarpaMMbl (OHH JOCTaTOYHO CIIOXKHBI), @ UX TaK HA3bIBAEMbIE CEUCHHS MpPU
MOCTOSSHHOM ~ 3HAQYEHUM OJHOTO0 W3 BHEIIHUX TMOJed (JaBieHWs W/Uiu
Temreparypsl). PaccmMorpum B 0OmMX uepTax MpocTelinne cedeHus (Ha3zoBbIX
auarpamm, Hanpumep, ZnO — MgO npu nocTossHHOM (aTMOC(hEpHOM) AaBICHUH U
1100°C. B manHOM ciydae cocTtaB oOpasma 3aaaercs OJHOM TepeMEHHOW —
MOJIBHBIM cojiep>kanreM, Hampumep, MgO. Hcxonmnele BemecTBa 00Ja7atoT
Pa3IMUHBIMU KPUCTAJUIMYECKUMH CTPYKTypamu (cMm. Puc. 2; MgO umeer Ty xe
KPUCTAJNIMYECKYIO CTPYKTYpY, uTo U Co0); ¢ 06enx cTopoH 00pa3yroTcsi TBEpAbIE
pactBopsl (Hampumep, npu 1100°C go 12 % MgO obpasyercst TBepAbIA pacTBOP
MgO B ZnO, a nocne 73.5% MgO — tBepabiii pactBop ZnO B MgO. B obnactu

coctaBoB Mexay 12 u 73.5 monbHbIX nporieHToB MgO B paBHOBECHM HaXOISTCS
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00a TBEpABIX pacTBOpa B pa3JIMYHBIX COOTHONIEHUsX. B mpocteiiiem Buue

AuarpamMma BBITTIIIUT TaK, KaK IIOKA3aHO Ha Puc. 5, a.

Ecnu ydecTp, 4TO NpU pasiaUYHBIX TeMIEpaTypax pacTBOopuMocTb ZnO B

MgO u MgO B ZnO pa3znmuyHa, MOXHO TMOCTPOUTH OoJjiee TOJHYIO (ha30BYIO

quarpaMMmy B KOOpJIMHATax Temmeparypa — coctas (Puc. 5, 0).

TBepablii pacTBOP

CwMmech TBepabIX

TBepablii pacTBOp

MgO B ZnO pacTBOpOB Zn0O B MgO
| e ] | | |
0 10 20 30 40 50 60 70 80 90 100
E MOJIbHBIN NpoueHT MgO E a
o i 5
= TBepablii pacTBOp TBepablii pacTBOP
o MgO B ZnO ZnO B MgO
] ' a
= i
S — |
a :
o i
S e
(o]
S
=2
o | Cmech TBEpAbIX
K pacTBOpOB
| | | | | | |
0 20 30 40 50 60 70 80 90 100

MOJIBHBIN npoueHT MgO 6

Puc. 5. Yacts ¢azosoit quarpammel cuctembl ZnO — MgO (cxema). [losicHenus B

TCKCTC

Ha camom nmene na Puc. 5, 6 mpencraBiena HeOomnblas 4acTh MpocTeiineil ¢a3zoBoii

JiarpaMMbl CHUCTEMBI, COCTOSIIEM M3 JBYX KOMIIOHEHTOB. Ha Hell He mokas3aHbl, Hampumep,

o0JacTH, B KOTOPBIX MPUCYTCTBYET paciuiaB u map. [lonHas ¢pa3zoBas AuarpaMma Takoid CHCTEMBI

CTpPOUTCSI B KOOpJIMHATaxX COCTaB — TeMmIeparypa — JaBieHue. B cucreme MOryT Takxke

O6p8.30BBIBaTBC$I Pa3JIMIHbIC XUMHUYCCKUC COCANHCHUA, KOTOPBIC IIPpU HAI'PCBAHUHN HCIIBITHIBAIOT

NOJIMMOpP(HBIE MPEBPALICHNUS, TUIABATCS 0€3 Pa3JIoKEHUs, C PA3IOKEHUEM WM pa3jararoTcs, He
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IIaBsichk. Takue auarpaMMmbl  HMCIIOJIB3YIOT, HAIIPHUMEP, IIPH BbIPpAIIUBAHUHW KpPUCTAJJIIOB

3aJJaHHOT'O COCTaBa MPH OXJIAXKACHUU PACIIaBOB WM MIPHU KOHJCHCAIIUU U3 ra30Boi (asbl.

2>

. 1. Uro mpousoiaeT, ecam HadyaTh OXJIAXKAATh TBEPABIM PacTBOpP COCTaBa
Mg().]zznolggo ot 1300°C?

OtBer. TBepapiit pactBop Oyaer ycroduuB n0 1100°C, Hmxke >Tou
temneparyposl pactBopumoctb MgO B ZnO yxke menbiie 12%, u npousoitaer
pacmaz Ha 1Ba TBepAbIX pacTtBopa: Zn; Mg,O nu Mg;.,Zn,0 (x <0.12, y <0.26).

2. PaccuuTaiiTe, B KaKOM MOJIbHOM COOTHOIIEHUH OYIyT COCYILECTBOBATH
TBEpABIe pacTBOpBl Zn; Mg,O u Mg,,7Zn,O npu coorHowenuu Zn:Mg = 1:1 npu
1100°C (x=0.12, y = 0.26).

Oteer. 0.39:0.61 = 2:5.

Jlns onucaHus TPEXKOMIIOHEHTHBIX CUCTEM HEOOXOJMMBI JBE TIEPEMEHHBIC,
3agatonre coctaB. s rpaduueckoro orobpaxeHus (pa3zoBBIX PaBHOBECUH MpU
3aJJaHHBIX TEMIIEPAType U JIaBJICHUM HCHOJIb3YIOT TaK HA3bIBAEMbBIM TPEYTrOJIbHUK
['u66ca — Pos3eboma, TO3BOJSIIONIMA  HAIVISIIHO  M300pakaTh  COCTaBbI
TPEXKOMIIOHEHTHBIX CMECE€ W COE€AMHEHUH. BeplinHBI 3TOro TpEeyroJibHUKa
COOTBETCTBYIOT YHCTHIM KOMIIOHEHTaM, HallpuMep, B Cilydyae HINUHEIU ¢ oOuien
bopmynont 4,..M,.B,04 (0<x<1) — okcumam AO, MO u B,0O; (Puc. 6, a), a mmuHenu
AB>5.0,.04 (0<x<1) — 4O, B,0O; u Q,0; (Puc. 6, 6). CTopoHbl TpeyrojbHUKA
OPEICTABISIIOT COOOW  COCTaBIsAIOIIME OWHApHBIE CHUCTEMBl W HHYEM HE
OTJIMYAIOTCS OT JUarpaMm, MokazaHHbIX Ha Puc. 5, a. Takum oOpazom, Touka Ha
J000M W3 CTOPOH TpeyrosibHUKa OyJeT COOTBETCTBOBATH OMNPEICICHHBIM
CcOoOTHOIIEHUsIM (Ha Puc. 6 — MOJIBHBIM) MEXAYy OKCHAAMH, OOpa3ylolUMU 3TU
OunapHble cucTembl. Hampumep, mmmuens coctaBa 48,0, MOXHO H300pa3uTh
TOYKOM, Jexaien nocepeanne mMexay AO u B,O3; Ha COOTBETCTBYIONIEH CTOPOHE,

MIOCKOJIbKY MOJIbHO€ cooTHomeHue okcuaoB AO u B,0; B AB,0O4 paBHo 1:1.
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JIroOast Touka BHYTpPU TpEyrojibHUKa OyJEeT COOTBETCTBOBATH OMPEACICHHOMY
COOTHOILICHUID MEXKJy BCEMHU TpeMsi okcuaamu. Jlns omnpenesieHHs COCTaBa,
OTBEYAIOIIETO TOYKE BHYTPU TPEYTrOJIbHUKA, MOXKHO BOCIIOJIb30BAaThCSA ABYMS
cnocobamu. IlepBeIli cmoco0 OCHOBaH Ha TOM, 4YTO CCYCHHE, ITPOBEJCHHOC
NapajuielIbHO CTOPOHE, MPOTUBOJIEKANIEH BEPIIMHE, COOTBETCTBYET MOCTOSSHHOMY
MOJIBHOMY TIPOLIEHTY BELIECTBA, COOTBETCTBYIOIIEro 3ToM BepuuHe (Puc. 6, 0).
UToOBI ONpeAeIuTh MOJIBHBIN MPOIEHT ABYX X TPEX KOMIIOHEHTOB, ITPOBOJIAT JIBA
Takux cedyeHus. Ilocie 3Toro conepxaHue TPETbEro KOMIIOHEHTA ONPEESIOT MO
pPa3HOCTH (B CYMME MOJIbHBIE IPOLIEHTHI BCEX TPeX KOMIIOHEHTOB AatoT 100%).

B npyrom Bapuante (Puc. 6, a) nmpoBOAST NMEpHeHAMKYJISIPHl K CTOPOHAM
TpeyrojbHuKa. J[muHa mnepneHauKylspa OylneT OTBeuaThb COACPKaHHUIO0 OKCHJIA
(Mon. %), TPOTHBOJIEKAIIETO CTOPOHE, K KOTOPON MPOBEJAEH MEPHIECHIUKYJIISP.
CyMMa JJTMH BCeX TpexX MEepHeHIUKYISIPOB, OMYIIEHHBIX U3 000 TOYKH, BCEeraa
paBHa BbIcOTe TpeyroyibHuka, T.e. 100%. Hampumep, OTMEUEHHOW TOYKE
cootBeTcTBYET cocTaB 20 Moi1.% AO + 30 mom1.% MO + 50 mon.% B,05; =0.240 +
0.3MO + 0.5B,0; = A ,M 38050, = Ay 4Mj 6B,04, 4TO COOTBETCTBYET BEIUYUHE X
= 0.6 B ykazanHOW Bbimie oOmed dopmyne mmuHenu. JlaHHas TOYKa JIEKUT Ha
ceuenun ("paspese"), COCAMHSIONIEM COCTaBbl OWHAPHBIX COCIUHCHUH —
mmuHene AB,04 u MB,0O,4, n OTBEUaOIMNiA €l COCTaB MOXET OBITh MPEICTABICH

KaK CMCIIaHHasA MIIMWHCIIb.

. PaccuuraliTe MOJIBHBIC TPOIECHTBHI OKCHUIOB (Kakux?) JUIS IIITAHEJICH

coctaBa Mg,,Fe;3Ga,04, ZnFeosRh;,04, Zn;sMg,sTiO4 (nocreounsas wnunens
2+

cooepocum Zn"" Kax 6 mempa’opuieckom, max u 6 OKmasaopuieckom OKpPYyICeHu,

MO npumep max Ha3vleaeMoll 0OPAULeHHOU WNUHENU).
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Puc. 6. Cedenust (a3oBbIX IUarpaMM TPEXKOMIIOHEHTHBIX CHUCTEM IIPH

OIIPCACIICHHBIX TCMIICPATYPC W OaABJICHHU U CITOCOOBI pacdcTta MOJIbHBIX

IMPOUCHTOB COCTABJIATOIINX OKCHUAOB (HOHCHGHI/UI B TeKCTe).
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[Ipumep cedenust peBiIbHOU (a30BOM JuarpaMMbl peanbHo cuctembl Lu,O;
— BaO — CuO mnpu DOCTOSHHBIX TeMIeEparype M JaBieHuu (n300apHO-
U30TEpMUYECKOE ceueHue) npuseneH Ha Puc. 7. KonmuuecTBo oOpasyromuxcs B
CUCTEME COECIAUHEHUN, CTPOro rOBOPS, HE OIrPaHUYEHO, OJHAKO CEYEHHUE MOYKHO
IPEICTaBUTh ce0€ KaK COBOKYNHOCTb IPOCTEHINX (HE coaepkKallluX COEAMHEHUN
BHYTpU) TpeyrodbHUKOB. CIUIOMIHbIE JUHUH COOTBETCTBYIOT JBYX(a3sHbIM
paBHOBeCcUsAM. B TOUKax, pacroaoKEHHBIX BHYTPU TPEYTOJIbHUKOB, B PABHOBECUU
HAXOJATCs TpH (Da3bl, pacroyIOKEHHBIE B X BEPIIMHAX, KAK MTOKAa3aHO HA MpUMepe

BEpXHEro npasoro tpeyroiabHuka Lu,O; — LuyCuyOs — Lu,BaCuOs.

LU203
Lu;0; + Lu;Cu,0
Lu203 +LugBaCuO5 Hats Hat s

Lu203 + LugCu205
+ Lu,BaCuOj;

Lu;BaCuy07 + LuBaCuQs

BasLU§O7.5

BaO Ba,CuO; BaCuO, CuO

Puc. 7. U300apHO-H30TEpMUYECKOE CEUEHUE (Pa30BOM AHArpaMMbl CUCTEMBI

Lu,0O5 — BaO — CuO [2].
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CooTBETCTBEHHO, IIpU 00KHUre 00pa3lia cocTaBa, COOTBETCTBYIOIIETO TOUKE
1, B paBHOBECHBIX YCIOBUSX OyneT nmoiydeHa cMech Ba,CuO; u BazLu;O7 5, a pu

o0ure cocrtaBa, COOTBETCTBYIOUIEIO TOYKe 2, OyAeT TOJydYeHa CMECh

LUB32CU3O6A5, LUQBaCUO5 u CuO.

:,t:> 1. Paccuuraiite paBHOBEeCHBIN (Pa3oBbI cocTaB oOpasiia OpyTTO-cOocTaBa
11.1% Lu,05, 44.4% CuO, octransHoe — BaO.
2. Ilepenecure Puc. 7 Ha kanbKy ¥ 00O3HaubTe Bce OOJACTH ABYX- U

Tpex(a3zHbIX paHOBECUH, YKAXKHUTE, KAKUE COEAMHEHHS COCYIIECTBYIOT IIPH 3TOM.

1.4. OTansl BLINOJHEHUS 32241

Brinonnenue 3a1aun MOKHO pa3IeNIuTh HA CIEAYIOLIME 3TAIbI:
® BBIOOpP METOJ/IOB CHHTE3a IIEJIEBBIX MPOAYKTOB;
® OYHMCTKa WIHM NOJYYEHUE UCXOAHBIX BEIIECTB;
® [IOJy4YeHHUE PEAKIIMOHHOCTIOCOOHBIX "MPEeIIIECTBEHHUKOB" 11€JIEBBIX
IIPOAYKTOB;
e 00XMHT;
® XapaKTepH3alus MOJYYEHHBIX IPOIYKTOB;

® HaIlMCaHHuE€ OTYCTA.

[Tpu BBIOOpE MeTOAa CHHTE3a IIENIEBOTO MPOAYKTa ONPEACISIONIYI0 POJb
UTparoT TpU (akropa:

Bo-nepBbIX, CBOMCTB BXOAAIIUX B €r0 COCTaB MOHOB METAUIOB (B MEPBYIO
ouepenb aM(OTEPHOCTh, BBICOKAs WM HHU3Kas JIETYy4eCThb COCAUHEHHWHA TpHU

BBICOKMX TEMIIEpaTypax, pPacTBOPUMOCTb IPOCTEHINNX COJEH B BOJE M HX
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TepMUUYECKasi YCTOMYMBOCTb, CIOCOOHOCTh K KOMIUIEKCOOOPa30BAHUIO U
OKHUCJIUTEIbHO-BOCCTAHOBUTEIbHBIE XapAKTEPUCTHUKH ).

Bo-BTOpBIX, MMEIOIIKMECS B HAJWYMKU HCXOJHBIE PEAKTUBBI, COAECpPKAIIUE
MCKOMBIE 3JIEMEHTHI, @ TAKXKE HE COJEprKalllie UX 'BCIIOMOraTesibHble" peareHThl
(HampuMep, WHIUKATOPBI JIJISI TUTPOBAHMS, OKCAlIaT aMMOHHS JIsI COBMECTHOTO
OCAXJICHHS OKCaJIaTOB U T.II.).

B-TpeTpux, BO3MOXHOCTH HUMEIOIIErocsi  000pynoBaHUS  (MEJNbHHII,
AJIEKTpONeYeil, HOHOMEPOB U T.1I.).

K ucxogHpiM peakTuBamM TPEIBbIBISCTCS ICNBIN Psii TPEOOBaHUI, KOTOPHIC
noIpoOHO PacCMOTPEHBI B CIEAYIOIIeM pasjeie. Eciu mo yucrtore, XuMHUYECKOMY
COCTaBy Y T.J. OHM HE€ MNPUOTAHS [JI1 NPOBEICHUS CIEAYIOIIUX JTAIlOB,
HEO0OXOMMO OYHUCTUTh UX WIH MOJTYYUTh U3 HUX APYTHE.

ITocne  aToro IPOBOJAUTCS MOJIyYeHHE  PEaKIIMOHHOCIOCOOHBIX
"NpeaecTBeHHUKOB" 1EJeBbIX BeHIeCTB. YUTOOBI peakiusi uX MOJTy4YEHHs
mpoTeKalia JOCTaTOYHO OBICTPO, PEareHThl JOHKHBI OBITH JOCTATOYHO XOPOIIO
nepemMeiianbl. Hanbombias creneHb CMEIICHUS! peareHTOB IOCTUTAETCS B KUIKON
(u razoobOpasHoi) ¢aze, MOITOMY pEaKIUU B Ta3aX U KUAKOCTIX HEPEIKO
MPOXOJAT 3aMETHO ObICTpee, deM B TBepuoil dase’. TBepmodasHbie peaKium
MPOTEKAIOT MEJJIEHHEE MPEXKIAE BCETO 3a CUET TOr0, YTO B3aUMOJCHUCTBHE
(dakTUUeCKH MPOXOAWT JHIIb B MECTaX CONPHUKOCHOBEHHS YaCTHUI[ PEareHTOB.
UtoObl yCKOpPUTH H3TOT MPOLECC, CMECH TBEPABIX BEIIECTB IMOJBEPraroT
M3MEIIBUCHUIO W TIIATEJIbHOMY IEPEMEIIMBAHUIO. ODTOT MPOLECC HA3BIBAETCA
MeXaHu4yecKou 20Mo2eHu3ayuell.

Hpyras rpynna cnoco0oB, MO3BOJISIIOIIMX JOCTUTHYTh BBICOKOHW CTENEeHH
CMEIIIEHUS B TBEPJIOM BEILIECTBE, COCTOUT B MOJYYEHUH ITPOMEKYTOUYHBIX BELIECTB

(I/IJ'II/I HCKIIIOYNTCIIBHO TOHKHX CMeceﬁ, ropasao Ooiee IFOMOI'CHHBIX, 4YCM IIpH

’ MHorna yjaeTcs moaoGpaTh JIErKOIUIABKOE BEIIECTBO (TAK HA3bIBACMbIH ghtroc
WIN MUHEPAIU3amop), VHEPTHOE K peareéHTaM, B paciulaBeé KOTOPOIo MPOTEKaeT
peakuusi MeXJy TBepAbIMU BemiecTBaMU. OJHAKO Takue BBICOKOTEMIEPATYpHbBIE
paciuiaBel 4acTO OYE€Hb AarpecCMBHbI K OOJIBIIMHCTBY MaTE€pUajoB THUIJIEH
(BKJIFOUAS TIIATUHY ).
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MEXaHUYECKOM TOMOTEHM3AIUN), COJEpKaIIMX B COCTaBE MOHBI BCEX METAIUIOB,
BXOASIIMX B COCTaB KOHEYHOTO MPOAYKTa, B 3aJaHHOM COOTHOUIEHUHU.
COBOKYIHOCTB TaKMX MPOLECCOB HOCUT HA3BAHUE XUMUUECKOU 20MOZEHUIAUUU.

NMeHHO ¢ HEOOXOAMMOCTHIO TOMOTEHHU3AIMM CBSI3aH JTal TOJYyYCHUS
"MpeauecTBEHHUKOB". YCIOBHO MOHO CYUTaTh, YTO METOJbl TOMOI€HU3AIUH,
UCIIOJIb3YEMBIE B JAHHOM IPAKTUKYME, JNEJATCS Ha ''cyxue" — MEXaHH4YeCKue U
"MoOkphie" — xumudeckue. B mepBom ciydae 'mpeaiiecTBEHHUKOM' SIBIISETCS
CMECh OKCHIOB WJIM KapOOHATOB, MOABEPrHyTasi MeXxaHuueckoud oOpaborke. Bo
BTOPOM clly4ae '"MpeaiiecTBeHHUKH" 00pa3yroTcs MPU COBMECTHOM OCaXJACHUU
KaTUOHOB WM (peXe) MPEeACTaBISIIOT COO0M cMelaHHble Kpuctauibl. Kak
IpaBWwioO, MpeAanoiaraercs, 4YTo JUIsi CUHTE3a KOHEYHOro Martepuaia Oyner
ompoOoBaH ouH "cyxoi" u ouH "MOKpBIH" c10co0.

[Tocne TOro, Kak MCXOJHBIE BEIIECTBA IMOJIYYEHbI, MPUCTYNAOT K
MOJIYYEHUIO IEJIEBBIX OKCUJIHBIX MaTepuajoB. ODTOT MPOIECC, Kak MpaBuio,
NpPOXOAUT B JIBa JTama: MOJIy4YeHHE ''TpeAlleCTBEHHHKOB', MpPOXonsilee Mpu
OTHOCUTEJIbHO HM3KHUX TeMIIEparypax, U BbICOKOTEMIIEpaTypHbI 00Xur. CMmbICi
NPOMEXKYTOUYHOIO  3Tama  —  [OJYyYeHHWE  MaKCUMallbHO  T'OMOTCHHBIX,
PEaKIMOHOCTIOCOOHBIX CMECEH, MCIOIb30BaHNE KOTOPHIX MO3BOJISIET CHU3UTh KakK
BpeMs, TaK W TeMmriepaTypy oOxkura. OCHOBHbBIEC MPHUHIUIIBI MOJYYCHHUS TaKHX
IPEAIIECTBEHHUKOB PaCCMOTPEHHI B paznene 2.1.

[Tocne Toro, kak MPOBENEH 3aBEpIIAIOIIMM HJTall CHUHTE3a — OOXMT,
MPUCTYNAIOT K aHAJIM3Y MOJYYEHHBIX MPOAYKTOB. J[j1s1 TOrO, 4TOOBI ONpPEIeNUTh UX
¢da3oBBIi  COCTaB, WCIONB3YETCS METOJ, OCHOBAaHHBIH Ha PEHTTCHOBCKOMN
mudpakiuun — pearrenodazopsiii aHanu3 (PDA), koTopbiit moapoOHO pacCMOTPEH
B pazjeine 2.4.2. Eciii nmojiydeHO YMCTOE BEIIECTBO, MPUCTYIAIOT K U3YYEHUIO €ro
cBoiictB. Ecnu panHble PDA mnoka3pBalOT HadWMuue NOpUMeEcEil, TO OO0XHTr
NOBTOPSIIOT, @ YCJIOBUS BHIOMPAIOT B 3aBUCUMOCTH OT (Da30BOro CocCTaBa
NOJIy4eHHBIX 0Opa3uoB. Hampumep, ecnu mosydeHHbI 0Opaselr] OpyTTo-cocTaBa
MgCr,04 niocie obxkura nipu 950°C comepxut cmecb MgO, MgCr,0O4 u Cr,0;,

OUYEBMJIHO, YTO pEaKUus NpoLula HE IMOJHOCTbIO, U OOXHUI TOro ke oOpasua
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clelyeT MOBTOPUTH JIMOO MpHU TOW Ke TeMIleparype, JIMO0 mpu 00Jee BBICOKOU.
Opnako, ecnu oOpaszernr Opyrro-coctaBa Mg oZngyCr,O4 mocne oOxura mpu
1200°C coupepxut mmuHenb U npumech Cr,Os;, BEeposSTHO, TeMIlepaTtypa o0xura
ObUla BbIOpaHa CIMIIKOM BBICOKOW M 4YacTh HaumbOojee jerydero okcuaa ZnO
ucnapwiack. Takoil oOpa3zel y»e He NPUroJIeH IS JalbHEHIINX HUCCIEIOBaHUH, a
CJIEIYIOIIYI0 TTOPIHIO "MPEeIIeCTBEHHUKA" CleyeT 00XKuraTh npu (CyImecTBEHHO)
0ojiee HU3KUX TeMIlepaTypax.

CxemMatnyHO mpouecc BbIOOpa MeETOJa CHUHTE3a M IPOBEICHHUSA

9KCIICPUMCHTA IIOKA3aHbl HA CXCMC Ha CTP. 23.

1.5. Bb16Op MeTO10B CHHTE3a M UCXOIHbIX BEIeCTB

YroObl MpaBUIIBHO BBHIOPATh METOJ CHHTE3a, HEOOXOAMMO O3HAKOMHUTHCS C
OCOOEHHOCTSIMM M BBITEKAIOUIMMU M3 HUX OrPAHUYEHUSIMU  CIIOCOOOB
MEXaHUYECKOM M XHUMHUYECKONM TOMOIeHHU3aluu. OTOT MaTepuana MoJIpoOHO
U3JIOXKEH B pazfenax 2.2 — 2.3 U TaM K€ JaHbl PEKOMEHJAIMU MO BBIOOPY
KOHKPETHBIX METOJIOB. XOTsI B 00IIIEM clTydae BIOOP METO/Ia CHHTE3a M MCXOHBIX
BEILIECTB B3aMMOCBSI3aHbl, B paMKaxX JaHHOTO IMPAaKTUKyMa IMOYTH BCE METOJbI
XMMHUYECKON TOMOT€HU3allMid OCHOBAHbBI HA UCIIOJIb30BAHUU CTPOTO ONPEACICHHBIX
(MMEIOIMXCSl B HAIMYMM) MCXOIHBIX BEIIECTB, BHIOOP KOTOPBIX HILTIOCTPUPYET
TpeboBaHus, CPOPMYIUPOBAHHBIE HIKE.

OcHoBHbIE TpeOOBaHMS K METOY CHHTE3a CBOJIATCS K CIEayIIEMY:

1. CoxpaneHue 3aJlaHHOTO COOTHOUIEHUS HOHOB MeTajla Ha BCEX
JTamnax CUHTE3a;

2. MuHMMaNThbHOE KOJIMYECTBO M MPOCTOTA aMMapaTypHOTO OPOPMIICHUS
BCEX CTaJUi CUHTE3a;

3. MunuManbHas TeMmreparypa MU JJIUTEIbHOCTh (DUHAIBHOW CTaguu
CHHTE3a — 00KHTa;

4. TlomyuyeHue LENEBOr0 COEAUHEHHUSI B XOPOIIO 3aKPUCTATUIM30BAHHOM

BUAC.
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B cBoro ouepenb, HCXOAHBIE BelleCTBA JIOJDKHBI COOTBETCTBOBATH
TpeOOBAHUSM:
1". JlocTynmTHOCTh MJIM TPOCTOTA CUHTE3;
2'. OTHOCUTEIHLHOE MOCTOSTHCTBO COCTABA;
3'. OTcyTcTBHE TPYIHOYJATUMBIX MOOOYHBIX MPOMYKTOB MPH CHUHTE3E

OCJICBOro OKCHUJIHOI'O MaTcpualia.

[Tosichum 5T TpeOOBaHUST HA MOJCJIHHOM IMPUMEpPE CHUHTE3a UINUHEIU
Mg,..Zn,Cr,O4. TIpOMBIIIJIEHHOCTh BBITYCKA€T JIOBOJIBHO IIUPOKUH CHEKTP
npenapaToB I[MHKA, MarHus u  xpoma. Haumbonee pacnpocTpaHEHHBIMU
npenapataMu xpoma sBisitoTcst ero okcua Cr,Os, xnopun CrCly-6H,O, nutpar
Cr(NOs3);-9H,0 u aBoitnoi cynbdat — xpomokanueBbie kBacibl KCr(SO,),-12H,0.
Hu oauH U3 HUX HE MPUTOACH IJisg cuHTe3a TpeOyemoi mmuHenu: okcua Cr,Os
dbopMaIbHO MOXKET HCMOJB30BaThbCsl B ''CcyxoMm" CHHTE3€, HO XHMHYECKH OYECHBb
WHEPTEH, U IS IPOBEACHHS CUHTE3a MoTpeldyeTcs TemrepaTypa Boime 1200°C. B
aTX ycnoBusx ZnO 3aMeTHO JeTyd, W Hapymaercs TpeboBanue 1. Ecmu
HarpeBaTh KPUCTAUIOTUIPATHI XJIOPHUIA U KBACIIOB, TO IPU MPOBEACHUN OCTAHYTCS
HEXXeJIaTeNbHbIE TPUMECH, KOTOphIE MPUBEAYT K OOpPa30BaHHUIO HEYIATUMBIX
NO0OOYHBIX MPOAYKTOB (THUAPOIHU3 XJIOpUJIA TPOUIET OTHIOAb HE MOJIHOCTHIO, a
KBAcCI[bl COJIepKaT HENeTyuYnid Kajuii), 1 Hapymaercs TpeboBanue 3'. JloctaTouHo
Jerko u 0e3 MOOOYHBIX MPOAYKTOB IPU HArPEBAHMM pasjlaracTcsi HUTPAT
Cr(NOs3);-9H,0O, HO mpu XpaHEHUH ASTOT KPUCTAIIOTUIPAT, B 3aBUCUMOCTH OT
YCJIOBUH, JIETKO BBIBETPUBAETCSI WJIU, HA0OOPOT, pacIUIbIBAaeTCA, T.€. HE 00Jiaaet
MOCTOSIHHBIM COCTaBOM — Hapylaercs TpeOoBaHue 2'. B kauecTBe HCXOAHBIX
BEILIECTB CJIEIyET UCIIOJIb30BaTh TaK HA3bIBAEMBIC 8€c06ble (popmbl — BEIIECTBA,
COXpaHSIOIIME MOCTOSIHHBIA COCTaB MIpPHU JJIUTEIbHOM XpaHEHUU. B mpoTuBHOM
clydae MPUXOJUTCA TMPOBOJUTH XUMHUYECKUN aHalu3 peareHTa (Hampumep,

PACTBOPATE HABCCKY KpUCTAJIIOrHAPAaTa HCOIIPCACIICHHOIO COCTaBa U OIIPCACIIATH
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KOHIICHTPAIIMI0O HMOHOB MeETajula THUTPOBAHHMEM) W C YYETOM €ro pe3yJbTaToOB
KOPPEKTUPOBATH COCTaB UCXOJIHON CMECH.

N3 moaxoasmmx NpPOJaXHBIX TMpernapaToB MarHus W IIMHKA BECOBOWM
dbopmoii siBisieTcss TobKO ZnO, HO BBOJUTH OKCHJ B PEAKIIUIO C COCIUHEHHUSIMU
JIPYTUX XMUMHUYECKHX KJIACCOB HelenaecooOpaszHo. Okcull MarHus Npu XpaHEHUU
MOTJIONIAeT M3 BO3MyXa KHUCJIOTHBIE TMPUMECH W Mapbl BoAbl. HutpaTel 3THX
METa/VIOB THUTPOCKOMUYHBI (T.€. COJIEpKaHME B HHUX BOABl IPEBBIMIACT
dbopMmylibHOE), a KpPUCTALIOTHAPATHl Cylb(aTOB, HAMPOTHUB, OYEHb JIETKO
BEIBETPUBAIOTCS (T.€. COAEpX AT BOJBI MEHBINE, YEeM CIEAYeT W3 XUMHUYECKOU
dbopmyibl). [TosTomy yaoOHble mjis pabOThl MUCXOIHBIE BEIIECTBA, O0JIAJArONINE
MIOCTOSTHCTBOM COCTaBa, HE COJIEp)KAIllMe HENETYyYHMX MNPUMECEH M JOCTaTOYHO
PEAKIIMOHOCTIOCOOHBIE, MPUXOUTCS CHHTE3UPOBATb.

Yacto B KayecTBE TaKUX BEIIECTB I€JI€CO00pPA3HO UCIOJIBb30BaTh JTBOMHBIC
cynb(darpl, KOTOpbIE CPaBHUTEIHLHO Maj0 pacTBOPUMBI B BOJE, JIETKO
KPUCTAIUIU3YIOTCS M3 OXJIQXKIEHHBIX PAaCTBOPOB M MPHOIU3UTEIHHO B TEUCHUE
Mecslla XPaHIATCS B 3aKPBITOM Tape, NMPAKTUYECKH HE HU3MEHsSS cocTaBa. B
HACTOSIIIEM TMPAKTUKyME HWCIOJIB3YIOTCS JIBOWHBIE CYIb()AaThl MHOT03apsTHBIX
KaTHOHOB M aMMOHUS (ITOCKOJIbKY OHH pasJiararorcsi 6e3 ocTaTka HexKellaTeIbHbIX
puUMeceil).

JIBoitHBIE Cyb(aThl TPEXBATCHTHBIX METAIJIOB HOCST Ha3BaHUS KBACIIOB, UX
obmas gopmyna RM(SO,),-12H,0, rae R — kpynHblii oxHo3apanHblii katnon (K,
Rb', Cs”, TI", NH,"), a M — oTHOCHTEIHO HEKPYIHBI Tpex3apsianblii non (Al*,
Ga*", Ti*Y, V¥, ', Mn®", Fe*', Co™, Rh3+). Kpucrainuueckass cTpykTypa
kBactoB (Puc. 8, a) comepxut oxrasapuueckue nonsl [R(H,0)]" u [M(H,0)]*",
KOTOPBIE BOIOPOHBIMI MOCTHKAMH CBSI3aHbI ¢ HOHAMH SO,

JIBoitHBIC Cynb(}AThl MBYXBaJICHTHBIX METAJJIOB HOCAT HAa3BAaHWE IICHUTOB H
xapakTepu3yroTcs obmeit popmynont R,A(SO,4),-6H,O (cTpykTypa mpuBeneHa Ha
Puc. 8, 6). B xauectBe R MOTryT BBICTyHaTh KaTHOHBI, TIEPEUNCICHHBIC BHIIIC, B

2+ N2 2+ M p 2+ 2 w2 24 o 2+
kauectBe A —uonsl Mg~ , V7, Cr", Mn” ', Fe*, Co”", Ni", Cu”, Zn"".
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2>

menuta (NHy),Mg(SO,),-6H,0 u kBacuioB NH,V(S0,),-12H,0?

MoxxHo 51 monayuuTh mmnuHens MgV,0, nmpokaniuBaHuEeM Ha BO3IyXe

OTtBer. HCT, IMIOCKOJIBKY COCOAMHCHUA TPCXBAJICHTHOTO BaHaIWA JICTKO
OKUCJIOTCA IIPpU HArp€BaHWM Ha BO3AYXC, HO PCAKIIHIO MOXHO IMPOBCCTU B TOKC

WHEPTHOTO Ta3a, HalpuMeEp, aproHa, ¢ HeOOJBIION MPUMECHIO BOJIOPOIA.

[Tonyuenne W TeX, W JPYrux JABOWHBIX CyJIb()aTOB MPOBOAUTCS COBMECTHOM
KPUCTAIIM3AIMEN U3 PacTBOPOB CYNb(ATOB COOTBETCTBYIOMIMX METAJIOB U (B HAIEM ClIydae)
cynbdara ammoHnus. Ilpumepsl pacueTta ¥ KOHKPETHBIX METOAMK MPUBEICHBI B CIEIYIOIIMX

paszzaenax.

Puc. 8. Kpucramimueckass cTpykrypa KBacuoB (Ha  mIpuMepe
KAI(SO4),-12H,0, a) u menuToB (Ha mnOpuMepe MHUHEpalla MUKPOMEpHUTa
KoMg(SO,),-6H,O, 6). Terpasapsr  SO,” TOKA3aHBl UYCPHBIM, OKTadIpbl
Mg(H,0)s"" n Al(H,0)s" — TemHo-cepsiM 1mBeroM; okrtasapsl K(H,O)s' B
CTPYKType KBacloB H BochbMHBepIIMHHMKA KOg B CTpyKType NHKpOMEpHUTa

ITOKa3aHbl CBCTJIO-CCPBIM LIBECTOM.
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B psge cioydaeB BBIBETpHMBAHHWE KPUCTALIOTHAPATOB CYJIb(ATOB COMPOBOKIACTCS
OKHCITUTEIHFHO-BOCCTAHOBUTENbHBIMU peakiusiMu. Hampumep, xenesunsiii kynopoc FeSO4-7H,0
[P XPAaHEHHH YaCTHYHO OKHCILIETCS IO OCHOBHOTO cyibdara Fe''; mpH pacTBOPEHHH TaKOro
mpenapara B Bojie oOpasyercs KenTelid pacTBop W obOunbHas MyTh Fe(OH)s. Yactuuno

PAa3JIOKUBLIMICS peakTHB PacTBOPAIOT Mo3ToMy B 20% cepHOM KHCI0Te U 100aBISIIOT U30BITOK

1T

o 1
METAJUIMYECKOTO Keje3a, KOTOpbld BoccTaHaBimBaeT Fe o mo Fe . PactBop oxnaxnaror u

cMmemuBaloT ¢ npumepHo 50%-M n30eITkOM HachimeHHoro mpu 50°C pactBopa (NH4),SO4. [Tpu
oxnaxzaeHun 1o 0°C BbmagaioT cBeTio-3eneHble Kpuctamibl menuTta (NHy),Fe(SO4),-6H0,

KOTOPBIA HOCUT TPUBHAJILHOE Ha3BaHMUE coiau Mopa. CuHTE3 €€ U3 METAJUIMUECKOI0 JKEe3a CM.

B [3].
1.6. PacueT cOCTAaBOB U HABECOK

B pamkax 3amady JaHHOTO MpPaKTHKymMa HEOO0XoauMO moiaydutb 5 — 10 r
KOHEYHOI0 BEIIECTBA. OJTOr0 KOJMYECTBA JOCTATOYHO JUISl IPOBEACHUS BCEX
HEOOXOJMMBIX aHaJU30B M u3MepeHuil. YacTb B3sTOM HABECKHM HEU30EKHO
noTepsieTcsl B MpOIlecCe CHUHTE3a IMPH BHINOJHEHUH omepanuil (GpuibTpoBaHus,
NepeTupaHns, aHanu3a M T.1. [lo3TOMy cienyer paccuMThIBaTh KOJUYECTBA
MCXOJIHBIX BEIEeCTB MPUOIU3UTEIHHO ¢ 20% U30BITKOM.

IIpn pacuere CcOCTaBOB CMeCE€d HCXOIHBIX BEIIECTB CIIEAYyET HAIUCaTh
cymmapHyto peakuuto. Hanpumep, Heooxogumo nonyuuth 2 T MgAlL Oy, ucxons
u3 (NHy),Mg(S0O,),-6H,0 u NH4AI(SOy),-12H,0. CymmapHas cxema peakiuu

IIpH IPOKAJIMBAHUKU CMECHU HAa BO3AYXC MMCCT BHUJ

(NH,),Mg(SO4),-6H,0 + 2 NH,AI(SO,),- 12H,0 —>
—> MgAlL,O, + 39 H,0T +2N,T + 6 SO, T

[Tockonbky HaBecka paccuuTbiBaeTcs ¢ 20%-HbIM U30BITKOM, Oepem 2 x 1.2
= 2.4 v MgAl,O4, uto coctaButr = 0.0169 monp (momsipHass macca MgAl,O,
coctaBisger 142.3 r/monb). CooTBeTCTBeHHO, HeoOXxoauMo B3iITh 0.0169 mosb

menuta (NHy),Mg(S0y4),:6H,0 u 2:0.0169 = 0.0338 wmosb KBacuos
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NH;AI(SO4),-12H,0. VYuuteiBas MoJsipHble Macchl KpucrtaiiorunapatoB (340.3
r/MOb Jyis eHuTa v 451 r/Moib J1sl KBACIIOB), MOJYYUM, YTO HEOOXOAMMO B3SITh
0.0169-142.3 = 2.405 1t (NH4)oMg(SO04),-6H,O u 0.0338-451 = 15311 r
NH;AI(SO,4),-12H,0.

3aMeTI/IM, 4TO IMMPUHOUIIHUAIBHO HC CYHCCTBCHHO, C IMMOMOMIBIO KaKHUX XWUMHYCCKUX
IpEBpalleHU M3 ATHUX KPUCTAUIOTHIAPATOB OyJeT MoJyuyeHa enaeMas InuHenb. Macca
HOJYYEHHOM IIIMHEIN U TpeOyeMble KOJIMYECTBA UCXOAHBIX KPUCTAJUIOTUAPATOB HE U3MEHATCH,
€CJIi BMECTO COBMECTHOI'O NPOKATUBaHMUA UX PACTBOPAT B ropsyeil Boxe, myTeM 100aBiIeHUsS
rupokapOOHaTa HaTPHUs OCAIAT CMECh OCHOBHBIX KapOOHATOB U MPOKAIAT MOJTYYCHHBIA 0CAJIOK.
Tem He MeHee, 71 KaKI0ro Mpoliecca clieAyeT HanucaTh ypaBHEHUE peakiuu. Bo-nepBbix, ams
MHOT'OCTaIUIHBIX TPOLECCOB XKENATeIbHO OLICHUTh BBIXOJ Ha KaXKJOW CTaJuH, BO-BTOPBIX,
HEOOXOIMMO 3HaTh XapakTep NOOOYHBIX MpoaykToB. Hampumep, ecium npezamnonaraercs
IMPOKAJIMBATh CMCCh HUTPATOB, TO B MPOLCCCC PCAKIUU BBIACIUTCA 3HAUUTCIILHOC KOJIHNYCCTBO
arpeccuBHoro oxucautenst — NO,. Takoll mpouecc Henb3si NPOBOAWUTH, HAaIPUMEp, B MEUU C
OTKPBITBIMU HAarpeBaTesIMH M3 METAJUIMYECKOM CHUpAIM, KOTOpasl MOCTENEHHO pa3pyLIUTCs B

OKHCIIUTEIBHOM aTMochepe.
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I'naBa 2. BoinmosiHeHHne 3a1a4n

2.1. Texnuka Ge3onacHOCTH pHU padoTe B JadopaTopumn

2.1.1. PaboTa ¢ ra30BbIMH IrOpPeJKAMHU U CTEKJIOM

Padora ¢ razoBbiMu ropejkamu. Bce paboThl ¢ ra3oBbIMH TOpEIKaMH
MPOBOJISITCS BAAJIUA OT TOPIOYMX JKUAKOCTEH M MPUOOPOB, HA BBIXOJIE U3 KOTOPHIX
BBIJICJISIOTCS] TOPIOYKE Ta3bl (HapuMep, BOJIOPOI).

Paboma c ecazosvimu copenxkamu Texno. YOenUTeCh, 4TO Topeiika HAIAEHKHO
IIPUCOEAMHEHA IIJIAHTOM K ra30BOMY KpaHy Ha cTovike. OTKpOMTE ra3oBbId KpaH
Ha CTOWKEe. 3aXTMT€ CHOUYKY, MOJHECUTE K TOpEJIKE M, OTKpPbhIBAs BUHTOM Ha
ropesike Mojayy rasa, MoJ0oXrure ra3. Bo3aMoHO, 4TO mojaya rasa Ha TrOpEiKe
OTKpBITA, TOT/IA MOKUTAUTE T'a3 HA TOPEJIKE IMOCJIE€ OTKPBIBAHUS Ia30BOTO KpaHa
Ha cToiike. [1maMs momkHO OBITH cMHEBaTO-(pHoeTOBRIM. Eciin mirams konrsiee,
TO €ro PeryJupyroT nojadei Bo3ayxa (AucK Ha ropenke). [Ipu nmpockoke miameHu
rOpEJKH K €€ OCHOBAaHMIO, a TAaK)K€ IPHU OTPHIBE IJIAMEHU HEMEJJIEHHO 3aKpOMTe
ra3oBbIi KpaH HA CTOWKE U COOOIIUTE COTPYIHUKY MpakTukyma. Cieaure 3a TeMm,
yTOOBI NUTAHTY HE ObLIM MEPEKPYUEHBI U TIEPEXKATHI IOCTOPOHHUMU MPEIMETAMH.

CryneHTam KaTerOpHYECKH 3alpeliaeTcs OCTaBIATh 03 Haa30pa ropsiiue
ra3oBbI€ FOPEJIKM HA CBOUX JJaOOPATOPHBIX CTOIAX.

Paboma c 6030ywno-memanosotl eopenxou. OTKPBHITh KpaHBI “BO3MyX~ U
”ra3” Ha CTOMKE NpPH 3aKpbITBIX KpaHax Ha caMoi ropenke. He3HaunrtenbHO
OTKpPBITh KpaH ~Ta3” Ha ropeske, nokeub miamMsa. OTKpbIBAHUEM KpaHa “BO3AYX
Ha TOPEJIKE PEeTyIHPYETCs SIPKOCTh miaMmeHu. OcTaHOBKa paOOThI: 3aKPHITh KPAHbI
Ha TOpEeJIKe — CHavaja “Bo3AyX’, a MOTOM “Ta3”. 3aTeM 3aKpbITh YK€ KpaHbl HA
CTOMKE.

Pabdora co crexgoM. OmnjaBjeHHE CTEKJIIIHHOM NaJIOUYKH, H3TOTOBJICHHUE

CTCKIIIHHBIX  KallWJIAPOB  IIPOBOJATCSA  HaA BOSI[YHJHO-MCTaHOBOﬁ T'OpeClIKE,
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crubaHne CTEKIITHHBIX TPYOOUYEK OCYIECTBISETCS HAa OOBIYHON Topenke Texito ¢
MCIIOJIb30BaHUEM HACAJIKU “TACTOYKHUH XBOCT .

Peska mouxux (Ouamempom menee 8 mm) mpybouex u narouex. Haoesavime
ouku! HamunbHUKOM crenaiiTe Haanui mo Bcemy nepumetrpy. O6epHyB TpyOOUuKy
(MasovKy) MoJIOTEHLIEM B 00€ CTOPOHBI OT HAJAMMUJIA JETKUM HaTSATHUBAaHUEM B 00€
CTOPOHBI TPOU3BEAUTE PA3PHIB TPYOOUKH (MTaJOUKHK) HA JBE YACTH.

Cbopka Odemaneti npubopos uz cmexia. Bo n3dexanne mope3oB pyK Mpu
COCAMHEHUU CTEKJISIHHBIX JeTajell PE3UMHOBBIMU TPyOKaMu cleayeT OOEepHYTb
COCAMHSIEMbIC CTEKJISTHHBIC YACTHU MOJIOTCHIIEM.

[Ipu BreBaHMM CTEKISHHOM TPYOKH (WJIM KOHIIAa BOPOHKH) B OTBEPCTHE
PE3MHOBOM NPOOKHU HAJ0 B3ATHCA 32 TPYOKY OJIHOM PYKOM Kak MOXHO OJIMKE K
KOHIly TPYOKM W TIJIJaBHBIM BpAIllEHHEM BBOJUTH TPYOKY B OTBEpPCTHE MPOOKHU.
Pexomenayercss 0OMOTaTh MOJIOTEHIIEM APYTYIO PYKY, KOTOpas JEPKUT MPOOKY.

Coopka npudopoB u padore ¢ Humu. CTyJeHT HauyuMHaeT pabOTaTh C
npruOOPOM TOJIKO TOCJIE MPOBEPKH MPABUILHOCTH COOPKH MpErojaBaTeIeM U C
ero paspeuienus. Heobxooumo nomHums, umo 1000t npubop, 6 KOMopom
NPOBOOUMCSl HA2pe8aHue 8eecms C 8blICOKUM O0agieHueM napa uiu npoeooumcs
cunmes 8 moke 2asd, 0083aH UMemb 8bIX00 HA ammocep) .

®uastpoBanue. Ilpu ¢unpTpoBaHMM Ha BopoHKe broxHepa (moa
YMEHBIIICHHBIM JIaBJICHUEM Ha BOJOCTPYWHOM HACOCE) CTYJIEHT OO0sS3aTeIbHO

HaaCBacT 3alllUTHBIC OYKH.

2.1.2. MepsblI IpeA0CTOPOKHOCTH NIPU padoTe

1. Bce onbIThI C TOKCUYHBIMU, JIETYYUMH BEIIECTBAMU MPOU3BOJAUTH TOJIBKO
O/ TATOM.
2. OmpITBI ¢ TOPIOYHMMHM BEIIECTBAMH HEOOXOJIUMO IMPOBOJUTH BIAIUA OT

OT'H.
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3. Ilpu HarpeBanuu pacTBOPOB B MPOOUPKE CIIEIYET AEP>KATh €€ TaK, YTOOBI
OTBEpCTHE OBLIO HAIIPABJIIEHO B CTOPOHY OT pa0OTAIOLIUX COCENEH.

4. He HakJIOHATH JMIIO HAJ HArpeBa€MOM >KHUJIKOCTbIO WMJIM CIEKaeMbIMU
BEILECTBAMH.

5. Ilpu onpeneneHun 3amaxa ciaeayer JISTKAM ABUKECHUEM PYKU HAIPaBUTh
CTPYIO BO3/yXa K c€0€ U OCTOPOKHO BIOXHYTb.

6. I[Ipu pabGoTre ¢ TakUMU OCYHIMTENSIMH, KakK TeHTaokcua ¢ocdopa,
TBepAas WIeNoYb, O0sA3aTENIbHO HaJeBaiTe OYKW. bparh 1menoys,
neHTaokcu (ocdopa paspemaeTcss TONBKO IIMATENeM, HPH  3TOM
HEOOXOMMO HaJENb 3alIUTHbIE JIATEKCHBIE IEPYATKH.

7. Ilpu pa30aBieHUM KOHLEHTPUPOBAHHOW CEPHOM KHUCIOTHI, a TaKkKe
APYTUX KUCIIOT, HEOOXOIMMO BJIMBATh KUCIIOTY B BOJY.

8. 3ampemaercst paboTaTh C BEIIECTBAMU 0€3 ITUKETOK.

9. Kareropuuecku 3anpeniacTcsi IpUHUMAaTh ULy B IPAKTUKyME.

10.Kaxxapiii paboTaeT TOJIBKO Ha CBOEM MECTE M 3aHHMAETCsl TOJIBKO CBOUM

JACIIOM.

2.1.3. Oka3anue nepBoi MNOMOLIH

[Ipy nomamaHuM Ha KOXY pPyK M JIMIA KOHIIEHTPUPOBAHHBIX KHUCIIOT
(cepHOIi, a30THOM U T.J.) CIEAYyET HEMEAJICHHO MIPOMBITH 000KEHHOE MECTO
CWJIBHOM CTpyeH BOJBI B TeueHue 3-5 MuHyT, 3aTeM o0paboTaTth ero 2-3%-
HBIM pacTBOpPOM OuKapOOHaTa HaTpHsi, IIOCJIE€ YEero MpOTEpPeTh WU
HAJIO)KUTh TOBSI3KY M3 BaThl, CMOYEHHON CHUPTOBBIM PACTBOPOM TaHHUHA
wi 3%-M pacTBOpOM MepMaHTaHaTa Kanus. [Ipu cUIbHBIX OKOrax mocie
OKa3aHWs TEPBOM MOMOIIM HEMEIJEHHO HaMNpaBUTh IMOCTPAJABIIETO K
Bpauy. Ilpu momamaHuu pacTBOPOB KHUCIOT Ha OJEKIY JIydlle
HEWTpaau3oBaTh UX pactBopamu ammuaka (5—10%).

[Tpu oxore KOXHU pacTBOpaMu Ieoueld He0OXOANUMO TIIATEIILHO TTPOMBITh

000KEHHBI YYaCTOK KOXHU CHUJIBHOM CTpyeil BOJBI 10 TEX MOp, NOKa KOXkKa
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HE MEpeCcTaHeT ObIThb CKOJB3KOM Ha OlIyMb, MOCJIE YEero MpOTePeTh WU
HAJIOXUTh MOBSI3KY M3 CIHPTOBOTO pacTBOpa TaHWHA uiu 3%-ro pactBopa
nepMaHranata kanus. [Ipu CWJIBHBIX OKOrax IIOCJIe€ OKa3aHWsl MEPBOM
MOMOII 00PATUTHCS HEMEIJICHHO K Bpady.

3. Ilpu nmomaganum OphI3r PAcTBOPOB B IJ1a3a HEMEIJIEHHO IPOMBITH TJia3
OOJBIIMM KOJMYECTBOM BOJIBI KOMHATHOW TEMIIEpaTyphl, B CiIydae, €Ciu
pacTBOp ObLI MICTIOYHBIM, TO HEOOXOIUMO MPOMBITH TJ1a3 3%-HBIM BOJTHBIM
pacTBOpoM OOPHOM KHCJIOTHI, & €CIIM PacTBOP ObLT KUCIBIM — 3%-HbIM
BOJHBIM PacTBOPOM THIpokapOoHaTa HaTpws. [Ipy CHIIBHBIX 0XKOTax TOCIe
OKa3aHMsI ePBOM MOMOIIK 00PAaTUTHCA HEMEIJIEHHO K Bpauy.

4. Tlpy TEpMHUYECKOM OXOre KOXH HEOOXOAUMO HAIOKHUTh IOBS3KY,
MPOIMUTAHHYIO CIIUPTOBBIM PACTBOPOM TAaHHHA, a 3aTEM MOBS3KY C Ma3biO OT
03K0roB. MO>XHO TOJIb30BaThCSl MOBS3KOM C CUHTOMHUIIMHOBON 3MYJIbCUEH,
CpencTBaMHU "Cnacarens", "[TanTenomn”, "Bunniun" (6amp3am
[ITocTakoBCKOTO).

5. Ilpy momajmaHuu Ha KOXY I€pMaHraHatra Kajaus HEOOXOJUMO TPOMBITh
MOPaXEHHOE MECTO CHJIBHOW CTpyed BOJbI, a 3aTeM NPOTEpPETh BAaTHBIM
TaMIIOHOM, CMOYEHHBIM 3%-HBIM pPACTBOPOM TEpPOKCHIIA BOJOpPOAA U

[I[aBEJIE€BON KUCIOTEHI.

2.2. MeToabl OYHCTKH M CHHTE3a HCXOJAHBIX BelIeCTB

2.2.1. Ilepexkpucrajiusanus

HeperI/ICTaJIJII/ISaHI/IH IMPUMCHSACTCA B IBYX OCHOBHBIX ClIydasiX. BO-HCpBLIX,

MHOTHC KPUCTAJUIOTUJAPATHI IIPpU AJMUTCIBbHOM XPAaHCHHUHW BBIBCTPUBAKOTCA (I/IJII/I,

HA00OpOT, paCIUIBIBAIOTCA), HW WX TOYHBIA cocTaB HeusBecTeH. llpu

NepeKpUCTAIM3allMd W3 pacTBOpa  BBIJACISIOTCS  KPUCTAJUIOTHAPATHI
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CTCXUOMETPHUICCKOTO COCTaBa. BO—BTOpBIX, MNCPCKPUCTAIIIN3AINN TTOABCPIrar0T

Ipcraparbl, COACPKAIIUC ITIPUMCCH.

Crnenyer uMeTh B BUAY, YTO HEKOTOpPbIE KPUCTAIOTHAPATHI BBIIEIUTh TAKUM CIIOCOOOM
BEChbMa 3aTPyIHUTEIHHO. BO-TIEPBBIX, 3TO OTHOCUTCS K KPUCTAJUIOTHApATaM, TUIABSIIIMCS 0e3
pa3noxeHus (370 HaOyogaeTcs Uil OYeHb XOPOILIO PacTBOPUMBIX B BOJIE COJIEH, Halpumep,
Na,S,03). Ecniu ynmapuBath 10cTaTOYHO KOHLIEHTPUPOBAHHBIN pacTBOP IPU TEMIIEpaType BhILIE,
4YyeM TOYKa IUIABJICHUS KPHUCTAUIOTHIpaTa, MOXKHO '"IPOCKOYMTH' COCTaB pacTBoOpa,
COOTBETCTBYIOIIMN KPUCTAIJIOTUAPATY, U TNPU OXJAKICHUM BBINAAET CMECh KPHUCTAJUIOB C
pa3HbIM  UYMCIIOM THMIAPAaTHOW BOAbl. BO-BTOpBIX, TpPYOHO BBLAECIUTH U  COXPAHUTh
CTEeXHOMETPUYECKHE KPUCTAJUIOTUAPAThI, paciuiblBarolecs Ha Bo3ayxe. K TakuM oTHocsATCs

HCKOTOPBIC HUTPATHI, d TAKKC KPUCTAJUIOTUAPATHI TAJIOTCHUAOB KAJIbIUA U JINTUS.

Ilepen paccMoTpeHHEM IpOLECCa NMEPEKPUCTATUIM3ALMMN BBEIEM HECKOJIBKO
noustul. Hacevlugennvim TIpU JaHHOM TEMIEpAType SABIAETCS PacTBOpP,
HaXOJSILIMICSA B PAaBHOBECUHU C TBEPJOH COJIBIO, & TaKXKe€ JIFOOOW pacTBOpP TaKOU
KoHIleHTpaluu. JlobaBineHue K HEMy TBEPAOW COJIM HE BBHI3OBET €€ PACTBOPEHUS.
Henacviugennoim  SBIAETCS  pAacTBOpP C  KOHLEHTpAaUMEW MEHBUIEH, YeM
KOHIICHTpAIUsl HAaCBIIEHHOTo pacTBopa. Eciu k HeMy 106aBUThH TBEPYIO COJIb, 11O
KpallHEel Mepe 4YacTb €€ pacTBOpUTCA. HakoHel, KOCBEHHBIM IIyT€M MOKHO
HOJIYYUTh PAacTBOPBI, B KOTOPBIX KOHLEHTPALUsl PACTBOPEHHOI'O BEILIECTBA BBILIE,
4yeM B HACBIIIEHHOM pacTBope. Takoll pacTBOp Ha3bIBAECTCS HepPeCcbluieHHbIM.
[Tono6HOE cocTosiHuEe HEYCTOMYNBO. Eciii K MepechIllieHHOMY pacTBOPY 100aBUTh
OyKBaJIbHO OJIMH-/IBa KPHUCTAJUIMKA PACTBOPEHHOI'O BEIIECTBA, MeJbYallIne
KYCOYKH CT€KJa U T.I., OHU CHIFPAIOT POJIb HEHTPOB KPUCTALIN3AUMN U HAYHETCS
MHTECHCUBHOE BBINAJCHUE KPUCTAUIOB M3 pacTBoOpa — OO TeX I0p, IIOKa
KOHLIEHTpalUsl €r0 HE CTaHET PaBHOW KOHLIEHTPALMU HACBIIIEHHOI'O PacTBOpA.
(Muorpa nnst cHATHA NMEPECHIILIEHUs TOCTATOYHO BCTPSIXHYTh CTAKaH C PaCTBOPOM.)
Oudenp Jerko 00pa3yeT MepechIICHHbIE PACTBOPHI THOCYIb(AT HATPHsI, HECKOIBKO
Xy)ke — cyinbdar meau, dochar MarHusS-aMMOHHUS, XJOPUJ U OPOMHJ CBHUHIIA,

HCKOTOPBIC KBACHEI.
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[IpuHUMN NEpPEKPUCTATUIM3AIMNA COCTOUT B IMOJYYEHUH HACBIIIEHHOTO IPHU
BBICOKOW TEeMIlepaType pacTBopa JaHHOro BemectBa. (€ MNOHMKEHUEM
TEMIIEPATYPbl PACTBOPUMOCTH OOJIBIIIMHCTBA BEIIECTB YMEHbIIIACTCS, TOATOMY MPHU
OXJIQXKJIEHUH TOPSYEro HACBIIMIEHHOTO pacTBOpa 4acTh BelllecTBa (HEPEAKO OYEHb
Oonbiras) OyAeT BBIIETATHCA M3 PAcTBOpa B BHUJAE, KaK MPaBHIIO, XOPOIIO
0hOpMIICHHBIX KpUCTAJUIOB. Eciu pacTBOp OXJIaxkJIaTb MEJJIEHHO, BBIMAJAOT
KPYIHBIE KPUCTAIUIBI, €CITH OBICTPO — MEJIKHE.

Pacmeopumocmovro (MHOTJa — MAaKCUMaJIbHOM pacTBOPUMOCTHIO) BELIECTBA
IIPU JAHHOW TEMIIEpPAType B JAHHOM PACTBOPHUTENE HA3bIBAIOT KOHLEHTPALUIO
HaCBIIIEHHOTO pacTBopa. Kak mpaBuio, ee BbIpakaloT B IpaMmax O€3BOJIHOTO
BemectBa Ha 100 r wmmum 100 M pactBoputens (Iyisi BOABI 3TH BEJIMYUHBI
coBnaaaroT). BeTpeuaeTcs u apyroit crnoco0 BhIpaKEHUS PACTBOPUMOCTH — B T Ha
100 t pactBopa. Iloosmomy npu pabome co cnpagouHoOU IUMepamypotl ciedyem
obpamums GHUMAHUE HA MO, KAKUM CNOCOOOM BblpAdNCEHA PACEOPUMOCb. DTH
CrOCOOBI  BBIPAKEHMSI CBSI3aHBI C TEM, YTO MHOTHE KPHUCTAIOTUIPATHI
pasyiaraloTcsi Mpu TeMmrepaTypax 3amMeTHO O0oJiee HHM3KUX, 4eM TemIepaTypa
KUIEHUS BOAbI WJIM HACBIIIEHHOTO pacTBopa. C Apyroil CTOpOHBI, KOHIIEHTpAIUs
HACBIIIEHHOT'O PACTBOPa MOXKET ObITh 3aMETHO BBIILIE COOTHOLIECHUSI PACTBOPEHHOE
BEILIECTBO — pacTBOpuTeab B Kkpuctamioruapare. (Hampumep, pactBop,
IIOJIyYEHHBIN P IUIABICHUH KpucTtamioruapara Na,S,0;5-5H,0, Mo)xHO ynaputh
npu 100°C mo kpaiiHeld mepe BABOE 10 TOrO, Kak OyAeT MPEBBIIIEH Mpeaes
pPacTBOPUMOCTH W HAYHETCS KpucTayumu3aius 0e38oaHoro Na,S,0;.) [Tostomy npu
pacdyeTe HaBECOK KPUCTAUIOTHAPATOB W 00beMa BOABI I TOJYyYCHHUS
HACBIILIEHHBIX PACTBOPOB CIEAYET MOMHUTH, UTO YaCTh BOJIbl BHOCUTCA B CUCTEMY
BMECTE C KPUCTAJLUIOTUIPATOM.

Jist oOnerueHus pacuera I0JE€3HO BBIPA3UTh PACTBOPUMOCTh B BHUJE
MOJIBHOTO COOTHOILIECHHUSI MEXIY PacTBOPEHHBIM BEIIECTBOM U PACTBOPHUTEIIEM.
[Tycts HEOOXOMMMO mTONYy4nTh HachkimeHHbd mpu 100°C pactBop cynbdara
amomuans  Al(SOy);-18H,O.  PaccunmraeM, CKONBKO HEOOXOAUMO  B3STh

kpuctamioruapara, ucxoas w3 100 mun (uro sxBuBasieHTHO 100 T) BOABL



35
PactBopumocTs 6e3BogHOTO BemiecTBa coctasiser 47.1 /100 T pacmeopa. D10
3Ha4MT, 4To HA 100 r — 47.1 v = 52.9 1 (2.94 Mmonb) Boawl npuxoautcs 47.1 T =
0.138 moub 6e3600H020 cynabdara anroMUHUS (MOJIsIpHAsE Macca BOJbI — 18 r/MOJIb,
cynbara amomuHus — 342 r1/Monb). COOTBETCTBEHHO, Il HACBIIEHHOTO

pacTBopa

n/N=0.138/2.94 = 0.047 (npu 100°C),

r7ie 7 — KOJUYECTBO MOJIEH PaCTBOPEHHOI'O BEIIeCTBa (B HAIlEM Ciiydyae cyJibdara
ATIOMUHMS ), N — KOJTUYECTBO MOJIEH pacTBOPUTES (B HAIIIEM ClTydae BObI).
Paccuntaem Temepp, ckoiabko Mok Kpuctamtoruapata Al (SOy);-18H,0
HE00X0MMO B3Th. IIyCcTh 3Ta BeIMUMHA paBHA A, TOT/IA KOJUYECTBO MOJb BOJbI,
o ycCJIOBHIO 3adayu, coctaBuT 5.56 + 18:n (100 r Bombl = 5.56 monb, a

KpUCTAIIOTHAPAT cOAepKUT BoAy!). COOTBETCTBEHHO,

——F—F =0.047,
5.56+18-n

oTkyza n = 1.695 monb, uro cooTBeTcTBYET 1129 1 Aly(SO4)5-18H,0 (MonsipHas
Macca KpucTtamuioruapara — 666 r/Mob).

PaccuntaeM Tenepb, Kakoe KOJIMYECTBO KPUCTAILIOTHIpAaTa BBINAJIET IPH
OXJIQXKIEHUH MOJy4eHHOro pactBopa 10 20°C (pactBopumocTb 26.6 1). Beipaxkaem

pacTBOPUMOCTDL B MOJIbHBIX OTHOIICHUAX:!

n/N = (26.6:342)/(100 — 26.6):18 = 0.0191 (ripu 20°C).

CocraBnsiem nponopuuto. Haceimennsii npu 100°C pacTtBOp comepx ut
1.695 monb cynbdara amomunaus U 1.695-18 + 5.56 = 36.07 mons Boawl. Ecnu
BBIMAJIET B OCAJ0K X MOJIb KPUCTAJLIOTUApATa, TO B pacTBope ocraHercs 1.695 — x

MOJIb pacTBOpeHHOro BemectBa U 10.04 — 18-x Mo BOJIBI, T.€.
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169&:001913
36.07-18-x
orkyna x = 1.535 Momp W B 0OcCaloK BhIMageT mnpuodbauszurenbHo 1022 r

Aly(SOy)5-18H,0. Ipu stom B pactBope octanercst 0.160 monb (9.4%) cynsdara
AIOMHUHUS. DTO meopemuuecKuil nPoyeHn nomepy NPu nepeKpPuUcmaiiu3ayuu.
[IpakTryecKku OH OKa3bIBAETCS €III€ BbIIIEC — YaCTh BeleCTBa OyAET MOTepsHA MpHU
MEPEHECEHNH BEIIECTBA U3 OJHOM MOCYAbl B APYryI0, MpoMbiBanuu u T.11. [lotepu
MOHO YMEHBIIUTh, OXJIAXJas pPACTBOP HE JI0 KOMHATHOM TemIepaTypshl, a,
HarpuMmep, 10 0°C. D10 1OCTUTraeTcss HPUMEHEHUEM CIIEIUATbHBIX OXJIAXIAIOIINX
cMeceil. Hanmpumep, npu cMEIIEHUU Jib/la U MOBAaPEHHOM COJM MOKHO IOJIyYUTh
paccois ¢ temneparypoit —5... —10°C, a npu UCNONB30BAHUM POJAHUAA AMMOHMUS
—15°C u wHmwxke. CymecTBYIOT U CHEIUAIbHBIC OXJIAXKIAIOIME CMECU C
UCIIOJIb30BAaHUEM HEBOAHBIX pacTBopuTenel, Hampumep, TBepAbid CO, ("cyxoi
aen") — aneron (Hmwxke —40°C). Ecau oxnaauTh pacTBOp, B KOTOPOM IMPOBOJUTCS
nepeKpucTaIlin3alus, cHayajla 10 KOMHAaTHOU TeMIlepaTyphl, a 3aTeM MOCTAaBUTh B
OXJIAXKJAIOIILYI0 CMECh (nouemy He cpa3y?), U3 HEro BBIACIUTCS AOMOJHUTEIBHOE
KOJIMYECTBO KPUCTAILIOB PACTBOPEHHOI'O BEUIECTBA.

[lepekpuctamiuzanuss B  TakOM  BapuaHTe  HEOPUMEHUMA,  €CIU
pacTBOPUMOCTb BEIIECTBA MOYTH HE MEHAETCS WM YMEHBIIAETCS C POCTOM
Temrieparypol. B 3ToM ciydyae pacTBOpP, OUMILEHHBIM OT MEXAHUYECKUX IIPUMECEN,

yHapHuBarOT Ha BOASHON OaHe B CUJIbHOM TOKE BO3yXa.

Ecnu BemectBo jerko  o0Opa3yeT IEpecHIIEHHbIE  PacTBOPbI, IOTEpU  MpPH
NEPEKPUCTAUIN3AIUA MOTYT MHOTOKPATHO TMPEBBICUTh TEOPETHUYECKHE WM BBHINAJICHUE
KPHUCTAJIOB BOOOIIE He OyJeT HabMoaaThesl B TEUCHHE JUIMTeNbHOro BpeMenu. HeycroitunBoe
TEPMOJUHAMHYECKH, HO YCTOMYMBOE KHUHETUYECKH (HA3bIBAEMOE MEmAacmaduibHbIM)
COCTOSIHME TIE€PECHIIIEHHOIO0 pPacTBOpa MOKHO 'pa3pyliuTh', BBOAS B PACTBOpP pa3IUYHBIC
HEHTPbI KpUCTAJUIM3auu. B kadecTBe "3aTpaBOK" MOXKHO UCHOJIB30BaTh MEJKHE (KENaTeIbHO

pacTepPTLIC B HOpOH_IOK) KpUCTAJUIbl Yucmoco paCTBOPECHHOTO BCHICCTBA. Ecau nx HET, OOBIYHO
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KPUCTAJIM3ALUIO0 YCKOPSAIOT, OCTOPOKHO MOTHpasi CTEKISIHHOM IMajJO4YKOM MO CTEHKaM U JHY
crakaHa. OOpasyromuecss IpU 3TOM MeJbyallliie KyCOUKM CTEKJIa M IIepOXOBaTOCTH Ha
IIOBEPXHOCTH CTaKaHa CTAHOBSTCS LEHTPAMU KPUCTAUIM3alMU. ODTOT METOA OCOOEHHO
IPOAYKTHBEH IPU BBIJECJIECHUU W3 PACTBOPOB TPYAHO KPUCTAJUIM3YIOIIMUXCS OPraHUYECKHX
BEIIECTB, a Takke (ocdara MarHust — aMMOHHMS, XJIOPHJIA CBUHIIA H T.JI.

WNHorpa nepecellieHne ynaeTcs CHAThb, 100aBisisl K BOJHOMY PacTBOPY OpPraHUYECKHUH
pacTBOpuTeNb (HapUMep, CIUPT), KOTOPBIH XOPOLIO CMEUIMBAETCS ¢ BOJIOW, HO HE pPacTBOpPSET
COJIb, HaXOJSAIIYIOCS B BOJAHOM pacTBOpE. DTOT MPOLECC MHOIZIA HA3bIBAIOT GbICATUBAHUEM.
Yamie BbIcaTMBaHUEM Ha3bIBAIOT OOpaTHBIM TMPOIIECC: CMECh [IBYX JKHUIKOCTEH, XOPOIIO
pacTBOPUMBIX JApPYr B Jpyre, paccilauBaeTcs MNpU J00aBIE€HUM TBEPAOH COJM, XOPOILIO
pacTBOPUMONM B OJHOW M HEpPACTBOPUMOM B Jpyroil. Hampumep, BOIHBIN pacTBOp 3TaHONa
paccnauBaeTcsi Mpu J100aBJICHUU OOJIBIIOrO KOJMYECTBA XJIOpUIA HATpUs, a CMECh BOABI H

afeToHa paccianuBacTCd Mpu IIO63.BJI€HI/II/I TBCPAOro XJIOpHuaa KaJlbLus.

2>

QTFOMUHMS, €CITM UCXOHBIN pacTBop ObuT oxJaxaeH 1o 0°C (pactBopumocTts 23.8
r/ 100 r p-a).
Otser. 7.7%.

PaccuuTaiiTe nNpoOUEHT NOTeph MPU NEPEKPUCTALIM3ALUUA CyibdaTa

Ecnm  nepekpuctajumMsanuio  NPOBOAAT  TOJBKO Ui IOJYy4EHUSA
CTEXMOMETPUYECKOTO  KPHUCTALUIOTHApPATa WM  BEIIECTBO  OYMINAKOT  OT
HEPACTBOPUMBIX NPHMECEH, OCTaBIIMICS pPACTBOP (HA3BIBAEMBIA MAMOYHBIM
pacmeopom) HE COAEPKUT HHUKAKUX JPYTUX PAaCTBOPEHHBIX BEILIECTB, M €ro
yHnapuBaHUEM MOKHO CYIIECTBEHHO (/10 2% M MEHbIIIE€) YMEHbIIUTh oTepu. Yaiie
NEPEKPUCTALIN3ALUIO TPUMEHSAIOT JUIsI OYHUCTKM BEIIECTB OT PAaCTBOPUMBIX
npuMecerd. Eciu Takod npuMecu HEMHOIO, TO IPU OXJIAKICHUU €€ Ipenell
pPacTBOPUMOCTH HE JOCTUIAETCs, U OHA LEIUKOM OCTAeTCA B MATOYHOM PACTBODPE,

KOTOprﬁ IMOCJIC IICPCKPUCTAININ3AINHN ITPUXOAUTCA OT6paCBIBaTb.
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Takum oO0Opa3oM 3aBEJOMO HE YJAeTCsi OCBOOOIUTHCA OT TMPUMECH, KOTOpas
KPUCTAJUTH3YETCs TaK K€, Kak U OCHOBHOE BeriecTBo. Hampumep, kBaciiel NH4AI(SO4),-12H,0,
NH4Fe(S04),-12H,0 u NH4Cr(SO4),-12H,0 0o6mamaroT CXOMHON pacTBOPUMOCTBIO U JIETKO
00pa3yroT cMemaHHbIe KPUCTAIUTBL. [Ipu OXJIaXXACHWH PAacTBOpA, COIEPIKAIIETO B OCHOBHOM
NH4AI(SO4); u Hemaoro NH4Cr(SOy),, BITanarommue KpUCTAIIBI KBACIIOB OyAyT 3aXBaThIBATh
3 pactBopa 1 Cr’ (4TO JIErKO 3aMETHTH IO UX CEPOil OKPACKE; YHCTBIC aITFOMOAMMOHMITHBIC
kBacubl OecuBeTHBI). COOTHOIIEHUSI KOJMYECTB XpOMa M allOMUHHUS B PAacTBOpPE M OCaJIKe
OTIIMYAIOTCSI W CBSI3aHBI JIOBOJBHO CIIOKHOW 3aBUCUMOCTBIO. O4YEBHIHO, YTO OHU OyAyT

MCHSATBHCA U HEMMOCPEACTBCHHO B IIPOLCCCE BRINMAACHUA KPUCTALIIOB.

Ha npaktuke 0OBIYHO CTOUT 3a/1aya MOJy4eHHS OTPEIEICHHOTO KOJIMYeCTBa
MEPEKPUCTALTN30BAHHOTO TIpernapara. PacdeTbl MOXHO TIPOBECTH pPa3TMYHBIMHU
croco0amMu, HO TIPOIIE BCETO PacCUMTATh TMOTEPU MPU MEPEKPUCTALIU3AINNH, a
3aTeM HeoOXOJMMOE€ KOJMYECTBO HMCXOJHOTO Ipemnapara u pactBopurens. Kak
YKa3bIBaJIOCh paHee, pacyeThl mpoBoasaTcsa ¢ 20%-HbiM u30bITKOM. IlycTh
HeoOxoauMo Tonyduth 20 T YHCTOrO MEPEKPUCTAIUIM30BAHHOTO CyibdaTa
amtomunus. [Torepu nipu nepexpucramimzanuu ot 100°C go 0°C cocrasst 36.1%,
T.¢ HeoOxoaumo B3ITh 20 T : (100 — 36.1)% - 120% = 37.7 = 40 T UCXOAHOTO
kpuctamoruapata. CocTaBUB TPOIMOPIMIO, HECIOXKHO PACCUUTATh, CKOJBKO
CJIelyeT B3SITh 000MX KOMIIOHEHTOB.

[lepexpucranin3anuio MPOBOIAT MO CIEAYIOIIEH CXeMe:

1. OcHOBBIBasiCh Ha JaHHBIX 1O PAaCTBOPUMOCTH, PACCUUTHIBAIOT
TEOPETUYECKHUH TPOIEHT MOTEPh MPHU MEePEKPUCTAIIIUZAINN, HA OCHOBAHUH ITOTO
— HEOOXOAMMYI0 HAaBECKy BemecTBa W 00beM BOAbl.. HeoOXomuMo B3STh
npubnusurenbHo 20% H30BITOK BEIIECTBA W PACTBOPUTENS MO OTHOUIEHUIO K
HEOOXOJIUMOMY.

2. PacTBOpsItOT BEIIECTBO NpPHU HAarpeBaHUU M (PUIBTPOBAHUEM OTHETSIOT
TOpS/YUN  HACHIIICHHBIA PACTBOP HAa BOPOHKE IS TOPSYETO (PHIIBTPOBAHUA.
Cnedyem 3apanee noo2omosums npubop O0Jisi 2opsaue20 QuibmposaHus (3aiums
800y 8 pyOAWKYy 60POHKU, pazocpems ee 00 KUNneHus, noo2omosums @uibmp,

CMOUUMb €20 8000l 0/ XOpoule20 Npuie2anuss K 6OPOHKe) U YUCMbLL CMAKAH
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mo2o Jice Uil HeCKOIbKO 00buie20 00vbema no CpasHeHuro ¢ mem, 8 KOMOpOM
NPU2OMOBTIANU UCXOOHDBIU PACMEOD.

3. OxnaxXJarT MOJyYEHHBIM MATOYHBIA PAacTBOP CHAadajla JO KOMHATHOM
TeMIiepaTypsl, a 3arem 10 0°C B oxJiakJaromei cMecu.

4. BpnmaBmme KpUCTAUIBI TEPEHEHOCAT Ha CTEKISHHBIM (QuisTp u
IPOMBIBAIOT  XOJOJHBIM MAaTOYHBIM PAacTBOPOM (€CIM  BELIECTBO  ILIOXO
pacTBOpsieTCsT B BOJIE, MOXHO JIOMOJHUTEIbHO MPOMBITH €r0  X0JI00HOU
JTUCTUJTUPOBAHHON BOJION).

5. B 3aBHCHMMOCTH OT CBOMCTB MEpPEKPUCTANIM3YEMOIO BEILECTBA, €r0
BBICYILIMBAIOT Ha BO3AYyXE, MEXIYy JHUCTaMH (UIBTPOBAIbHOM OymMaru Wid Ha
CTEKJISIHHOM (WIBTPE MPHU MOCTOSHHOM IPOIYCKaHUU BO3/AyXa (€Cid OHO JIETKO
OKHUCJISIETCSl — IIPU MPOMYCKaHUU a30Ta, YIJIEKUCIIOro ra3a u T.1.) B Teuenue 10 —
15 MunyT (npuemmuas konba npu s3mom 0oaxcHa b6vims nycmotii!). Berwo pabomy c
annapamypoi, Haxo0aueiuca noo0 YMEHbUIEHHbIM UMW  NOBLIUIEHHBIM
oagjieHuem, HeodxXo0umo 00A3amenbHO NPOGOOUMb 6 3AUWUMHON MACKe U
nepuamkax!

6. B3BemmBaroT MOJIy4YE€HHOE BEIIECTBO, PACCUUTHIBAIOT MPOLIEHT MOTEPH 10
OTHOLIEHUIO K Macce B3ATOIO BEIIECTBA M C yYETOM PAaCTBOPUMOCTH BEILECTBA B

Bojie npu 0°C.

2.2.2. Cunres

B xauectBe IIPUMCPOB  CHUHTC3a IMPHUBCACM MCTOJHUKH IIOJTYUCHUA
XPOMOAMMOHHECBBIX KBaCllOB 151 MarHMMaMMOHHEBOTO IICHUTA.
XpOMOﬁMMOHI/IﬁHbIe KBacClbl IIOJYy4YarOT I1O OKHCJIMTEIILHO-BOCCTAHOBUTECIILHOU
p€akun MCEKAY JAOCTYIHBIM IPOJAa’XHBIM IIp€laparoM XpomMa — JUXPpOMATOM
AMMOHHSA 1 9aCTO HCIIOJIB3YyCMbIM B HCOPTaHUYCCKOM CHUHTE3C BOCCTAHOBUTCIICM —
9TaHOJIOM. BBI60p B Ka4CCTBC HCXOAHOIo COCAMHCHHA OUXpOMATa aMMOHHA

00BsACHIETCS TEM, 4TO aMMOHMH U XPpOM B 3TOM COCAMHCHHNH HAXOIATCA B TOM Ke
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MPOMOPIMK, YTO M B HPOAYKTE — XPOMOAMMOHMHHBIX KBacuax . Peakiuro
POBOJAT B pa3zbaBieHHOM (=40%) cepHOI KHUCIOTE.
Peakuust Mmexay AMXpoMaToM aMMOHHS M 3TaHOJOM IPU YMEPEHHO HU3KHUX

TEMIICpATypax IIPOTCKACT B OCHOBHOM I10 YPABHCHHIO

(NH4),Cr,0; + 4 H,SO, + 3 CH;CH,OH + 5 H,0 —>
— 2 NH,Cr(SO,),-12H,04 + 3 CH;CHOT

Cc 00pazoBaHUEM JIETYYEro YKCYCHOI'O albJIerHjia, JIETKO YXOJISAUIero U3 cgepbl
peakiuu. B KOHIIEHTPUPOBAHHBIX pacTBOpaXx Ha CHJIBHOM XOJOAY YacTh
YKCYCHOI'O ajJbJerujia OKUCISIEeTCs 10 YKCyCHOW KucnoThl. Ilapel kak ampaeruna,
TaK M KHUCIOTHl O0JIAal0OT PE3KUM 3alaxoM M CHIBHBIM Pa3Apa)karolluM
JNEUCTBUEM, IIOITOMY IIPOLECC NMPOBOAAT oA TArou. llpum pacuere komuyecrna
CIUPTA UCTIONB3YIOT Mpuban3uTenbHo 100% n30bITOK.

PaccuntaeM, Kakue KOJIMYECTBA CEPHOM KHUCIOTBI M BOJbI HEOOXOIUMO
B3sTh as npurotosieHus 100 mun 40% pactBopa ceproil kuciotel. [lo Tabnuie
(cm. [3]) HaXoauM, YTO TUIOTHOCTH Takoro pactBopa cocrtasiser 1.307 r/mi, T.e.
100 M pactBOopa cOOTBETCTBYIOT =131 T, U3 KOTOPBIX HA JOJIO BOJbI IPUXOAUTCSA
60%:-131 = 79 r (79 wmn), cepnoii kucinorel — 52 r. [lmotHOCTE 96% cepHOM
KUCIOTHI (MTPOJIaXKHBIM peakTuB) coctaBisier 1.84 r/mia. COOTBETCTBEHHO, CEPHOM
KHCJIOTBI HE0OXoauMo B3sATh 52 T : 96% : 1.84 r/mn = 30 M (HEOOIBITUM
KOJIMYECTBOM BO/IbI, HAXOSIIMMCS B CEPHOM KHUCIIOTE, MOKHO MPEHEOpEyb ).

Ecnu umeercs, nanpumep, 50% pactBop cepHOM KUCIOTHI (IMII0THOCTH 1.40
I/MJI), TO CHadajga pPacCYUTHIBAEM, B KaKOM OOBEME COICPKUTCA 52 T CEpHOU
kucioTel: 52 1 : 50% : 1.40 r/mn =~ 75 mi. Macca atoro pactBopa coctaBuT 104 T.

3Ha4MT, BOABI HEOOX0AUMO B3ATh 131 — 104 =27 1 =27 MiL.

4+ KpoMe TOro, CKOpPOCTb 3aMEHbI JIUTAHIOB B KOMILIEKCHBIX coequHeHusx Cr'' oueHb
HU3Ka. [109TOMy ISl [OJydEeHHUs ONMPEIeIeHHOr0 THIIA KOMIUIEKCHOro coemuuerus Cr'
(B nmaHHOM cny4yae — Cr(OH,)s™") HCIIOJIb3YIOT OKHCIUTEIBHO-BOCCTAHOBUTEIIBHBIE
peakuuy tuna Cr'' — Cr'' u Cr'' —» Cr'™
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B 100 mi 40% cepnoii kucnotsl coaepxkurca 0.53 Moib 3TOro BellecTBa,
yTo MOXeT mpopearupoBath ¢ 0.53 : 4 = 0.13 monp auxpomara aMMOHUS (CM.
peakiuto). C y4eToM TOro, YTO CEPHYIO KHCIOTY Jiydiie B3aTh B 20% u30bBITKE,
KOJIMYECTBO JHUXpOMaTa aMMOHHS, KOTOpOE€ CIEQyeT BBECTM B PEAKIMIO,
cocrasisieT 0.13: 120% = 0.11 monp = 28 r (MoJisipHas Macca JUXpoMaTa aMMOHUS
252 r/MoIIb).

Ha 0.11 mMonb nuxpomara ammoHusl He00xoauMo B34Th 3-0.11:200% = 0.66
MOJIb CIIUPTA, YTO cocTaBUT 33 r. [lmoTHOCTH cniupTa cocrtaisieT npuMepHo (.8
/M1, T.€. U peakluy HyKHO MpuMepHo 42 — 45 M cupra.

[locne Toro, Kak peakuus 3aBeplIMJiaCh, B PAcTBOPE OCTAETCS
HE3HAYUTEIbHOE KOJUYECTBO CEPHOM KHUCIIOTBHI, BIUSHUEM KOTOPOrOo Ha
PacTBOPUMOCTb KBACIIOB MOXKHO MpeHeOpeyb (peaqbHO OHA HECKOJIBKO MOHU3HUTCS )
1 0K0J10 20 MJI ciMpTa, KOTOPBIM TakKe pacTBOpsET KBaclbl. ICXOAHBIN pacTBOp
coaepxkai 79 r (4.4 Monb) BOABL, IIPU 3TOM B PE3YJIbTATE PEAKIMU BBIIACISIETCS
emie 0.77 monb. B pesynbrare pactBop couepxkutT 0.22 monbs NH;Cr(SOy),, 5.2
Mosb BoAbpl U npumepHo 0.3 Monb cnmpra. IIpenmonoxxum, 4To pacTBOPUMOCTH
KBacCIlOB B CIUPTE U BOJiE OJIM3Ka, HO BECh CIUPT OCTAETCS B MATOYHOM PacTBOpE.
Toraa cucrema conepkut 0.22 MOJIb pACTBOPEHHOI'O BEIIECTBA U 5.5 MOJIb CMECH
pactBopuTener. PacTBopuMOCTh XpOMOAaMMOHHMMHBIX KBacuoB B Boae mnpu 0°C
cocraBisier 2.1 r wna 100 2 600vl, T.e. MOJbHAas NPONOPLHS COCTABISAET
(2.1/262):(100/18) = 0.0008:5.56 = 0.000144. CocraBisieM MPOIMOPIHIO, KaK

yKa3aHo BBILIE:

n_ 02-x% 6000144,

N 55-12-x

OTO ypaBHEHHME MOYKHO PELINTh, HO JIETKO 3aMETUTh, YTO KOJIUYECTBO
PacTBOPUTEIS B CUCTEME PAaBHO 5.5 MOJIb, YTO IIPAKTUYECKH dKBUBAIEHTHO 100 Mt
BOJBbL. [103TOMY MOKHO CUMTATh, YTO B pACTBOPE OCTAHETCS MPUOAU3UTENBHO 2.1 T

COJU, T.€. B 0cajioK BhimaaeT okoso (.21 mons kBacioB (0ojiee TOYHO OIICHUBATH
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BBIXOJ BPSII JIU 11€J1IeCO00pa3HO, MOCKOJbKY TPYJIHO YYECTh BIMSHHUE CIUpPTa Ha
pactBopuMOCTh). IT0 cocTtaBUT ~100 r NH4Cr(SO,),-12H,0.

Cunre3 (sce onepayuu npogoosmcsa noo msaeou!). Cuavana rorosat 40%
pacTBOp CEpHOM KHUCIOTHI B Bojae. KOHIIEeHTpUpOBaHHAs CepHas KHUCIOTa OYEHb
DHEPIUYHO, C CHUJIBHBIM Pa30rpeBOM B3aMMOAECUCTBYET ¢ BoAou. lloatomy nenvsa
pazbasnsims KOHYEHMpPUPOBAHHYIO CEPHYIO KUCIOMY B00O0U: CMeCh J1e2KO MOMCEem
3akunemsv u pasdpwvizeamvcs. OTMepeHHy0 B UWiaMHAP (Ocmopoorxcno! Eoxas
acuokocmov! Haoemwv 3awumnyrto macky u nepuyamku!) CEpHyrO KUCIOTY TOHKOM
CTpyel BJIMBAIOT npu NOCMOSHHOM nepemewiusanuu B ctakan ¢ Bogou. K reromy
pacTBOpY TakXke MpHU MOCTOSHHOM NEpPEeMEIIMBAHUU MEJIKUMU HOPUUAMHU
no0aBnaOT  pactepthiit  (Ocmopoocno!  Toxcuunwvlti  adspozons!) nuxpomar
aMMOHMs. [lodyyeHHBI CEpHOKHUCHBIA PACTBOP CTaBAT 10O ms2ot B 0aHIO C
OXJIAXKIAWIIEH CMeCbl0 U no kanaim (Brnumanue! Onepeuunas peaxyus c
gbloesieHueM eOKux naposg!) TIpu TOCTOSHHOM TepeMEIIUBaHUU JT00aBIISIOT
pacCuMTaHHOE KOJIMYECTBO cnupTta. Heobxooumo mwamenvHo ciedums, ymooOwsl
memnepamypa 8 peakyuoHHou cpeode He noounumanacv eviue 40°C. Ilpu Gomee
BBICOKMX TEMIIEpaTypax B pPAacTBOpPEe O0pa3yloTCs HMOHBI CIOXKHOTO COCTaBa,
nanpumep [Cr(H,0)4(SO4)]", okpauleHHble B 3eleHblii 1BeT. IlOCKONBKY
KPUCTANIMYECKAsl CTPYKTypa KBAacLOB COACPKUT (PUOJETOBBIE OKTA3IPUUYECKUE
VIOHBI [Cr(HzO)6]3+, OYEBUJHO, YTO W3 3€JICHBIX PACTBOPOB KPHUCTAUIBI KBACIIOB
BbINaAaTh He OyayT. [locne 3aBepiieHust peakiuy OXJIaXIAIIYI0 CMECh MEHSIOT
U KPUCTAUIU3YIOT oOpa3oBaBiuuecs kBacupl npu 0... —5°C.

BrlnaBiuive Kpucramibl BMECTE€ C YaCTblO MATOYHOI'O PacTBOpPa MEPEHOCST
Ha CTEKJSIHHBIA (UIBTP, NPHUCOECAUMHEHHBI K Koja0e byH3eHa, BKIHOYArOT
BOJOCTPYWHBIA HACOC, MIA6HO 3aKPBIBAIOT KpaH BIYCKa BO3[yXa U NMPOMBIBAIOT
CHayajla MaTOYHbIM PacTBOPOM, x0100HbIM 10% pacTBOPOM CEpHOM KUCIOTHI U
3aTeM 3 — 5 Ml X0J10JHOHM BOJIbI. [ToiyueHHbIH MpenapaT BHICYIIMBAIOT CHavYaja Ha
CTEKJISTHHOM (PUIIBTPE B TOKE BO3/yXa (MpuU BbIKAOUEHUU 8000CMPYUHO20 HACOCA
CHA4ana OCMoOpPONCHO OMKPBIBAIOM KPAH 8NYCKA 6030YXd, d 3ameM 3aKpblearom

sooanou kpawn!), a morom B yamike [lerpu Mexnay mucramu (GUIBTPOBATLHON
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Oymaru. Kak mpaBumio, mpemapar BBICHIXaeT NPHOIUZUTEIHLHO dYepe3 CYTKH.
PaccunThiBaloT BBIXOJ OT TeopeThueckoro (0e3 ydera MmoTepb, CBA3AHHBIX C
pactBopumMocThio nipu 0°C) 1 OT METOJIUKH (C YUETOM ITUX MOTEPH).
MarnuiiaMMOHHEBbIil IIEHUT MOXHO TMOJYYUTh W3 HUTpaTa MarHus
(bopmynbHblii cocTaB kpuctautoruapara Mg(NOs),-6H,O, HO Ha mpakTUKE OH
BeChbMa HeENocTosiHeH) u cyib(dara ammonus (NH;),SO, (BecoBas dopma).

Pacuetnl IIPOBOJAT B COOTBCTCTBHH C YPABHCHHUCM PCAKIIMHN

Mg(NO3)2 +2 (NH4)st4 +6 Hzo —> (NH4)2Mg(SO4)26H20\L +2 NH4NO3

[Tpu pacuerax HEOOXOAUMO YYHTHIBATH, YTO MATOUYHBIM PACTBOP COJCPIKHUT
3HAYUTEIIbHOE KOJMYECTBO HHUTpaTa aMMOHHs, KOTOPBIA MOMKET 3arps3HHUTH
BBITIQAIONTNE KpUCTAUTBl meHnuTa. [loaToMy HE0OX0IMMO, YTOOBI OXJIAXKICHHBIN
10 0°C pacTBOp OKa3zajics HEMHOro HeHachlleHHbIM (90% OT pacTBOPUMOCTH) 1O

otHonrenuio kK NH4NOs.

:,t:> MOXHO TOJy4YUTh YHUCThIE (HE 3arpsS3HCHHbIE HUTPATOM aAMMOHHS)
KpUCTAJJIbI MarHMMaMMOHUEBOTO IIIEHUTA, €CJM CIUTh HacklleHHble npu 50°C

pactBopbl (NH,),SO4 1 Mg(NO;),? OTBET NOATBEPAUTE PACUETOM.

2.3. MeToabl cMHTE3A LeJIeBbIX MPOAYKTOB

2.3.1. Mexanuueckasi roMOreHH3al s

YtoObI pCaKknuA 1jia 6I>ICTpO, PCArcHTbl JOJIKHBI OBITH AO0CTATOYHO XOpOoIIo

InepeMCIaflbI. HanbGonpimas creneHb cCMENICHUS pearcHToB JOCTHUIaCcTCA B )KPII[KOﬁ

(1 razoobpasHoi) ¢aze, MOITOMY pEaKIUU B Ta3aX U KUIAKOCTIX HEPEIKO
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IPOXOMAT 3aMETHO ObICTpee, deM B TBepioil (ase’. TBepao(asHbe pPEaKIHH
MPOTEKAIOT MEIJICHHEE MPEXKAE BCErO 3a CYET TOr0, YTO B3aMMOJEHCTBUE
(dbaKkTUYECKH MPOXOJUT JUIIhL B MECTaX COMPUKOCHOBEHHUSI YACTUIl PEAreHTOB.
UToOBl YCKOPUTH OTOT TMPOIECC, CMECH TBEPABIX BEHIECTB IMOJABEPratoT
U3MENBYEHUI0O U TLIATEIbHOMY NEPEMELNIMBAHUIO. OJTOT IMPOLECC HA3BIBAETCS
MexXaHuueckou 2omozenuszayuen. IIpocredmnM ee BapuaHTOM SBJISIETCS TOMOJI
cMecHu BemecTB B cTynke. Jlnga momyudeHus Oosiee OJHOPOAHBIX CMecei
WCIIOJIB3YIOTCS CIEUHANbHBIE YCTPOWCTBA — MeENbHUIBI. (CMech MOPOIIKOB
peareHTOB Momeraercss B O0apabaH W3 OYeHb TBEPIOTO MaTepHaia, Hampumep,
arata, BMeCT€ C HECKOJIbKMMHU IIapUKaMu M3 TOTO K€ MaTepualia u OOJbIINM
KOJIMYECTBOM HHEPTHOW MKHUJKOCTH (CIHUpTa, TeKcaHa M T..). Yamky MJIOTHO
3aKpBIBAIOT U TIOMEINAIOT B IIEHTPU(PYTY, KOTOpasi Bpamaercst co ckopoctbio 2000—
5000 o6/mun. Ilpu sToM moOA yAapaMu IIAPUKOB PEareHTbl U3MENbYaloTCs [0
YaCTULl MUKPOHHBIX pPa3MepoB (<10'6 M). Kuakas cpena, 3a CUET CHIXKEHUS
CBOOOJTHOM SHEPTUM TTOBEPXHOCTH TBEPJIBIX TEJ, CUIBLHO 00JierdaeT u3MeIbYeHUE;
3a CUET NEPEMEIIMBAHUS CHCTEMbl IIAPUKAMH PE3KO BO3PACTAECT U CTEIECHb
FOMOT€HHOCTH MeXaHU4eckon cMmecu. Kpome Toro, Kpucramindeckas CTPyKTypa
MOJIYYEHHBIX YACTHI] COACPKUT OYEHb MHOTO J1€(PEKTOB, YTO CHIIBHO YBEIUYUBAET
UX PpEaKUMOHHYI0 CcrnocOoOHOCTh. COBOKYMHOCTh JTHX BO3JCHCTBUN HOCHUT
Ha3BAHUEC MeXaHuueckou akmueayuu. BpeMs nomona, B 3aBUCUMOCTH OT
KOJIMYECTBA U XUMUYECKON MPUPOABl UCXOTHBIX PEareHTOB, MOXKET BapbUPOBATHCS
OT HECKOJIbKUX MHUHYT J0 HECKOJbKUX cyTok. Ilocie ymainieHusi pacTBOpUTENs
MOJIYYCHHBIA OY€Hb TOHKUN TOMOTEHHBINH MOPOIIOK MOJABEpraroT o0xury. B
Cllyyae peaklMid, MPOTEKAIIINX OCOOCHHO MEIJIEHHO, IUKI MOMOJ — OOXKHUT —

IOMOJ IPUXOANUTCA ITOBTOPATH HECKOJIBKO pas.

> MHorna yjaercs moao6paTh JErKOIUIABKOE BEIIECTBO (TAK HA3bIBACMbIH ghroc
WIN MUHEPAIU3amop), VHEPTHOE K peareéHTaM, B paciulaBeé KOTOPOIo MPOTEKaeT
peakuusi MeXJy TBepAbIMU BemiecTBaMU. OJHAKO Takue BBICOKOTEMIEPATYpHbBIE
paciuiaBel 4acTO OYE€Hb AarpecCMBHbI K OOJIBIIMHCTBY MaTE€pUajoB THUIJIEH
(BKJIFOUAS TIIATUHY ).
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[Ipn mnpoBeneHuMM 1OMOJa HEPEIKO IPOUCXOJAT pa3IUYHble, HWHOI/IA COBCEM
HEOKUJAHHBIC, XMMHMYECKHE TIIPOLECCHl, B YaCTHOCTH, OKHUCIMTEIbHO-BOCCTAHOBUTEIIbHBIC.
Hampumep, npu nomose B OpraHM4eCKUX >KUIKOCTIX, JaXe yriaeBoxopoaax, okcuasl Fe,Os n
TeM Oosee MnO, MOryT YaCTMYHO BOCCTaHABIMBATHCA JO IMPOU3BOAHBIX HU3IIUX CTEICHEH
okucyenus. OgHako, Mpu 00XuUre NpoAyKTOB IOMOJIAa HA BO3AYXE UCXO/IHAsl CTENIEHb OKUCIICHUS
BOCCTAHABJINBAECTCSI.

[IpokanuBaHue MeXaHUYECKH AKTHBHPOBAHHBIX CMECEH MOXKET, OCOOCHHO Ha MNEpPBbIX
JTanax, NpUBOJUTh U K 0Opa30BaHUIO HEYCTOMYMBBIX MPOMEKYTOUHBIX NMPOIYKTOB, YacTb U3
KOTOPBIX MOJKET OBITh BbIJEJIEHA B YUCTOM BHJIE TOJBKO IPU CHHTE3E M3 MEXAHUYECKU
aKTUBUPOBaHHBIX cMecell. [Ipu nanbHelimeM o0)kure, OOBIYHO C IOBBIIIEHHUEM TEMIIEPATYPHI,

MMPOMEKYTOYHBIC ITPOAYKTHI JOBOJIbHO JICTKO IMPEBPALIAOTCA B KOHCUHBIC.

I'py6oe wu3smesbueHue. [lOpoOIIKM HCXOTHBIX BEHIECTB IMOMEMIAIOT B
araToByl CTYNIKy M TUIATEIbHO IIEPETHPAOT B TeueHWe 3 — 5 muHyT. Ecmm
MO3BOJISIIOT CBOMCTBA ATUX BEUIECTB (PACTBOPUMOCTD U T.II.), UX MEPETUPAIOT (10O
msaeou! Hademwv s3awummnvle nepuamku!) BMECTe C HEOOJBIIUM KOJIUYECTBOM
JIETYy4ero OpraHWYecKoro pacTBopuTens (CnupTa, areToHa, TeTpaxJIopHaa
yriaepoaa, TekcaHa © T.J.). Ilocme TOro, Kak pacTBOPUTENb HCIIAPUIICA,
MOJIYYCHHBIA TOHKHH TIOPOIIOK TIEPEHOCAT B TUTENh WM JIOJOYKY IS
POKAIUBAHUS.

Eciu HeoOxoaum 0OoJjiee TOHKMII TOMOJ, €r0 MPOBOJAT B IUIAHETAPHOU
MmenbHuIle. OTHOBPEMEHHO MPOBOJSAT MOMOJ ABYX 00pasmnoB. B nBa araToBbix
OapabaHa TMOMENIAIOT TOPOIIKKM CMECe HCXOJHBIX BEIIECTB W MPUMEPHO
OJIMHAKOBOE KOJIMYECTBO AararoBBIX IIMAPUKOB  (KEIATENIbHO, YTOOBI WX
pacrpesiesieHre 1Mo pa3Mepy B o0onx OapabaHax OBLIO MPUMEPHO OJWHAKOBBIM, a
COOTHOILIEHHE MacC TMOpOIIKa M IIApUKOB Obulo Onu3ko k 1). 3atem B o0a
OapabaHa 100aBISAIOT KUIKOCTh, B Cpeie KOTOPOH OyleT MPOU3BOIUTHCS MOMOJ
(OOBIYHO CHIMPT WM AUETOH; JUIS JIETKO OKHCISIONIMXCS BEIIECTB HCIOJIB3YIOT
TaK)Ke TeKCaH), TaK, 4TOOBI M BEIECTBA, W IIAPUKH ObUIM TMOJHOCTHIO MOKPBITHI
KUIKOCTHIO. bapabaHbl 3aKphIBAIOT araTOBBIMU KPBIIIKAMU (MedHcdy bapabanom u
KDPbIUKOU 00513amenvbHo NpoJiodicums meghionogyro npoxaaoxy!). Heobxomumo,

9TOOBI pa3HHIIA B Maccax 3amojIHEHHBIX OapabaHoB He mpeBbimana 1 — 3 mr. s



46

ATOTO BECHl TAPUPYIOT HA 3aKkpbimblil 0apadaH ¢ OOJIBIIUM BECOM. 3aT€M Ha BEChI
cTaBAT 6apabaH ¢ MEHBIIUM BeCOM (IIPU 3TOM BECHI NTOKA3bIBAIOT OTPUIIATEIIbHBIN
BEC), CJIeTKa MPUOTKPBIBAIOT U MO KaIuIsiM J00aBISIOT U3 MHUIETKH PAaCTBOPHUTEIb,
IOKa NOKa3aHus BeCOB He cTaHyT paBHbiMU + 0.001 — 0.003 1.

bapabaHnbl TIHATENBHO 3aKPEIUIAIOT B LEHTPUDPYTE (1M0AbKO 8 npucymcmeuu
npenooasamerisi!), 3aKpbIBAlOT KPBIINIKY HEHTPUGYTH W YCTAaHABIMBAIOT BPEMs
nomoja. Ilockonbky Oapabanbl BO Bpems pabOThl LEHTPUPYTH 3aMETHO
pa3orpeBaroTCs, JaBJICHUE MapOB JIETYYEro pacTBOPUTEIIS Cpa3y MOCIEe OKOHYAHUS
ee paboThl MOXKET OKa3zaThCsl BeChbMa 3HAYUTENbHBIM. [loaTOMY ciemyeT mocie
OKOHYaHMsI paboThl HEeHTpudyru nogoxaate 5 — 10 MuHYT, moka OapaOaHbl
OCTBIHYT. OmKpbvleams CMakawvl ciedyem noo msa2ol — 4YacTb PACTBOPUTEIS
MOKET BCTYMUTh B PEAKIUIO C BEIIECTBAMH, MOJBEPTraBIIMMUCS TIOMOIY, a
IPOAYKTHl MOOOYHBIX OPTaHMUYECKUX PEaKIHii, OCOOEHHO C ydacTHEM alleToHa
(KeTeHbl, OKHCh ME3UTWJIA U T.I.), OOJaJaIOT CHUJIBHBIM pa3apakarolIuM
nercTBueM. PacTBOpuTeNnb OCTOPOKHO, YTOOBI M30€KaTh PACHbUICHUS MMOPOILIKOB,
BBIIAPUBAIOT B CiIaboM Toke Bosnyxa. Crnedyem HNOMHUMbB, 4MO HONAOAHUE
a’po30ieu MOHKOUSMENLbYEHHBIX NOPOUIKOG 8 JIecKUEe MONCem NPUBeCmu K OYeHb
MANACENbIM NOCIEOCTNBUSIM.

IIpeccoBanue B Ta0JeTKH (nepgvle HECKONbKO pa3 Npo8oOUnib MojabKO 8
npucymcemeuu npenooasameinsi!). TIOpoIIKM MCXOJHBIX BEILIECTB IMEPETUPAIOT C
HEOOIBIINM KOJIMYECTBOM HMHEPTHOTO OPTaHUYECKOTO BEIECTBA M BHICYLIMBAIOT
JI0 COCTOSIHMSI CIierKa cimmaronierocsi nopoika. Ero momemniaror B npecchopmy,
TIIATEJIFHO BBIPABHHUBAIOT C MOMOIIBI0 MMyHCOHA U TPECCYIOT, BBIACPKUBAS O]
nasienueM B Teuenue 0.5 — 10 munyT. Bo uzbesxcanue 3akIuHUBAHUS U 8bIX00A U3
CMpost npecc@opmvl NYHCOH OOIHCEH PACNONa2amvbCsl Cmpo2o eepmuKaivto. Jns
npeccopM TruaMeTpoM 6 MM MaKCUMaibHasl Harpy3ka coctasisieT 1.5 1, § MM — 4
T, 10 MM — 5-6 T. TabGieTky MEMJICHHO (Modicem packoniomvcs!) BBIIABIUBAIOT
MYHCOHOM M3 Tipecc(opmbl, OepyT MUHIIETOM U TIEPEHOCST B JIOJ0YKY WJIH TUTEIb.

PaGoune moBepxHOCTH mpeccHopMbl U TIyHCOHA mujamenbHo TMPOTHPAIOT BATOH,
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CMOYEHHON OPraHUYECKUM PACTBOPUTEIIEM (CHUPTOM WM ALETOHOM) 00 NOJIHO20

ydaﬂeﬂuﬂ CJICI0B CIIPECCCOBAHHOI'O BCUICCTBA.

2.3.2. XumMmnueckasi roMOreHu3aIus

Jpyras rpymnma criocoOOB, MO3BOJISIONIMX JOCTUTHYTH BBICOKOW CTEIEHU
CMEIICHUS B TBEPJIOM BEIIIECTBE, COCTOUT B MOTYYECHUU MTPOMEKYTOUHBIX BEIIECTB
(WM WCKJTIOYUTENBPHO TOHKUX CMeECeH, ropa3mo 0oyiee TOMOTECHHBIX, YeM IpHU
MEXaHUYECKOW aKTUBAIMH), COJACPXKAIIMX B COCTaBE MOHBI BCEX METAJIOB,
BXOJAIIMX B COCTaB KOHEYHOTO TPOAYKTa, B 3aJaHHOM COOTHOIICHUHU.
COBOKYITHOCTh TaKMX IPOIECCOB HOCUT HA3BAHUE XUMUUECKOU 20MO2EHU3AUUU.
Hanpumep, MOXXHO MOIyduTh (O TPYAHOCTSX MOJYYEHHUS OAHOPOIHOTO 0OOpasiia
KpPaTKO YIIOMSHYTO BBIIIE) CMEMIAHHbIE KPUCTAJLIbI XPOMOBBIX U aTFOMHHHEBBIX
kBacioB coctaBa NHyAl Cr(SO4),-12H,0. B Takux Kpucraijgax HOHbI
ATIOMHHHUS. ¥ XpOMa JOBOJIBHO PaBHOMEPHO pacIpesieeHbl 110 BceMy 00beMy (U
HaXOJISITCS ropa3o OrKe, 4eM B JIr000i MexaHndeckoi cMmecH). [IpokanuBanuem
UX Ha BO3JIyXe MOXET OBITh TIOJYYeH TBEPIbIA pacTBOp cocTaBa Al,,,Cry,O;, T.e.
pyouH. CxoaHbIM 00pa3oM MOYKHO TOJIYYHUTh W CMEIIAHHBIA IICHHUT, HAIPHUMED,
(NHy)2Zn;_,Co,(S04),-6H,O, wu3 KOTOpOro IMojydaercss TBEpPAbIM pPacTBOp
Zn;,Co,O (uau cMech TBEPABIX PACTBOPOB).

Takum cmoco6oM MOTYT OBITH TIOJNYYEHBI TOJBKO JOBOJBHO TIPOCTHIC
coequHeHus. JIJIsi TONMydYeHHs BemiecTB OoJiee CII0KHOTO COCTaBa MCIOJB3YIOT
JPYTHUE METOIBI.

CniiaBJjieHue KPHUCTAJLIOTHAPATOB coJIeH. Ucnons3ytor
KPUCTAIOTHAPATHl CTPOTO  CTEXHMOMETpHYECKOro coctaBa. Coyi, B3SThIE B
KauyeCTBE PEarcHTOB, NIPU HArPEBAHUU JOJKHBI (BO3MOYKHO, B HECKOJIBKO 3TAIlOB)
pasyaratbCcsi 10 OKCHJIOB (ITOATOMY HE CIIEyeT HCIOJIb30BaTh, HAIpPHUMED,
XJIOPUIBI: WX THUAPOJW3 TIPU HArpeBaHUU WJET JAJICEKO HE JO KOHIA, a

MMOJIyHaromucecs 663BOI[HBI€ XJopyuabl MHOIMX  MCTAJJIOB IIPpU  BBICOKHUX
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Temriepatypax Jjerydu). OOBIYHO WCTHONB3YIOT HUTPATHI, peXe CyabdaTtel u
kapOoHaThl. K nmpeumyiiectBaM 3TOro0 METOJIa MOYKHO OTHECTH TO, YTO B MOMEHT
pasyioKeHusi coyiell 00pa3yromuecs: OKCHABbI 00JaJaloT XOpOIIO Pa3BUTOU
MOBEPXHOCTBIO W CHJIBHO Je(PEKTHOW KPUCTAIIMYECKOM CTPYKTYpPOM, dTO
CYIIECTBEHHO IMOBBIIIAET UX PEAKIIMOHHYIO CITIOCOOHOCTb.

JIns  ymadyHOro OCYIIECTBJIEHUSI ASTOr0 METOJA JKEJATelbHO, YTOObI
TEMIIEpaTypHBI WHTEpBAJI PaA3IOKEHUS HUCXOJHBIX CcoOjlel Obul ONU30K K
TeMreparype o0pa3oBaHUs MPOYKTa PEaKIUU.

[Ipu crnaBaeHUM KPUCTAJUIOTHAPATOB (M HArpeBe amMop(HBIX OCAJKOB,
colepkKammx OOJIBIIOE KOJUYECTBO BOJBI — CM. HIDKE) B IJIEKTPOICYH
HEOOXOJMMO YYHTHIBaTh, YTO TpPH OBICTPOM HarpeBe HAYHETCS WHTEHCHUBHOE
BBIJICJICHUE Ta3000pa3HbIX MPOJAYKTOB, M 4YacTh BelIeCTBa OYyAET MPOCTO
BEIOpomIeHa W3 Turis. Kpome morepw BemecTBa (M, BO3MOXKHO, W3MEHEHUS
CTEXMOMETPUU 00pasiia), 3TO MPUBEACT K 3arps3HeHur0 W mopue meuu. [lpu
OBICTPOM  HAarpeBaHUM  KPUCTAJJIOTUJIPATOB  pa30OPBI3TUBAHUE  MPOU3OUJET
NpakTUUYEeCKW HaBepHska. [losTomy cieayeT NpoBECTHM CHadala MEIJICHHbIN
HarpeB g0 100 — 150°C, Beiepkath oOpasel] mpu 3TOW TeMIeparype HEKOTOpoe
BpeMsl, a 3aTeéM HarpeTb €ro [0 TEMIIEpaTypbl, HpPH KOTOPOM MPOTEKAET
pazyioxxeHue 0€3BOJHBIX CoJiel (KOTOpOE MPOUCXOIUT HAaMHOTO criokoinee). [lpu
Pa3JIOKEHUH  KPUCTAUIOTUAPATOB PEAKUMOHHAsE Macca HEPEeAKO CHIIBHO
BcnyunBaeTcsi. CKOPOCTh peakiMh B TaKOW BCIYYEHHONW MAacC€ OUYC€Hb HEBEJIMKA,
MTOCKOJIBKY IUIOIIAb COMPUKOCHOBEHHS YaCTHUI] pEarecHTOB O4eHb Mana. [loatomy
CMECh KPHUCTAJLIOTUIPATOB I1E€JIECO00Pa3HO MPOTPeTh CHaydaia Ha ropeike (mpu
ATOM BO3MOKEH BU3YaJbHBIH KOHTPOJIb 3a MOBEACHUEM 00pasiia), MOJTyYHBIIYIOCS
BCITYUYEHHYIO MacCy NEepPETEPETh B CTYIIKE U JIUIIb 3aT€M O0XKHUTaTh €€ B MEUH.

IIposeoenue sxcnepumenma. TlepekpucTalIM30BaHHbIE KPUCTAIIJIOTUIPATHI

6
THIATCIBHO IICPETUPAIOT, IMOMCIIAIOT B TUICIb W OCTOPOXHO HArpeBarOT Ha

6

Haubonee panuoHanpHO MCHOJIB30BAaHUE THUIJS, B KOTOPOM paHEE YXKe
IIPOBOJMIICSL CHHTE3 [AHHOTO BeEIlecTBAa. B 3TOM ciaydae HE CTEHKax TUIIA
HaxXOQuTCs OapbepHbIA CIOM M3 1EJEeBOr0 COEAUHEHUS M NPOAYKTOB €ro
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crabom TIAMEHH TOPENKU (nod mszou! Bo3moodcHo evidenenue azpeccusHvlx
2azos!) o TaBlIeHUs WM Hadyaja BBIJIEJICHUS Ta3000pa3HbIX MpoaykToB. Harpes
c1a0bIM IJIAMEHEM NPOJOJIKAIOT J0 TEeX MOp, MOKa He MCYE3HeT kujkas (asza
W/WIU HE TPEKPATUTCA BBIJCICHHE JIETy4Yux NpoAaykToB. [lomydeHHyio Mmaccy
OXJIAXKJAIOT, U3BJIEKAIOT U3 TUIJIS, TIIATEIBHO NEPETUPAIOT U MPOJOJIKAIOT HArPEB
y)ke Ha Oojee CWIBHOM IUIaMEHU. TOJIBKO TOCJE TOr0, KaKk HarpeBaHHUE HE
BBI3BIBAET BHJAMMBIX HW3MEHEHHH oOpasia, MNpUcTymaroT K OOXury B
BBICOKOTEMIIEPATYPHOH MEYH.

Eme ogHuM THUIIOM XMMHUYECKOW TOMOTEHHU3AIUMU SIBIIAETCS COOCAXKIAEHUE
KaTUOHOB W3 pPacTBOpa B BHJIE MaJOpaCTBOPHUMBIX COEIWHEHHH, HaIlpuMep,
COOCaXJeHUE TUAPOKCUI0B. Ecnu ycnmoBus ocaxaeHus moaoOpaHbl MPaBHIIBHO,
o0OpazyeTcsi 0CajIoK ¢ pABHOMEPHBIM pacIpeielieHneM BCeX KaTHOHOB.

Kak mnpaBwino, 1y TONy4YEHHUS] OKCHUIHBIX MaTEpPUAlIOB  OCAXIAKOT
KapOOHAThI, OKCalaThl WM TUAPOKCUABL. IDTU COEJUHEHHS JOBOJIBHO JIETKO
pasnararoTcs Ipu HarpeBaHUU ¢ 00pa30BaHUEM OKCHJIOB U MPU MPOKAIUBAHUH HE

BBLCJIAIOT arp€CCUBHLBIX I'a30B, KaK CyJ'IB(i)&TBI WJIM HUTPATHI.

[Ipu coocaxkieHnH MallOpaCTBOPUMBIX COEIMHEHMI ClIEyeT UMETh B BUIY, UYTO €CJIHU
pacTBOPUMOCTH U CKOPOCTH OCAXIEHUS KOMIIOHEHTOB CHJIBHO OTJIMYAKOTCSA, TO IOJYyYUTh
OJTHOPOJHBIN MPOJYKT MPAKTHYECKA HEBO3MOXKHO. Jl0CTAaTOYHO YacTo OOpa3yromIuecss OCaIKu
MOTYT PacTBOPATHCS HM30OBITKOM OCAAMTEINsA, KaK 3TO, HANpPHUMEpP, MOXKET HMETh MECTO IpH
OCaXJIEHUM TUIAPOKCUAOB LIMHKA, AIIOMHUHMUS WJIM XpOMa IIEJ0oublo. ['MOpokcua IUHKa
pacTBOpUM Takke U B M30bITKe amMmuaka. Eimie yamie, 4emM Npu OCAKICHHH TUIPOKCHUIOB,
pacTBOpEHHE 3a CUET KOMIUIEKCOOOpa3oBaTelsi MPOUCXOIUT TPHU OCAKICHUHU OKCaJIaTOB.
PactBopuMEBIe OKcanaTHBIE KOMILIEKCHI OOpa3yrOT MHOTHE HWOHBI C 3apsjgoM 3+ U BHIIIE.
Hamportus, npu ocaxaeHuM KapOOHATOB PACTBOPHMBIE KOMILUIEKCHI MOUYTH HE OOpa3yroTCs.
Hckmrouenusmu sBistitoress komiuiekebl Sc, Be, Cu, Th u U, HO ¥ OHM OTHOCHTENIBHO JIETKO

pa3pylLIaoTCcs IpU KUIISTYEHUH pacTBopa [4].

B3aUMOJICUCTBUSL C MarepuaioM Turis. Hanuume OapbepHOro cios sBisieTcs
JOCTAaTOYHOM TapaHTUEeW TOro, 4YTO MarTepuan TUIJIsL He OyJeT 3arps3HATbh
I10JIy4aeMO€ BEILECTBO.
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KomiiekcHble OKcallaThl METAIOB — aMMOHHMS HaXOJIST HMCIIOIL30BAHHC IIpu CHUHTE3C
COC,HPIHGHPII;'I HU3KOBAJICHTHBIX METAJIJIOB B BOCCTaHOBUTEILHOM aTMOC(i)epe, IMOCKOJIBKY W HMOH
dMMOHH, U HOH OKCajJlaTa IIPpU HArp€BaHWU MPOABIIAIOT CBOMCTBa JOBOJIBHO CHIJIBHBIX

BOCCTAHOBUTEIIEH.

CoocaxkaieHHe 0OKCAJaTOB OOBIYHO MPOBOAAT cleAyromuMm oOpa3zoMm. B
CTakaH C BOJOM BHOCAT OIpEAEICHHbIE KOJIMYECTBA COJEH METauloB U
NOJIYYEHHBIA PAaCTBOP HArpeBalOT A0 KUIEHUs, JOOUBASICh MOJHOIO PAaCTBOPEHUS
coJieil. 3aTeM MOJIy4YEHHBIM pacTBOP BJIMBAIOT B U30BITOK TOPSIUErO HACHIILIEHHOIO
pacTBopa oOKcajara aMMOHMs, B pe3yJibTaTe BbINANalOT OKcajnaThl. PacTBop

OXJIQXK/TAFOT ¥ BBIMABIIAA OCAJIOK OT/EISIOT Ha BAKYYMHOM (DUIIBTPE.

Crnenyer MOMHHTH, YTO TPH MPOKAJWBAaHUM OKcajaToB oOpasytorcs CO u Hu3IIHME
OKCH/JIBl, YacTh M3 KOTOphIX (Hampumep, MnO) cnocoOHBI 3HEPTUYHO OKHCIATHCS Ha BO3/AyXe
(mupogopusl). [Tupodopen u Merannyeckuil HUKEIb, MOTYYAIOLUICA NPU MPOKATUBAHUU €TI0
okcanara. [TosToMy mpokanuBaHHE MOIyYEHHOTO OCaJKa CIEAYEeT MPOBOIAMTH OCTOPOKHO, MOJ
TSTOW, B3SB BBICOKMI THUTEJb JOCTATOYHO OOJBIIOr0 00beMa (MOYKHO HAKPBITh €r0 KPBIIIKOH,
9TOOBI MPEAOTBPATUTh BHIOPOC YAaCTH TBEPABIX MPOIYKTOB NMpOKanuBaHusi). Hu ¢ koem ciyuae
Helb3s 3anaueamsv HNOPOUWIKU OKCANAmos8, 0dadce eclu OHU HeyCMmOoUudusbl Ha 6030yXxe, 6

CMEKJIsIHHble np06upi<u —amo H€p€0K0 3aKaH4Yueaenicsl CUlbHbIM 83Pbl6OM.

CoocaxkneHue ruapokapooHaToM HaTpusi. B Oonbmiolt Xxumuyeckuit
CTaKaH C TOpSIYMM PACTBOPOM COJIEM OCaKJa€MbIX METAUIOB MPU MOCTOSSHHOM
nepeMenMBaHUU MAJICHBKUMHU TTOPITUSIMU BHOCSAT TBEPbI TUAPOKAPOOHAT HATPUS
(3 MoJib HA KaXAbIM MOJIb TPEXBAJEHTHOI'O MeTauia + 2 MOJIb Ha KaXIblil MOJIb
nByxBalieHTHOro Mertamia + 20% u30bITOK). Peakius compoBoXaeTcs
WHTCHCUBHBIM BCIICHMBAaHHWEM, MO3TOMY HE CIEAYET HANOJHATh CTaKaH BOJOWU
noBepxy. Ilocnme BHeceHUss Bcero rujpokapOoHaTa W HEMPOAOTKUTEIHLHOIO
OTCTaWBaHUsl 00pa3yeTCs PBIXJIBIA OCaJOK HEPACTBOPUMBIX OCHOBHBIX (WU
HOPMAaJIbHBIX ) KapOOHATOB U THAPOKCUIOB. Ero HE00X0IMMO MPOMBITH BOAOW /ISt
MOJIHOTO yAaJIeHUs COJie HaTpus (oTpuiareiabHas mpoOa MPOMBIBHBIX BOJ Ha
CO;* (m SO4”, eciim B Ka4yecTBe MCXOIHBIX CONCH MCIIOIB30BAIN Cyib(athr)).

OTnensaTh OCaJOK HAa BAKYYMHOM (UIIBTPE HE CIENYET, IOCKOJIbKY IOJ00HbIE
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amopdHbIe O0CaaKy Bcernaa 3abuBaroT (GuiabTpbl. TIIATETFHO MPOMBITHIN PBHIXJIBIT
0CaJI0OK MOYKHO YIUIOTHUTb ITyTEM LIEHTPUPYTUPOBAHUS.

[Ipn ocaxapeHuM T'MAPOKCHUAOB B CHUCTEME 4YacTO IPOTEKAET HECKOJIBKO
NIOCJIEOBATENbHBIX (MHOIA IMapajuleNbHbIX) IpoueccoB. Paccmorpum ciyyai,
KOIJ[a K BOJAHOMY PAacTBOPY COIHM TpexBaleHTHoro karmona (M°") noGasisior
pactBop mienoun (Hanpumep, NaOH). Bmiote 10 mnpubaBiieHHs OJHOIO
HKBHMBAJICHTA I1IEJIOYH IPOUCXOJUT OTLIETNIEHHE OJHOTO U3 OTHOCUTEIBHO KHCIBIX

aTOMOB BOJIOPOJA, BXOIAIIUX B COCTAB TMAPATUPOBAHHOIO HOHA M

[M(OH,)s]’" + OH ——— [M(OH,)s(OH)]*" + H,0

[Tomyyaronuecss THAPOKCOKOMIUICKCHI (OCOOCHHO JKelle3a W aFOMHHUS)
CIIOCOOHBI K accollMallud U 00pa30BaHUIO KOJUIOMJHBIX yacTuil. OJHaKO 0caJoK
IIpY 3TOM, KaK IpaBWjIO, HE BbIagaeT. IIpu m00aBiICHUM BTOPOrO SKBHUBAJICHTA
MICJIOYM  TIPOMCXOJUT JaNbHEHINIee JIEeNMPOTOHUPOBAHUE KOOPIWHUPOBAHHBIX
MOJICKYJ BOJIBI; HA ATOM 3Tare, Kak IpaBuUilo, 00pa3yeTcss 0caJ0K OCHOBHOM COJIH,

HaIpumep:

[M(OH,)s(OH)]*" + OH™ + X ——> M(OH),X4-nH,0 + (6 — n) H,0,

rne X — Kak IIpaBWiIO, TaJlOTeH WU 1/28042'. OTU aHUOHBI YIAJSIOTCS
OTHOCUTEIIFHO TPYAHO TpPH JalbHEUIEM NPHOABICHUM IIEJI0YH, a MPUCYTCTBUE
WX B IICJICBOM IMPOIYKTE JOJKHO OBITh MCKIHOYEHO. [103TOMY 1O BO3MOKHOCTH
JUTSI OCAXKJICHHSI CIIEAyeT OpaTh PacTBOPHI HUTPATOB: BO-TIEPBHIX, IIPU HATPEBAHUU
HUTpPAThl JIETKO paszjararoTcsi 0e3 ocTaTka, BO-BTOPHIX, OCHOBHBIE HHUTPATHI, B
oOmmieM, Jydiie pacTBOPSIOTCS B BOJE, B-TPETbHX, HHUTPATHBIA aHUOH TpHU
nobapnenun 1menoun Jyerde oomenuBaetcss Ha OH'. Ilpu moGaBneHun TpeThero
HKBUBAJICHTA WIEJIOYM MPOUCXOAUT MEJJICHHBIA TIEpPeXoJ OCHOBHOM COJIM B

OCHOBAHUC:
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M(OH)>X (1) + OH (.p) ——> M(OH); (1s) + X p-p)

[Tpu no6aBiaeHNN M30BITKA IICIOYN MOXKET HAYaThCS PACTBOPCHHE:

M(OH)3 +OH +2 HzO _— > [M(OH)4(OH2)2]-

(manpumep, B ciryuae M = Al, Ga, Cr, Sc).

OcaxxeHue  OCHOBHBIX  cojiei M 00pa3oBaHHME  PacTBOPUMBIX
TUAPOKCOKOMILJIEKCOB  JUIA  Pa3HbIX METAUIOB IPOUCXOIUT B  PA3JIUYHBIX
unreppasiax pH. IlooToMy pexoMeHIyeTcs MpOBECTH IPEABAPUTEIBHOE
TUTPOBAHHE PACTBOPOB COJENM KOMIIOHEHTOB pPAaCTBOPOM ILEJIIOYM H3BECTHOU
KOHLeHTpauu. CinenyeT NpUroTOBUTH PACTBOP TUTPYEMOW COJIM IPUMEPHO TOU
K€ KOHILIEHTpAlMM, YTO MU HCIoJib3yeMas wienodb (Tutpadt). IloctenenHo (mo
KaruisiM) TpuOaBisis K TMOCTOSHHO IMEPEMEIIMBAEMOMY PacTBOPY COJIM PacTBOP
IIEJI0YH, CTPOAT rpaduk 3aBucumoctu pH pactBopa, uzmepsiemoro pH-metpom, ot

o0beMa nobasnenHou menoun. [Ipumep Takoro rpaduxa npuseaex Ha Puc. 9, a.

144

(o]
pH

0 10 20 30 40 50 0 2 a 6 g 10
v KOH, ml v Pb(NO,),, mi

a) 0)
Puc. 9. Kpussie npsimoro (a) u obparnoro (6) TutpoBanus B cucreme KOH

— Pb(NO;),.

Wuorpa nenecoOpa3HO MPOBECTH U 0OpamHoe Mumpoeanue pacTBOPa ILIEIOYH COJBIO

Metania. Yacto IponecCc NMpoxXOoAuT OITMCAHHBIC BBIIMIC OTallbl B O6paTHOM MMOopsAAKE, HO, KaK
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npaBuiio, B JApyrux uHTepBanax pH (Tak Ha3zpiBaeMblil cucmepesuc). B psinge ciydaeB npu
00paTHOM TUTPOBAHUHU OOPA3yIOTCS COBCEM JIpyrue OocHOBHbIE coiu. Ha Puc. 9, 6 nmpuBenena
KpuBasi 00paTHOTO TUTPOBAHUS JIJIsl TOM )K€ CUCTEMBI, UTO U Ha Puc. 9, a.

Jnsa ouenkm pH ocaxaeHHss NOJNE3HO IMPOBECTH TEOPETUYECKUM PACUYET KPUBOM
TUTPOBAHUSI C MCIIOJIB30BAHMEM pPa3IMUYHBIX IPOrpaMM-UMHUTATOpPOB. B HaHHOM mpakTUKyMe
ucnosp3yetcs nporpamma TITR (pabota ¢ mporpaMMoi MPOBOAUTCSI B MHTEPAKTUBHOM PEXKUME
u He TpelyeT crenuanbHbIX noscHeHnuit). Ha Puc. 10 mpuBeneH npumep paccYMTaHHON TaKuM
oOpa3oMm kpuBoil THTpoBaHus. Ilpeamomaraercsi, YTO KHCIbIE MPOTOHBI, BXOJSALIME B COCTaB
KOMIUIEKCA [M(OH2)6]3+, (KOTOpBIE ~ HEUTPANU3YIOTCS  TNpPU  JOOABICHUW  MICIIOYH)
XapaKTEPU3YIOTCS KOHCTAHTaMU KHUCJIOTHOCTH K| = 10'3, K, = 10° u Ky = 10°. Us
MpUBEICHHOr0 rpaduKka BUIHO, YTO 3TUM MpOIECcCaM COOTBETCTBYIOT ckauku pH pacTtBopa
nocie npubasieHuss 00beMOB pacTBopa menoun uyTh 6ombme 10, 20 u 30 mi. Takxe BUIHO,
yro M(OH); naunnaer oOpa3oBbiBatbes npu pH, 6mmskom k 10 u oObeme mienouu, OIM3KOM K

30 M.

OnpenenuB 3HadeHuss pH u KojauyecTBO MIenouyd, TpeOyemble i
OCAKJEHUS KaXIOr0 W3 OCAXAAEMBIX METauIOB, MOXHO IPUCTYNaTh K
ocaxkJieHnt0. OOBIYHO €ro MpOBOJAT, MpPHUKAIbIBas K [EPEMEIIMBAEMOMY Ha
MarHUTHOW MEIIAJIKe PaCTBOPY COJIEH METAUIOB LIEN0Yb IO KAIUISIM, KOHTPOIUPYS
MOJIHOTY TMpOTEKaHUsi oOcaxjeHuss 1o BenuuuHe pH (#momkHa mnepecTaTh
U3MEHSTHCS BO BPEMEHHM I0Cie J0OaBICHHs KaXI0M Karu). B kauecTtBe menoun
ayuie ucnons3oBath NHs-aq, yToOBI He BBOAWTH HEJETYYHX KaTHOHOB, KOTOPHIC
OyIyT 3aXBaTbIBaThbCAd OCAJKOM U OT KOTOPBIX €ro MpUAeTcs OTMbIBaTh. OJHAKO
HAJ0 MOMHHUTh, YTO HEKOTOPbIE THAPOKCUBI METAJIJIOB PACTBOPSIIOTCS B M30BITKE
BOJAHOr0 aMMmuaka, Hampumep, Zn(OH),, a apyrue, nanpumep, Mn(OH), unu
Mg(OH),, uM He ocaxAa0TCs WIH OCAXKIAI0TCSl HE MOJTHOCTBIO.

llposeodenue axcnepumenma. 1T OTOBAT PpacTBOp, COJAEpXKAIIUN  COIU
(>kenmaTeNbHO HUTPAThI) OCAXKIAEMbIX METAUIOB B HYXKHOM COOTHOLIeHHH. Eciu
OCaXKJIaeMble METaUIbl HE O0O0pa3ylT aMMHUAYHBIX KOMILUIEKCOB, OCaXKICHUE
IPOBOJAT pPacTBOpOM amMMmuaka. Ilpu 3ToMm, Kak MOpaBuiIoO, HE NPOUCXOIUT U
pacTBOpPEHHsS BBINAJAIOIMIUX B OCaJAOK aM(OTEPHBIX THUIPOKCHUIOB, U MOXKHO

BBCCTH HGKOTOpBIfI U30BITOK oCaJUuTCJIA.
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pH 14

pKa1 = 3.00 pKa2 = 6.00 pKa3 = 9.00

0 f f f f
0 10 20 30 40 50

Ob6BbeM LLenovun, Mn

Puc. 10. Teopernueckass kpuBas TuTpoBanusi 10 M1 pacTtBOpa
TPEXOCHOBHOM €a00i KHUCJIOTHI (B KayeCTBE TAaKOW KUCIOTHI B JIAHHOM Cilyuae

BbIcTynaeT coiib M(NOs);) CUIBHOM 1IEJI0YBIO0 TOW K€ KOHIIEHTPAIUU.

[Tomy4yeHHBIN OCaOK TIIATEIbHO OTMBIBAIOT BOJOM OT AHHMOHOB (OCOOEHHO
rajioreHu7ioB M cyibgparoB). Ilockonbky amopgHBIH O0CaZOK 3axBaThIBAET
3HAYUTEIBHOE KOJIMYECTBO pacTBOpa (M COJEPXKAIIMXCS B HEM pPACTBOPUMBIX
coJiell), €ro HEeCKOJbKO pa3 IMpPOMBIBAIOT JUCTHUIUIMPOBAHHOM BOJOM C
UCIIOJb30BAHUEM MArHUTHOM MEIIAJKM, IOKa Mpoda Ha HEJETyyue HOHbI

(ra;morenu, cyiabdar) He OyIeT OTpUIATEIBHOM.

Ecnu ocaxneHue NpoBOAUTCS  pPacTBOPOM THUAPOKCHAA IIEJIOYHOTO  MeETala,
HEOOXO0IMMO TIPOBECTH TMpeABapUTeIbHOE THUTpoBaHue. CleayeT MOMHHUTH, YTO HA MOCIEIHHUX
JTanax TUTPOBAaHHS PABHOBECHE YCTAHABIIMBACTCS MEJUICHHO, U CICAYIOIIYIO KaIUllo CIEAyeT
00aBJIATh TOJIBKO TIOCTIE TOTO, Kak 3HaueHue pH pacTBopa ocTaeTcsi HEM3MEHHBIM B TEUYCHUE S5
— 6 cexyHn. llpm ocaxkneHnn n00aBISIFOT CTPOTO PACCYMTAHHOE KOJIMYECTBO OCAIMTEIIS.
[TpoMbIBHBIE BOJBI aHAJIM3UPYIOT HE TOJIBKO HAa aHUOHBI, HO U Ha KAaTHOH, BXOJSIINM B COCTaB
ocanutend. [Ipu ocaxnenun pactBopom NaOH naxke masnbie KoIM4ecTBa HATPUsL B MPOMBIBHBIX

BOJIaX OYEHb JIETKO OOHAPYXHUTh MO XapaKTEPHOMY >KEITOMY OKpAIIMBAaHUIO IIAMEHU. OTa
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peakiys OYeHb YYBCTBUTEIbHA, U €€ CIEAyeT IPOBOJAUTH AKKypaTHO (ciedyem npogecmu
X00CMOLL ONbIM ¢ PACMEOPOM, He codeprucawum uoros Na' ).

YacTto mnpu OCaXIEHUM THUIPOKCHIOB OHM BBIJCISAIOTCS HE B BHJAE XOPOLIO
c(OpMHPOBAHHOTO OCajiKa, a B BuAe rensd. s OTAeNIeHHs TaKoro ocajaka OT pacTBOpa
UCIOJB3YIOT HarpeBaHHe pacTBopa A0 KuneHus (06e3 ymapusanusi). Ilocie MHOrokparHoro
IPOMBIBAHUsSI Ieie00pasHblil 0Ca0K MOXKHO MOJIBEPTHYTh LEHTPU(PYTUPOBAHUIO Ul yAAJICHUS

n30BITKA BOBL.

C.t:> 1. ITpeamnoyioxum, 4TO HEOOXOAUMO MOTYUUTh MMUHETL cocTaBa CuAl,0Oy,
UCXOJs U3 BOAHBIX PAaCTBOPOB HHUTPATOB MeIu U amoMuHusA. KakuMm crnocodom
Jy4llle MPOBECTH TOMOTEHU3ALMIO?

Oteer. Jlyudmie Bcero MmoAaXOAUT OCAXACHHE TUAPOKAPOOHATOOM HATpPHS.
PactBopuMbIil KapOOHATHBIM KOMIUIEKC MEIU MajJOyCTOMYHMB M HE 0Opaszyercs B
ropsiueM pazdaBieHHOM pactBope. OkcanaThlii cOCOO OCaXKIEHUS HEMPUTO/IEH,
NOCKOJIBKY W M€Ib, W alIOMUHUNA O0pa3yloT YCTOMUYMBHIE PacTBOPUMBIC
OKcaJlaTHble KOMIUIEKChl. OCa)KIeHHE T'MAPOKCHIOB HELEeIecOo00pa3Ho MO JABYM
OpUYMHAM: NpPU JEUCTBUM KPENKUX IIEJI0Yed TUIAPOKCHI MEIU OYEHb JIETKO
pasznaraercsi 10 OKCHUJA, a THUIPOKCU] aJIIOMHHHUS MOXET pPacTBOPUTHCS.
JlelicTBOBaTh BOJHBIM pPAacTBOPOM aMMHUAKa TAaKXE HEJb3s, MOCKOJbKY MEIb C
aMMHAKOM 00pa3yeT yCTOMYMBBIA KOMIUIEKC, COJM KOTOPOTO  XOpPOLIO
pPacTBOPUMBL.

2. Kakum crnoco00oM roMoreHu3alyy JIy4lle BCero BOCHOIb30BaThCsl, YTOOBI
MOJIYYUTh TBEpHbId  pactBop Sn;;3,Cr,W,0,? B mabGoparopum wuMeroTcs
CJIeNyIoIMe UCXOIHbIE BemecTBa: nuxiopu onoBa SnCl,-2H,0, napaBonsdpamar

AMMOHUSA (NH4)10(H2W12042)' IOHQO H HUTpPAT XpoMa CI'(NO3)39H20

2.3.3. O0:kur

OO6xur sBaseTCs 3aBCpIIaArOIMMUM 3TAIlIOM CHHTC3a. B 3aBucumocTtu ot

OpPUPOABl MCXOJHBIX BEMIECTB W MeTojga UX o0O0paboTKM Temmeparypa u
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JUIMTEIBHOCTh 00XHUIra MOTYT BapbUpPOBaThCAd B ILIMPOKUX IMpeaenax — OT
HeckoJibkux MUHYT U 300 — 400°C no Heckonbkux mecsiueB U 1100 — 1400°C.
Hepenko ycnoBusi o0O0XWra TMNpUXOIUTCA MOAOMPATH  AKCHEPUMEHTAIBHO,
KOHTPOJUPYS TEM WJIM UHBIM CIIOCOOOM TMpEBpalllCHHUs], IPOUCXOSIINE B 00pasle.

BemiecTtBo momMemaOT B TUrEdb WM JIOJIOYKY W3 HMHEPTHOTO Marepuana
(CTIeueHHBIN alyH[, AUOKCHI MHUPKOHHUS, TrpaduT, MOIUOAEH U T.1I.), KOTOPHIH
MPOKAIUBAIOT MO0 HA TOpeske, JIMOO B CleUaIbHBIX Nevyax (eciau oOkuraemas
CMeChb WM MaTepuan JOJOYKA WIM THUIJIS HEYCTOWYMBBI Ha BO3MIYyXE,
IIPOKaJMBAHUE TMPOBOJAT B TOKE HHEPTHOrO ra3a — a30Ta WIM aproHa).
MakcumainbHas TeMIeparypa pa3orpeBa oopasia Ha 0OBIYHOM ra30BOM rOpesKe He
npesbimaet 650°C, Ha ropenke ¢ BO3AyMIHBIM mnojaayBoM — 900 — 1000°C,
KHCIIOPOJAHOW ropenike — Heckosibko Bbeimie 1500°C. K HemocTaTKy Tropesnok
OTHOCSITCSI HEBO3MOXHOCTb KOHTPOJISI TEMIIEPATYpPhl 1 HEPABHOMEPHOCTh HarpeBa
o0pa3ia, K MPEeUMYyIIEeCTBY — BO3MOKHOCTh BHU3yaJIbHOTO KOHTPOJSI COCTOSIHUS
obOpasma. IlpoBecTn OOXHUT TIPW KOHTPOJIUPYEMOW TEMIEepaType C 3aJaHHBIM
pPEKUMOM HarpeBa W OXJAXKJACHHUS MOXKHO B DJIEKTpOIEYax COMPOTUBIICHHUS.
CoBpeMeHHBIE DJICKTPOIEUH, YIpaBIsieMble AJICKTPOHHBIM PETYJISITOPOM WU
KOMIIBIOTEPOM, TO3BOJISIIOT pEaiM30BaTh BECbMa CIIOXKHBIE PEKHUMbl Harpesa.
OOBIYHO  HarpeB  COCTOMT M3  OJHOTO, pEeXKE  HECKOJbKHUX  JTaloB,
XapakTepU3yIOUIUXCsl 3aJaHHON CKOpPOCThIO HarpeBa. B kadecTBe Marepuana
HArpeBaTeNbHbIX YCTPOWCTB HCIOJB3YIOTCS HUXPOM (CIUTAB HHUKENS U Xpoma —
paboune temnepatypsl 10 1000°C), dexpanb (criiaB xkeneza, XpoMa u alFOMUAHUS
— paboume Ttemmeparypsl jgo 1200°C), cwmr (kap6opynn) SiC (pabouwme
temneparypel 10 1400°C), nucununma monubaeHa MoSi;, XpoMUT JaHTaHa
LaCrO; (paboune Temmepatypsl 10 1800°C).

Brei6op pexxuma oOkura (TeMmreparypbl U JUIMTEIBHOCTH KaXKJOTO ATara)
uMeeT Oosbloe 3HadeHue. TepmMooOpadoTka oOpasiia COCTOMT KaK MUHUMYM H3

TpeX 3TaloB: HarpeBa, COOCTBEHHO OOXuUra M oXJaxaeHus. B psae ciayuyaeB npu
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00XHre MPOTEKaloT U (GU3MUECKUe MPOLECCHl, HApUMep, (Ga3oBble HEpPeXombl 1
cnexanne’. YacTo 1enecooGpa3sHO OGKHI MPOBECTH B HECKONBKO STANOB IIPU
pa3IMYHBIX YCJOBHSX, HAllpUMep Ha TMEPBOM JTale TMPOBECTH PA3I0KCHHE
UCXOJHBIX BELIECTB MPU CPABHUTEIBHO HU3KOW TeMIlepaType, a Ha CIIEQYIOIeM
JTane yxe mpu Oosiee BBICOKOW TeMmIepaType IPOBECTH PEaKlUio CHHTE3a
KOHEYHOTO MPOAYKTA.

[IpunsATO CuMTaTh, YTO CUCTEMA MpHILJIAa K PABHOBECHIO, €CIU YABOCHUE
BpEMEHHU 00KHra He MPUBOJUT K M3MEHEHHUIO (pa30BOro cocraBa o0Opasla U 3TOT
cocTaB He MpOTHUBOpeunT mpasmiy ¢a3 [1]. Eciu peakuus mporekaer MenIeHHO,
MOXHO JIMOO TOAHATH TEMIEpaTypy, JMOO (€cin TMOBBICUTH TEMIeEpaTypy He
MO3BOJIAIOT ~ BO3MOXKHOCTH ~ OOOpYZOBaHHMS WM  BEHIECTBO  TEPMHUYECKU
HEYCTOMUYMBO) YBEJIUYMUTD JUIUTEIBHOCTh OTkHra. Yacto /st obecniedueHus Oosiee
TECHOTO KOHTAKTa MEXKAY YaCTULAMH PEareHTOB MOPOIIKOOOPa3HYIO CMECh Iepea

00KHUTOM MPECCYIOT B TAOJIETKHU.

Nudopmanuio o ToM, IpH KaKOW TeMIiepaTrype CieayeT MPOBOIAUTh CHHTE3 M3BECTHBIX
BEIIECTB, MOYKHO TOYEPIHYTh U3 JAaHHBIX IO TEMIEpaTypaM pas3liOKEHUs WU IUIaBJICHUS,
KOTOPBIC SIBJISTFOTCSI 4aCThI0 (Ja30BBIX JUArPaMM COOTBETCTBYIOIIMUX CUCTEM. MIX MOKHO HAaWTH B
CIIPAaBOYHHMKAX, a4 HMHOTJA TOJHKO B OPUTHHAIBHBIX paborax. IS HOBBIX BEIIECTB BBIOOD
YCJIOBHM CHHTE3a HEPEIKO IMPEBpaIIacTCs B CIOXKHYIO W (0 MEPBOr0 YJIa4yHOTO PE3yJbTaTa)
HeOIaroJapHyIo 3ajady, XOTS YacTO yNaeTcsi BOCIOJIb30BAaThCS AHAJIOTHSIMH C HM3BECTHBIMU
BEILIECTBAMM.

Cpenu ycrmoBWii 00Xura cCjeayeT yIHOMSHYTh W 00 armocdepe, B KOTOpPOH OH
npoBonautcs. [IpeamonokuM, HEOOXOaUMO H3y4HTh TBepable pacTtBopel MgAl (Cr,Oq,
MgAl,, T1,04 u MgAl, ,Co,0O4. TpexBaneHTHOE COCTOSIHHE XpOMa OY€Hb YCTOWYUBO, U OOMKHT

o0pa3ioB TEepBOM CHUCTEMBl MOXKHO TPOBOJIUTH TpocTo Ha Bosayxe. CoenuHeHus

7 Da30BBIM IIEPEXOAOM MOXKET OBITH HE TOJLKO MEPEXOJ M3 OJHOIO arperaTHOro
COCTOSIHMSL B JIpyroe, HO M TMEPEXOj TUIA TBEPIAOE —> TBEPAOE, HAIpPUMED,
TpeBpalieHue rpaguT —> aimMas.

Cnexanuem Ha3bIBACTCS TMPOICCC YMEHBIIICHUS 00beMa W PE3KOT0 yIIPOYHCHUS
MEK3EPEHHBIX KOHTAaKTOB B TMpollecce OOXKWra IpH TeMIepaType HIKE
TEMIIEPATypbl IUIABJCHHS  BEIIECTBA, KOTOPBIH  COMPOBOXKIACTCA PE3KUM
YBEJIIMYCHUEM MEXaHUYECKON POYHOCTH.
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TPEXBAJIEHTHOTO THTAHA OYEHB JIETKO OKUCIISIOTCS, 0COOCHHO MPH HATPEBaHHUHU, U OOKUT BTOPOM
CepHH ClIeAyeT NMPOBOAWTH B TOKE MHEPTHOTO Tas3a — a3oTa WM, Jydlle, aprona. Hamporus,
Co(Ill) mpu nHarpeBanuu jerko BocctaHaBiuBaercs a0 Co(Il), u oGxurars oOpasipbl TpeTben
CHCTEMBI CJIEJIyeT B TOKE KHCIOPO/a, a elle JyYllle — MO/ €0 JaBICHHEM.

CkopocTh oOxJaxIeHus: oOpas3lla BakHA JIMIIb B Clydae, KOTJAa TPU OXJIAXKIACHUHU
npoucxoaut (pa3oBelii mepexona. [Ipu OBICTPOM OXJIAXKICHUU OH MOXKET HE YCIIeTh NMPOWUTH, U
COXpaHUTCA BbICOKOTEMIIepaTypHas MoAu(uUKanusa. DTOT npolecc Ha3bBaeTcs 3akankou. Ecin
HEOOXOIMMO TOJIyYUTh HHU3KOTEMIIEpaTypHYI0 ¢opMmy, a (a3oBbIii Nepexo] 3aTpyAHEH U
MPOTEKAeT MEIJICHHO, CKOPOCTh OXJXKICHHS IOJDKHA OBITh O4YeHb Majou (2 — 3°/mMuH u
MeHblIe). MeayieHHOe OXJIaXKACHUE MPUMEHSIOT TaKKe NPH BbIPAIMBAHUM KPHCTAIOB W3

pacriaBa WM U3 ra30Boi (asbl.

IIposeodenue skcnepumenma. IlomydeHHbId 00pa3enl MOMEMAIOT B JIOAOUYKY
WM TUTENb JUIsl IpoKanuBaHus. Eciin TeMreparypa mpeanojaraéMoro Ipouecca
oTHocuTenbHO HU3Kas (He Bbimie 700°C), MOXHO HCHOJB30BATh IJIa3ypOBAHHbBIC
dbapdopoBbIe TUTIIH, €CIIU BbIIIE — ATYH/IOBbIE (ClI€TTaHHBIE U3 CIIEYEHHOTO OKCHJIA
amomunus). [lockonbKy Mpu HarpeBaHUU 10 BBICOKUX TEMIEpaTyp B HEKOTOPOil
CTETMEeHU MIPOUCXOIUT B3aUMO/JICHCTBUE MaTepUalia TUTJIS U BEIIECTBA, KEJIaTeIbHO
UCIIOJIb30BAaTh T€ TUTJIM, B KOTOPHIX paHee MPOBOIUIICS 00KUT 00pas3IioB OJIU3KOTO
WJIM TOTO K€ CocTaBa (CM. TpuMeUYaHue Ha cTp. 48-49).

Pexxum 00Hra BBIOMPAIOT HA OCHOBAaHUU JIUTEPATYPHBIX JIAHHBIX WIIU
JAHHBIX TeKyIero ananuza (PDA).

IIpokanuBanue Ha ropejkKe. Turenb ¢ 00pa3soOM TMOMENIAIOT HAa
dbapdopoBbIil TpeyroabHUK. TUTENbh pa3MeIIaloT HaJ FOPEIKON Ha TaKOil BBICOTE,
4yTOOBl cllaboe IIaMs €lBa Kacajioch CTEHOK THUTIJs (HampuMmep, B Mpolecce
yHOapuBaHUs BOJbl TMPU CIUIABJIECHUU KPUCTAIJIOTUIIPATOB, MPOKAIMBAHUU
resieco0pasHbIX OCAJKOB, OKCAjdaTOB MU T.A.), B TO BPEMs Kak CHJIBHOE IIams
pPaBHOMEPHO HarpeBajgo Obl Kak JHO, TaK U CTEHKH (HA 3aBEpIIAIONIUX 3Tarax
npokanuBaHusi). Eciiu B MeTOJuKe HE OrOBOPEHO 0C000, CIIeyeT OYEHb IJIABHO
yBEJIMYMBATh CHIIy HarpeBa. Pe3kuil HarpeB (Tak Ha3bIBAEMbI mepmoyoap)

OPUBOJUT K HEKOHTPOJUPYEMOMY YCKOPEHHIO Ipolecca C BbBIOPOCOM 4YacTH
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BemecTBa, a (apdopoBbie TUTIM TPHU STOM TOABEPTAIOTCS PACTPECKUBAHUIO.
[TockonbKy 4acTh 00pasia, Npuiieraroniasi K CTeHKaM, HarpeBaeTcs CHIIbHEE, Yepe3
HEKOTOPOE BpPEMsl HarpeBaHUE MPEeKpalarT, 00pa3ell OXJIKIAT, IEPETUPAIOT U
TOJIBKO TOCJI€ 3TOTO MPOAOKAIOT MPOKAIWBAHKUE IO TE€X TOp, MOKa oOpaser] He
cellaeTCsd BHU3yaJIbHO OJHOPOJIHBIM WJIM JalibHElIlee HarpeBaHue He Oyler
MPUBOJUTH K U3MEHEHHUIO €r0 BHEIIHETO BHUJIA.

JIroboit mpoliecc MpPOKaTUBaHUS CIENYET MPOBOJIUTH TMOJ TATOW. ITO
TpeOOBaHUE JOJDKHO BBITIOJIHATHCS HEYKOCHUTEIBHO, €CIIM B Ipollecce 00Kura
BBIJICJISIIOTCSL WJIM MOTEHUHUAIBHO MOTYT BbIAEHAThCA sA0BUThIE (SO,, NO,) unu
pesko maxnymme BemiectBa (NHj3). Credyem  nomumums, umo  nopoe
YYBCMBUMENbHOCIU 00l K HUM PA3IudeH, U ma KOHYeHmpayus ux 6 80o3oyxe,
Komopasi He npudunsem Oecnokoucmea pabomaiowemy, MOod*Cem OKA3AMbCs
NPUYUHOU MANCENIX NOPANHCEHUN TI00€t, HAXOOAWUXCSL PAOOM.

Habniooenue 3a npoyeccom nazpesanus 06s3amenbHo ciedyem nposoouniv
8 3aWUMHOU MAcKe, NOCKOIbKY MOMCem HNpOU30UmMU GHE3anHulll B8blOPOC
2a3000pas3ublX UMY  JHCUOKUX  NpoOYyKmos. Pyku  ciredyem  3awumumo
XJION4amoOYMaNCHLIMU  UNU  OPE3eHMOBbIMU, HO HEe pPEe3UHOBbIMU NepuamKkamu
(Heoonycmumo  UCNONBL308AMb  NEPUAMKU U3 JHOObIX  CUHIMEMUYECKUX
mamepuanos).

O0xur B 3jektponedu. Cremyer yOeAWTHCS, YTO BBIACIAIONIMECS B
npoiiecce 00KHUra ra3bl He arpeCCUBHBI 110 OTHOIICHUIO K MaTEPUALy OMKDbIIMbIX
HarpeBaTenel  (Hampumep, pacKaJCHHbIH HUXPOM JIETKO OKHUCISETCS B
npucytctBu NO,). OOpasen; momemarT B THUreldb, I€4Yb 3aKphIBAlOT (Kak
NPaBUJIO, CIBIIIEH MIETYOK MPEJOXPAHUTEIHHON CHUCTEMbI) W HAaOUpaAIOT Ha
YOPABJISIIOIIEM yCTPONCTBE Mporpammy oOkura. Kak mpaBuio, BHU3yalbHBIN
KOHTPOJIb 32 COCTOsTHUEM oOpaslia B dJIeKTpornedyn HeBo3MoxkeH. [locie Toro, kak
nporpaMMa 3aKOHY€Ha U Me4b OCThIJIA, 00pa3el] BHIHUMAIOT U3 TIEYU U MOJABEPTatoT
aHaIu3y.

Buumanue! Ilocne oxonwuanus npocpammsi 0bxcuea He 6ce YNpasisaroujue

YCMpOoUcmea NoKa3vléarom mMeKywylo memnepamypy nevu (Hanpumep, mueaem
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unouxkamop "END"). Ilepe0 mem, kax omxpvimb neuvb, ybeoumecv, Umo
memnepamypa 8 Heu 00CMAamoO4HO HU3KAs (UH020a Ons 2M0o20 O00CMAMOYHO
BLIKIIOUUMb U BKIIOYUMb Neys). Bzaumoolelicmsue pAacKaleHHbIX OMKPbINbIX

Hazpesamenel ¢ U30bIMKOM c8edce20 8030yXa ObiCMpo NPUBOOUM K UX nopue.

2.4. MeToabl aHAJIN3A MOJYYEHHBIX BEIIECTB

[locne Toro, Kak MPOBENEH OOXKWI, MOJYYEHHBIH Mpenapar HeoOXOIUMO
IPOAHAIU3UPOBATh — O00PA30BaJCs JIM B HEM LIEJIEBOM IPOIYKT, COIAEpKATCS JIU
IPUMECM M KaKoBa HX IMPUPOJA M INPUMEPHOE COJAEpXKaHHUE, T.€. ONPEIEIUTH
¢dazoBbiii coctaB obOpasua. [locne Toro, Kak J0Ka3zaHO, YTO Mbl UMEEM JEJO C
olHO(a3HBIMM  TpenapaTroM, T.€. HHIWBUIYAJbHBIM BEIIECTBOM, MOXKHO
IOpUCTyNaTh K HCCIEJOBAaHMIO €ro cBoicTB. OmnpexneneHue ¢(azoBOro cocraBa
MOXHO MPOBOJIUTH PAa3JIUMYHBIMU CIOCOOAMU — COYETaHUEM, HalpUMEp,
MUKPOCKOIIMM ¥ CHEKTPOCKONMH, HO Yallle BCEro JUIsl 3TOr0 MCIOJIB3YIOT METOJ
peHTreHo(pa3zoBOro aHaiIM3a.

HeoOGxomumocTh B TPOBEACHWM aHaNIM3a BO3HHMKAeT M Ipu paboTe ¢
VCXOJHBIMHM BEIECTBAMM, HAIPUMEP, IPU YCTAHOBJICHUM KOHLIEHTpAaLUHd HOHOB
METAJIJIOB, KMCIJIOT, OCHOBAHHUM U T.1. J{JI1 3TOro UCNOJIb3yEeTCS THTPUMETPUIECKUN
aHanu3. OCHOBBI METOJOB TUTPUMETHYECKOTO M PEHTTeHO(pa30BOro aHaIn3a

H3JI0’KCHBI B CJIICAYIOIIUX pasgciiax.

2.4.1. TurpumeTpryecKHi aHAIU3

TuTpoBaHue — mpouecC ONpEeAeieHUus KOHIEHTPAlUu HCCIEAYEMOro
BEIIECTBA IIyTEM MPOBEACHUSA HEKOTOPOM OJHO3HAYHOW €ro peakuuu ¢
IOCTENIEHHO NpUOABIsEMBbIM pPACTBOPOM JIPYTOro BELIECTBA, KOHLEHTpALUs
KOTOPOI'O U3BECTHA, @ MOMEHT OKOHYAHUS peakluu (KOHEUYHas TOYKa TUTPOBAHUSA)
MOXKET OBITh HaJEXKHO YCTAHOBJIEH. B THUTpUMETPUYECKOM aHajIu3€ MOryT

IIPUMEHSATHCS peakuuu pa3IuyHOU IIPUPOBI — OKHUCJIUTEIBHO-
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BOCCTAHOBUTEJIbHBIE, KUCIOTHO-OCHOBHBIE, KOMIUIEKCOOOpa3oBaHusi U T.n. B
paMKax JaHHOTO MPAKTUKyMa BBITOJHSAETCS KUCIOTHO-OCHOBHOE TUTPOBAHUE.
TexHuka npouecca COCTOUT B IOCTENEHHOM J00aBJIEHUU K pPacTBOPY
TUTPYEMOT'O BEIECTBA C M3BECTHHIM HAudaJbHBIM OOBEMOM pacTBOpa BTOPOTO
peareHTra (TUTpaHTA) W3BECTHOM KOHILIEHTpPAIMU. YCTAHOBUB KOHEUYHYIO TOUKY
TUTPOBaHUS, 1O  OOBEMY  HM3pPAaCXOJOBAHHOIO  THUTPAHTA  OMNPEIEISAIOT

KOHIOCHTPAIHWIO TUTPYCMOI'O BCIICCTBA, NCXOJA M3 3aKOHA SKBUBAJICHTOB

NVr =NV,

9
rne T — TUTpyemoe BeIleCTBO, ! — TUTpaHT, V — o0bem, N — Hopmanvhas
KoHIeHTparust (3kB/1). Hampumep, ecnu Ha TuTpoBanue 10-MUTTHMIIMTPOBOM
QJIMKBOTHl a30THOM KUCIOThl HEM3BECTHOM KOHIIEHTpAllMu ObUIO 3arpaueHo 12.5

mi 0.08 N pactBopa NaOH, To KOHIIEeHTpalusi a30THOM KUCIOThI COCTABUT

2—> 1. Ha turpoBanue 10 mn pactopa TINO; morpe6oanocs 15 mn pactBopa
(NH4),Ce(NO3)¢ ¢ xonmentpamuedt 0.08 momb/n. Onpenenure KOHIEHTPAILUIO
TaJUTASL B ©ICXOJHOM PacTBOPE.

Pemrenue. B pactBope nporekaer peakuus

TI" +2 ceY — TI* + 2¢e™

? JIns KHMCIOT HOPMAIbHOCTH UHCICHHO pABHA IPOM3BEACHHUIO MOJISPHOM
KOHLIEHTpAallUd Ha OCHOBHOCThH (HANpuMeEp, OJHOMOJISIPHBIA pacTBOp CEpPHOM
KHUCIIOTBl SIBJIIETCA JBYXHOPMAJbHBIM), JJII OCHOBAaHMM — Ha KHUCJIOTHOCTh
(manpumep, aiia Ba(OH), 0.05M = 0.1N). B 31eKTpOXUMUYECKUX PEAKLUAX POIb
kod(hduiieHTa MeXAy HOPMAJbHOCTHIO M MOJISIPHOCTBIO HUIPAET KOJIMYECTBO
IPUCOECIMHEHHBIX WA OTAAHHBIX 3JIEKTPOHOB, KOTOPOE 3aBUCUT OT KOHKPETHOTO
nporecca.
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COOTBETCTBEHHO,

_ NeVe _0.08-0015_
Vi, 0.01

NTI

[ToCKONBbKY B JAHHON peakiuK SKBMBAJIEHT Taius paseH asyM (uon T1' tepser 2
AJIEKTPOHA), TO KOHLIEHTPAIUsi HOHOB TAJJIUSI B UCCIEAYEMOM PAacTBOPE COCTaBUT
0.06M.

2. Ha tutrpoBanme 5 Myl pacTBOpa CEpHOM KHCIOTHI MOTPEOOBANIOCH 8§ MII
pactBopa NaOH c¢ konnentpanuein 0.15M. KakoBa Obljia KOHIIEHTpALMS CEPHOM
KHUCJIOTHI?

OtBer. 0.12M.

PaccmoTpum mpouecc THUTpOBaHUS KHUCIOTHI CHJIBHOHM IIesodbto Ooiiee
noapo6Ho. Iloka konMyecTBO A00ABIECHHOW IIENOYM HEBEIMKO, 3HaueHue pH
BO3pacTaeT OTHOCUTENBbHO MeUIeHHO. OfHako, Mpu NPUOIMKEHUH K KOHEYHOU
TOYKE TUTPOBaHUA pocT pH CHUIBHO yCKOPSIETCS U B KOHEYHOUM TOYKE TUTPOBAHUSA
IPOUCXOJUT PE3KHM CKadoK (B 3aBHCHUMOCTH OT KOHLIEHTPAlUMU HCXOIHBIX
pacTBopoB, A0 1-2 eaunun npu pobasieHun 1 mu u Menbuie). Eciou kucnora
CUJIbHAs, CKAYOK BBIPAKEH OUYEHb YETKO, IPHU 3TOM BennunHa pH B paiioHe ckauka
Oonmu3ka k HedTpanbHOW. Eciam kucmoTta cimabas, CKadoK CyIIeCTBEHHO Oosee
Pa3MBbIT U IPOUCXOUT, BCIEACTBUE T'MIPOJIN3A, YIKE B CIIA0OIIEIOUHOM Cpee.

BONBIIMHCTBO MHOTOOCHOBHBIX KHMCIJIOT SIBJISIFOTCS JOCTATOYHO CUJIBHBIMU,
JMUIb €CJIM peYb UAET O IUCCOLMALMU 110 NepBOU cTyneHu. Iloatomy TuTpoBanue
PacTBOPOB CHJIBHBIX MHOTOOCHOBHBIX KHCIIOT, Ja)K€ CEpHOM, OOBIYHO MPOBOMST
JMIIb O MEPBOM CTyNEHW (SKBUBAJIEHT B 3TOM ciydyae paBeH 1). TurpoBanue
CEpPHOM KHUCJIOTBI IO BTOPOM CTYIIEHH BO3MOKHO, HO TOYHOCTH OIPEACIICHUS NpU
9TOM HECKOJIBKO MEHbIIE. [ MaApaTHpOBaHHBIE HOHBI METAUIOB TAaKXKE€ MOKHO
paccMaTtpuBaTh Kak OTHOCUTENIBHO cJlabble MHOTOOCHOBHBIE KHUCIOTHL [lpu

TUTPOBAHUHU OYCHDb C7a0BIX KHCJIOT KOHCUYHYIO TOYKY TUTPOBAHUA MHOT A YAACTCsA



63
0OHAPYXUTh JIMIIB 110 MAKCUMyMY Ha rpaduke mpou3BogHON 3aBucuMoctu pH ot
o0beMa 100aBIIEHHOT'O TUTPaHTA.

Ckauok pH (T.e. KOHEUHYIO TOUKY TUTPOBaHUS) OOBIYHO ONPENETSAIOT IBYMS
crocobamMu. M0>XKHO U3MEPSATH 3Ty BEJIMYMHY C MOMOILBIO CHELMAIBHOrO Ipudopa
— pH-merpa. B »TOM ciiydae TuUTpOBaHHE NPOBOJAT, MOCTOSHHO HaOmoas 3a
nokazaHusiMu npudopa. B paBHOIl Mepe wucmoib3yercs pa3paOOTaHHBINA 10
U300pETEeHHs ANEKTPOHHBIX H3MepuTened (a Mpu NPUMEHEHHH OKUCIUTENIbHO-
BOCCTAHOBUTEJIbHBIX PEAKLIUN U PEeaKUUH KOMIUIEKCOOOpPAa30BaHMSI OH M NOHBIHE
SIBJIIETCSI OCHOBHBIM WJIM €IUHCTBEHHBIM) METOJI MHIUKATOPOB: B OECIIBETHBIN
pacTBOp BHOCUTCA HEOOJIBILIOE KOJMYECTBO, KAk MPABUIIO, OPraHUYecKOro
BELIECTBA, KOTOPOE B pa3HbIX MHTepBanax pH umeeT pa3Hyro OKpacKy (Hampumep,
KHUCIIOTa U COJIb WM COJIb U CBOOOJTHOE OCHOBAHHUE OKpAIICHbI MO-Pa3HOMY).
Hauwnas ¢ mexotoporo 3mauenus pH, B pactBope BMecte ¢ "kucioi" dopmont
HAYMHAET NOSBIATHCS "OCHOBHAs'", IMPH 3TOM OKpacka pacTBopa MeHsercsa. B
y3kom uHTepBajie pH (y xopomux uuaukatopoB He Oosee 0.2 — 0.4 en. pH)
COCYLIECTBYIOT 00€ QopMbl, a 3aTeéM B pacTBOpPE MPUCYTCTBYET TOJIbKO
"ocHoBHas". KoHeuHas TOYKa THUTPOBAaHUS OIpPEAEIAECTCd BHU3yaIbHO (WM
CHEKTPOMETPUUYECKH ) Kak 00JIacTh Hanbosiee pe3Koro N3MEHEeHUs OKpacku. B aTom
OTHOLIEHUHU HauOoJee [EHHbl MHIUKATOPHI, OJIHA U3 (DOPM KOTOPBIX OKpallleHa, a
BTOpas OecuBeTHa. KoHeuHast Touka TUTpOBaHMSI ONIPENESIETCS B 3TOM ClIydae Kak

MOMCHT IIOABJICHHA YCTOﬁqHBOﬁ OKpaCKHu pacTBOpa.

Bce nHaMKaTOphl XapakTepU3yIOTCs ONpEeAEICHHBIMU MHTEpBaJlaMHU IE€pexoja OKpacKu
(m1s Hambosiee YacTo MCIMONIb3yeMbIX OHU pacnonaratorcs npu pH ot 2 go 11). Ilostomy mpu
IPOBEICHUN TUTPOBAHUS HEOOXOJMMO BBIOpaTh HHIMKATOp, MHTEPBAI IEpexojia KOTOPOro
JEKUT MAaKCUMaJIbHO ONu3Ko K pH KOHEUHOU TOYKM TUTpOBaHUS (HampuUMep, JJs TUTPOBAHUS
CHUJIbHOM KUCJIOTHI CWJIBHBIM OCHOBAHHUEM YMECTHO B3SITh HHAMKATOP C UHTEpBajoMm 7.2 — 7.5).

BoJIbIIMHCTBO MHAMKATOPOB  SIBJIETCS CHA0BIMU  KUCIOTAMHU WJIH  aM(pOTEpHBIMU
OCHOBAHMSAMU M TAKXKE YYaCTBYIOT B KUCIOTHO-OCHOBHBIX PEAaKLUAX MIPU TUTpOBaHUU. UTOOBI He

YBCIIUYUTH OH_II/I6Ky, CBA3aHHYIO C HCCOOTBCTCTBUCM HMHTCPBAJIOM IICPEXOJa U KOHEUYHOM TOYKH
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TUTPOBaHUA, 3a CUCT JAOIOJHHUTCIBHOI'O TUTPOBAHUA CaMOIo HMHAUKATOPA, HOCJ’IGIIHI/II;'I

H€O6XOI[I/IMO HCIIOIL30BaTh B OYEHbL HEOOJIBIIIOM KOJIMYECTBE.

IIposedenue sxcnepumenma. I'pagyupoBaHHON TUIETKOW OTOUPAIOT
TOYHYIO QJIMKBOTY MCCIIEyEMOr0 PacTBOPA, MOMEIIAIOT B KOHUYECKYIO KOJOY WU
CTakaH, B KOTOPBIN OIyCKarOT 31ekTpoasl pH-Mmerpa win gobasisitor 1-2 kamim
(ne bonvwe!) pacTBOpa HHIAUKATOPA. Y JOOHO MCIOJIB30BATh MArHUTHYIO MEIIAIKY
JUist  OBICTPOTO YCTAaHOBJIEHHWS paBHOBecHus. llpu mnpuMeHEeHMH OKpalmleHHBIX
WHMKATOPOB KOJIOYy 00s3aTelbHO CTaBAT HAa JUCT Oelol Oymaru uiam Oenoro
HENpPO3pavyHOro IUIACTHKA, WM K€ MOMELIAIOT Oenblid JMCT IM03aAu CTaKaHa,
IIOCTABJICHHOTO HAa MAarHUTHYK MEHIAIKy. 3aloJjHAIT OIpPETKy pacTBOPOM
TUTPaHTa, MPU 3TOM YJOOHO, KOrja J0 Hauyajga TUTPOBAHUS MEHHUCK pPacTBOpa
TUTpaHTa pacnojaraercs Ha HyjJeBoM (10-m, 20-M W T.I.) JCJNEHUM IIKAIbI
OIOpETKH.

I'py6oe tuTpoBanme. IloCKOIBKY KOHLEHTpalus TUTPYEMOI'O BEILECTBA
HEU3BECTHA, J100aBJI€HUE BCEro HEOOXOAMMOro O0bEMa pAacTBOpa TUTPAHTA IO
KaIUIIM MOXET OTHATh MHOI'O BPEMEHM (HAllpUMEpP, Ha TUTPOBAHUE AJIMKBOTHI
Hy’)kHO 14.6 My, a oobem karum paBeH 0.03 mur). IlosTomy Ha mepBom 3tare
IPOBOJAT rpy00€ TUTPOBAHME, 100aBisIs TUTPAHT nmopuusiMu 1o 1 mu. B Hamem
ciydae nociie pob6asinenue 14 mu menoun pH ocranercs ciiaGokucibIM (LBET
pacTBOpa, MOAKPALIEHHOIO MHAUKATOPOM, TaKkKe OYyJEeT COOTBETCTBOBATH KUCIIOU
cpene), a mocie npobamieHuss 15-ro mwmmiauTpa TUTpanta pH oxaxercs
c1a0oIIEeN0YHbIM, a OKpacka MHAMKaTopa OyAeT COOTBETCTBOBATh 'MIETOYHOM"
¢dopme. B nanpHelneM npu TOYHOM TUTPOBAHUU MOXKHO cpa3y n00aButh 13-14
MJI pacTBOpa IIEJIOYH.

Tounoe TuTpoBanue. B o00iactTi KOHEYHOM TOYKM THUTPOBAHHUS
3aBUCUMOCTh pPH 0T oObema J00aBICHHOTO TUTPAHTA BBIPAXKAETCS Ha rpaduke
IOYTH BEpTUKAIbHOU nuHUEH. [loaToMy BOMM3M 3TOW TOUKM TUTPAHT JOOABISAIOT
no KaruisiM. [1ockonbKy KOHIIEHTpalus TUTPYEMOIro BELECTBa (B HAIllEM Ciyyae

KHUCIIOTBI) B 3TOW O0JaCTH OYEHb HHU3KA, PAaBHOBECHE YCTAHABIMBAETCS OYCHB
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MeuieHHo. IloaTtoMy mnocne po0aBieHUsT KaKIOM Kaluld pacTBOpa THUTpPAHTa
HEOOXOIMMO TON0XKAAaTh MO MeHbinell mepe 30 cekyHJ, MOKa YCTaHOBUTCS
paBHOBecHe (YCTaHOBHUTCS CTallMOHAapHOE 3HayeHue pH Ha mikaie npubopa wiu
OJIHOPOJIHOE OKPAILMBAHKUE PACTBOPA).

[Ipu npoBenennu TuTpoBaHus ¢ pH-mMeTpom pe3ysbTaThl y1I00HO 3aHOCUTD B
TaOMUIly C TpeMs KOJOHKAMHU: TMOKA3aHWs MIKANbl OIOPETKH B MII, KOJIUYECTBO
noOaBreHHbIX Kamenb W 3HadeHue pH. IlepByro rpady nmpu TOUHOM THTpOBaHUU
3aMoOJIHAIOT MO Jo0aBieHun Kaxabix 10 kamenb (4TOOBI MOTOYHEE OMPEICTUTH
00beM Karuin), OCTajgbHble — MOCTOSIHHO. TUTPOBAaHKME MPOJOIKIAIOT 10 TEX TOP,
noka poct pH ¢ go0aBineHueM TUTpaHTa HE HAUYHET 3aMEMJIATHCS, CTPOST rpadux
3aBucuMOocTH pH — 00beM TUTpaHTa U KOHEYHYIO TOYKY TUTPOBAHUS ONPEIEIISIIOT
rpadUyecKy WK U3 MaKCUMyMa MepBOM MPONU3BOIHOM.

[Ipy ncnonp30BaHMKM MHAMKATOPOB TUTPOBAHUE MPEKPAIIAOT, KaK TOJIBKO
LBET pacTBOpa MPETEPIUT YCTOMUMBOE H3MEHEHuEe (Hampumep, OeCLBETHBIN
pactBop, coxepxamnuii (GeHoadTalIenH, CTaHOBHUTCS Ciabo-po30oBbiM). [lpwm
UCIIOJIb30BaHUM MHIAMKATOPOB, UMEIOIIMX B Pa3HbIX CPElax PA3IUYHYK OKPacKy
(HampuMep, METUJIOBBIA OPAH)KEBBIM MM METHJIOBBIN KpPAacCHBIH), 11eIeCO00pa3Ho
NPUTOTOBUTH PAcTBOPHI '"cBueTeneil" — B OAHY KOJOY HaJIMBAIOT PACTBOP
KHUCJIOTBI M J100aBISAIOT 2-3 Kaljld pacTBOpa MHAUKATOpa, B APYryl0 — pacTop
IIEJIOYH U TO XK€ KOJIMYECTBO PACTBOpA UHAMKaTOpa). [Ipu TUTpOBAaHMU OCTOSHHO
CPaBHUBAIOT OKPACKY TUTPYEMOI'O pacTBOpA C OKPACKOM pacTBOpOB 'cBuaeTeneu'.
KoHeuHyt0 TOYKYy THUTpPOBaHHUS OINPEACISIIOT KaK MOMEHT, KOrja OKpacka
TATPYEMOTO PACTBOPA OKA3bIBAETCA 'TTPOMEKYTOUHOM "

TouHoe TUTpOBaHWE BBIMOJIHAIOT OOBIYHO 3-4 pa3a C MOCIeAyIOIeH

CTaTUCTUYECKON 00pabOTKOM pPe3yIbTaToB.

2.4.2. Pentrenoga3oBblii aHAJIU3

Kpucramnnueckoe BemiecTBo (Hanpumep, KBapil Wik HadTaauH) OTIUYaeTCs

oT amopdHoro (Hampumep, CTEKJa WM BOCKA) TEM, UYTO aTOMbl (MOJEKYJIbI)
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PaCIIOJIOKEHBl CTPOTO YIHOPSJOUYCHHBIM 00pa3oM IO BCEMY O0BEMY KpHUCTasLIA.
['maBHOM OCOOEHHOCTHIO 3TOrO0 TIOpSAJKA SBJSETCS €ro NEPUOJUYHOCTh. B
CTPYKType Jt000ro KpHcTajlla MOXKHO BBIOpaTh TpU (HE 00s3aTE€IbHO B3aWMHO
NEPHNEHUKYJIIPHbIX) BEKTOpa, HAa KOTOPbIX CTPOUTCS MapajUleenuIie,
HAa3bIBAEMbIN JJIEMEHTApPHOM suerkou. [lapajuienibHBIM TIEPEHOCOM  3TOrO
napajuiesienuneaa BAOJAb OOpa3yIIIMX BEKTOPOB MOXHO IOCTPOUTH BECH
kpuctail. Eciu B Kakoil-To siuelike MoJieKyJia (WIM CTPYKTypHas €AuHula,
HAIPUMep, TeTpadapHueckuii HoH SO4”) paciookKeHa HEKOTOPHIM 00pa3oM, TO H
BO BCEX OCTAJIbHBIX SYEHKAX aHATOTUYHBIE MOJIEKYJIbI OyAYT pacloIOkKEHbI TOYHO
Tak *e. JJJTMHbI BEKTOPOB, HA KOTOPBIX CTPOSATCS dJIEMEHTapHbIC SYEHKHU, OOBIYHO
MMEIOT NopsA0K oT 3 10 70 A, 4To consmMepuMo ¢ JIMHOIN BOJH PEHTI€HOBCKOTO
usnydenus. [1o3ToMy KpucTamia MOKHO B MEPBOM NPUOIMKEHUH PacCMaTPHUBATh
KaKk JIUQpPaKIUMOHHYIO  pelIeTKy, Ha KOTOpoil MOryT audparupoBaTh
PEHTTCHOBCKHUE JIydd. MaremaThdecKoe OMNMCAaHWE ASTOro IMpolecca JI0BOJBHO
CIOKHO; €ro MOXHO HaWTH B COOTBETCTBYIOLIMX PYKOBOJACTBaX IO
PEHTIE€HOBCKOMY aHan3y [6, 7]. [[Ba BA)KHENIIMX CIEACTBUS COCTOSAT B TOM, YTO,
BO-TIEPBBIX, KaXJ0€ BEIIECTBO JA€T CBOI, COBEPUIEHHO YHHUKAJIbHYIO
TU(GpPaKIMOHHYI0 KapTUHY, @, BO-BTOPBIX, HpPH JIEWCTBUM PEHTTEHOBCKOIO
U3JIyYEHUS Ha CMECh Pa3JIMUHBIX KPUCTAIUIMYECKUX BEILECTB MOJYy4aeTCs CymMMma
TU(GPaKIMOHHBIX KapTHUH, O0YCIOBIEHHBIX KKIbIM U3 KOMIOHEHTOB. CpaBHUBAs
NOJIYYCHHYIO JU(PAKIMOHHYI0 KapTUHY (€€ Ha3bIBalOT PEHTIeHOrpamMMoil) ¢
pPEHTrEeHOTpaMMaMU YHUCTBIX BEIIECTB-3TAJIOHOB, MOHO YCTAHOBUTb, KaKHe
BEIIECTBA MIPUCYTCTBYIOT B 00paslie, T.€. MPOBECTH €ro (ha30BbIi aHATIU3.

[Tockonbky B amMOp(HBIX TBEPHABIX TeJlaX OTCYTCTBYET NEPHUOJIUYHOCTD
(IanpHUN TOPSAOK) B PACIIONIOKEHUU aTOMOB, aMOP(HBIC BEIIECTBA HE MAIOT
YETKOW PEHTreHOAU(PPAKIIMOHHON KapTUHBI. Yalle uX npucyTCTBUE MPOSIBISETCS
B BHJIE HECKOJbKMX (MHOTJAa BeCbMa WHTEHCUBHBIX) I[IMPOKUX IOJIOC
(MaKkCMMyMOB) Ha PEHTI€HOTPAMME, MO KOTOPHIM HE BCEr/a JIETKO OIPEIECIUTh,
yTOo 9TO 3a BemiecTBO. lloatomy misi mpoBeaeHuss PDA HeoOXxoammo, 4TOOBI

o0paserr ObUT XOPOIIO 3aKPUCTAILTN30BAH.
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JIuppakMOHHYI0 KapTHUHY MOXHO 3a(UKCHUPOBATH Pa3HBIMHU CIOCOOAMHU.
[lpu aHanmmM3e TMOPOIIKOOOPA3HBIX OOpaslloB €€ pEerucTpupyroT JMbOo Ha
dboToruieHKy, JuOO 3amuChIBalOT B Buje (aina cnenuanbHoro dopmara Ha
KoMmImbtoTepe. [udparupoBannple Tyud HMMEIOT Pa3IUYHYI) WHTEHCUBHOCTh U
PacTpOCTPaHSIOTCS IO CTPOTO OmpeAciieHHbIMUA yriamu. [loaTomy pesynibTar
00pabOTKH PEHTrEHOTPaMMbl MPEJCTABIACT €000 HaOOp Mmap BEIUYUH:
WHTEHCUBHOCTU nudparupoBanHoro syda (I — kak mpaBuio, B MPOIEHTAX
OTHOCHUTEJIBHO caMO# sipKoW JuHUU) W yriaa audpaxnuu (29 — Oepercs yroi,
JOTIOJTHUTENBHBIA K YIy MEXAy NaJaliuM U aAu(parapoBaHHBIM JTydaMH).
Takue mapsl MPUHATO HA3bIBATh PedICKCAMU WU OTPAKCHUSIMU.

Bemnunna yrma 29 3aBUCHT OT JJIMHBI  BOJHBI  MPUMEHSIEMOTO
PEHTTE€HOBCKOTO M3IIy4YeHHS (B OOJBITUHCTBE MPUOOPOB — MOHOXPOMATHYECKOTO,
T.C. XapaKTepHU3YIOIIErocs TOJIBKO OJHON JummHOW BomHbI). Kak mpaBwuio,
WCIIOJIb3YETCSl H3JIy4YEHUE MEIHOr0 AaHTUKATOAa C JJIMHOW BOJIbI 1.5406A.
PentrenorpaMmbl, CHSTBIE Ha pPa3sHOM W3JIY4YEHUH, CpPaBHHBATh IO yrIjaMm
mudpakuy Heyno0Ho. [ToaToMy OOBIYHO BMECTO yria JUGPAKIIMH HUCIOJIB3YIOT
BEITUYHMHY, MUMEIONIYI0 Pa3MEPHOCTh IJIWHBI U 3aBHUCSIIYI0 TOJBKO OT TPHUPOIBI

BCIICCTBA — TAK HA3BIBACMOE€ MECKIIJIOCKOCTHOC paCCTOﬂHI/Ie d:
A
2-sin 4
Bennuuny d HaMHOro ynoOHee MCIOJIb30BaTh MPU CPABHEHUHM PEHTTEHOTIPAMM,

IMIOCKOJIBKY OHA HC 3aBHUCHUT OT YCHOBHﬁ, B KOTOPBIX ITOJYYCHA PCHTITCHOT'paMMa.

Bo3moxHbIe 3HAUCHUS BENMYUH d OMPEICNISIOTCS TOJIBKO MapaMeTpaMu 3JIEeMEHTApHOM
sTYeHKN BemecTBa (OOBIMHO BMECTO TPEX BEKTOPOB @, b, ¢ BBOASAT TPU CKajusapa a, b, ¢ U yribl
o=(bc), P=(ac), y=(ab), Puc. 11). Kaxmoe oTpakeHHE paccMaTPUBAIOT KaK pe3yJIbTaT
TudpakIy HEKOTOPOTo (IIeJI0ro) MopsIKa BAOJIL HanpasieHuit a, b u c. Tlopsamox audpakuun
BJIOJIb @ 0003HavaeTcs OyKBou A, Bnonb b — OykBoii k, Biosb ¢ — OykBo#t /. Benuuunsl A, k u /
HOCSAT Ha3BaHUE WHAEKCOB audpakuuu (uHaekcoB Mwiepa). Bennunna d 4ucieHHO paBHa
PACCTOSIHHIO OT Hadaja KOOPAWHAT SYCHKH JI0 MIOCKOCTH, OTCEKAIONICH Ha CTOPOHAX SIYCHKH

oTpe3ku, paBHble a/h, b/k u c/l (3T0 MaTemarndeckas Mojaeib AU(GPAKIMKA — MaTepUATbHBIX
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IUIOCKOCTE B KpHcTamie, pasymeercsi, Her — Puc. 11). B3aumMocBs3b MEXIUIOCKOCTHOTO
paccrosiHus d ¢ TapamMeTpaMH SYEHKH M MHIASKCAaMH TU(GPAKIUKA HOCUT JOBOJIBHO CIOKHBIN
XapakTep, HO BBIPAXXEHUE CUJIBHO YIPOLIAeTCs, €ClM sAyeiika uMeeT popMy KyOa WM MPU3MBL.
NHTEHCUBHOCTh  OTpa)X€HUM ONpeAessieTcs pPacloJIO)KEHHMEM aTOMOB B s4eiike, T.e.

KPUCTAJUIMYECKOU CTPYKTYPOH.

Puc. 11. TpuknunHas »3JIeMEHTapHas s4eilka (BCE YIVIBI U CTOPOHBI

OTJIMYAIOTCA ApYT OT Apyra). [lokazaHa miockocTs, Ajist KoTopon h=k=2,[/=1.

@®a30BbIil cocTaB o0Opaslla MOXKHO CYUTaThb YCTAHOBJIEHHBIM, €CJIH BCE
OTpaXEHUS Ha PEHTTEHOTPaMME YIaJIOCh MPUIMCATh BEIIECTBAM — KOMIIOHEHTaM
oOpasua. [Ins »Toro HeoOXOAMMO 3HATh PEHTTEHOTPAMMBI YHUCTBIX BEIIECTB —
sTanoHoB. Penrrenorpammel 6osiee uem 100000 opraHn4ecKkux U HEOPraHUYECKHUX
BEIIECTB  COOpaHbl B  KapTOTE€Ke JaHHBIX MEXIyHapoIHOTO  IEHTpa
nudpakmonnbix qaHHbiX (International centre for diffraction data). B mutepatype
MOHO BCTPETUTh U PaHHUE Ha3BaHUs 3Tou 0a3bl JaHHbIX: ASTM (oT American
society for testing materials), JCPDS (Joint committee on powder diffraction
standards), a taxxke PDF (Powder diffraction file). Ilpumep kaprouxwu,
coJieprKalleil peHTreHorpaMMy YHCTOro (0AHO(GA3HOT0) MpenapaTa, MpeCTaBlICH

Ha Puc. 12.
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Pattern taken al 25 C. Solid state synthesis at 1400 C from cobalt
hydroxide, and gallium oxide. Spectroscopic analysis showed
0.01-0.1% Ni, Sb; 0.001 to 0.01% Al Ca, Cr, Cu, Mn, Mg, Si. Spinel,
Al2 Mg 04 Lype. PSC: cF56. Mwt: 262.37. Volume[CD]: 576.97.
l:ii.gcx\_ € 1998 JCPDS-International Centre for Diffraction Data. All rights reserved

PCPDFWIN v. 2.00

Puc. 12. Beigaua nporpammel PCPDFWIN — stanonHas peHTreHorpaMma.

Lens pertrenoga3oBoro aHajiMsa 3akjf04aeTcs B MACHTU(UKALIMY BEIIECTB,
cojepkaluxca B oOpasle, NyTeM COMNOCTAaBJIEHUS €ro PEHTIEHOTPaMMbl C
PEHTTEHOTPAMMAaMH  BELIECTB-3TaJOHOB. JUJIsI 3TOro JOCTaTOYHO CONOCTaBHUTh
BeMWuuHbl d W | jyis modydyeHHOW M ATAJIOHHOW peHTreHorpamm. Paznuuume B
MHTEHCUBHOCTAX B 10—15% MOXHO cuuTaTh NOMYyCTUMBIM. TOUHOCTh COBMACHUS
BEJIMYMH d 3aBUCUT OT UX aO0COIIOTHOTO 3HAYEHUST; 0OBIYHO UCTIONB3YIOT KPUTEPUI
|(a’3KCH)'2 - (dam)'2| < 0.0005 A MOXHO HCIIOB30BATH POJCTBEHHBIA KpUTEPUI
Uit yrioB 29: pa3HuIa He jaosmkHa mnpesbimartsk 0.02°. Eciu Bce NMHUM Ha
PEHTT€HOTrpaMMeE COBITAJINA C JIMHUSIMU ATAJIOHA U HA HEW NMPUCYTCTBYIOT BCE SIPKUE
aunuu dtajgona (I > 10%; Ha TaJOHHOW pEeHTreHOorpaMMe MOKET ObITh OoJiblle
cna0bIX JIMHUN — OHA MOJy4YeHa B CHEIUMaIbHBIX YCJIOBHUSX), BEIIECTBO MOXHO
cuuTaTh YUCTHIM. Eciin ke XoTst Obl OJIHa JTMHUS BEIIECTBA C MHTEHCHUBHOCTHIO
>50% Ha peHTreHorpaMMe IMOJIYYeHHOTro oOpaslia OTCYTCTBYET, COBIIAJCHUE
CJIEYET CUUTATH CIyYalHbBIM.

Ecnmn dacTte nMHMM Ha pPEHTIEHOrpaMME OCTallaCh HE NPUIIMCAHHOW,

BELIECTBO COJEPKUT IMpUMECH. 3Has 3JIEMEHTHBIM cocTaB o0Opasua, cleayer
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BBISICHUTB, KakHe€ MPUMECH MOTYT cojaepxkarbcsi (Hampumep, B MgAl,O, mMoryT
npucytctBoBath MgO u onHa w3 mnoiuMmopdHbeix Momudbukanuii Al,O;). D10
MOXHO cJlieflaTh, TIpoBeAs TOMCK 1Mo ©0a3e panHHbix I[CDD coeauHeHui,
conmepxammx Toyibko Mg u O, 3atem Tosbko Al u O, 3aTeM Bce Tpu diieMeHTa: Mg,
Al u O. Ecniu nuHMi, HE OTHOCSIIMXCS K OCHOBHOMY BEUIECTBY, Majo M OHHU
cnabble, UX CIEAYEeT COMOCTABIATh C CAMBIMU CUJIBHBIMU JIMHUSIMU BO3MOXHBIX
npumeceil. [loaTomy mporpamma no o6padotke 6a3pt ICDD npu moucke Bwimaer
HE TOJIbKO CITUCOK BEIIECTB, COJIEPKAIIUX JAHHBIC JIEMEHTBI, HO U 3 CaMbIX SIPKUX
JIMHUU JUISL KQXJ0r0 BeuiecTBa. [IpUHSITO cuyuTaTh, 4YTO BEIIECTBO MPUCYTCTBYET B
CMECH, €CIIM Ha peHTreHOorpaMMe BUIHBI BCe Hanboliee sipkue ero JMHUK (0OBIYHO
ux He OoJjble, yem 3 — 5).

[Ipumep mnpoBeneHusi penrreHodazoBoro anamusza odOpasma MgAL Oy,
cozepxatiero npumecb MgO, npusezeH B Tabnure 1.

Hcxons u3 COOTHOMIECHUSI HHTEHCUBHOCTEH spkux jauHU MgO u MgAL Oy,
MO>XHO OIIEHUTh KOJMYECTBO TIEPBOTO MpHOIM3UTENbHO B 15-20 6ecogwuix
IPOLEHTOB (MHTEHCUBHOCTh CaMOM SIPKOW JIMHUU NPUMECH NpUOIUIUMETLHO
IIPOIIOPLIMOHAIIbHA €€ BECOBOMY IPOLEHTY).

JIuHUM, MHTEHCUBHOCTH KOTOpbhIX Hmke 5—10%, Hepenko He3aMeTHbI Ha
(OHE PEHTreHOIpaMMbl, OCOOEHHO €CJIM BELIECTBA CPABHUTEIBHO HEMHOTO.
[ToaToMy HemenecooOpa3HO HCKaTh Ha PEHTTEHOTPAMME OYEHb CIa0yl0 JMHUIO
MgAl,O4 ¢ d = 2.335A (4%) u Tem 6onee nuanio MgO c d = 2.432A (4%).

MOXXHO YBEpPEHHO KOHCTaTHpOBaTh, YTO HCCIEAYEMbId oOpa3en He
comepxut o-Al,O; (PDF 45-1212), mockoibKy Ha €ro peHTTeHOTpaMMe
OTCYTCTBYIOT CaMble SpKHe JIMHMHM 3Toro Bemectsa — 2.551A (100%), 2.085A
(66%) u 1.602A (89%). Heckonbko TpyaHee MCKIIOUUTHL npucytcTBue Y-Al,O;
(PDF 50-0741), koTOpbIH KpUCTALIU3YETCS 11O TUITY IIMTUHEIH, U €r0 SpKUe JTUHUN
MOTYT HepeKpbIBaThCs ¢ AMHUAMU mnuHenu MgAl,O4. OgHako, peHTreHorpamma
paccMaTpuBaeMoro oopasia He cofepkuT apkoit muaun 1.403A (100%), mostomy

npumech y-Al,O; TakxKe OTCYTCTBYET.



Ta6auna 1. Pentrenodazoserii ananus obpasma MgAl,O4, comepikaiero

npumecs MgO
DKCIepUMEHTAIIbHBIE JIAaHHbIC JlutepaTypHble TaHHbIE
o @A L% MgAl,O4 (PDF 21-1152) | MgO (PDF 45-0946)
d 1 d 1
1 4.64 30 4.66 35
2 2.859 31 2.858 40
3 2.436 100 2.437 100
4 2.107 18 2.106 100
5 2.021 55 2.020 65
6 1.652 6 1.650 10
7 1.553 38 1.555 45
8 1.491 9 1.489 39
9 1.430 52 1.429 55
10 1.234 4 1.233 8
11 1.214 2 1.216 10

[Ipu oOpa3oBaHUM TBEPABIX PACTBOPOB H3MEHSETCS XMMHUYECKUU COCTaB,
pa3Mepbl 3JIEMEHTApHON SYEHKH, HO KPUCTAJUIMYECKasl CTPYKTypa COXpaHsETCS.
[ToaTtoMy monoxxenue (yribl 29) U MHTEHCHUBHOCTH JIMHUI Ha PEHTrEHOTpamMme
HEMHOTO M3MEHSAETCS, HO OTHOCUTEIHHOE PACTOJOKEHHUE JIMHUI B OOJBITMHCTBE
ClIlyyaeB OCTaeTci TakUM K€, Kak Yy 4yuctoro BemectBa. CpaBHHUBATh
PEHTIEHOTPaMMbl TBEPAOTO PACTBOPA U ITAJIOHA MOYKHO TOJIBKO Kau€CTBEHHO.

PaccmoTpum, Kak OIEHUTh MapaMeTp S4YEHKU TBEPAOro PpacTBopa,
CpaBHMBAsi €ro PEHTTCHOrpaMMy C PEHTI€HOTPAMMOM JTajoHa. DJIeMEHTapHas
sueitka MgAlL,O, npexcraBnser coboit KyO c aamHON pebpa a = 8.083A.

3aBUCUMOCTh MCKAY MCKINIOCKOCTHBIM pPAaCCTOSAHHUCM d n [mapamMeTpomM «a
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MgAl,O4 xapakTepusyercs clieIyouUM HaOOpOM OTpaKeHUI:

KyOuueckoul DIEMEHTApHOU SUYEUKU UMEET BUJ d = . Pentrenorpamma

Tabauua 2. JranonHas penrrenorpamma MgAl,O,

1(%) d (A) h k /
35 4.66 1 1 1
100 2.858 2 2 0
40 2.437 3 1 1
4 2.335 2 2 2
65 2.020 4 0 0
10 1.650 4 2 2
45 1.5554 5 1 1
55 1.4289 4 4 0

[TycTh Ha peHTreHorpaMMe HEKOTOPOTO 00paslia CO CTPYKTYpPOH HITTHUHEIH
MOJIyYeH HEKOTOphIM Habop orpaxeHui. IlombiTaeMcs MPOMHIUIUPOBATH €T0

PCHTICHOIpaMMy, HPUITUChIBAS NH/ICKCHI I[I/I(l)paKI_II/II/I II0 aHaJIOI'uu:

Tabauuna 3. UaaunrpoBanyre peHTTPEHOIPAMMBI IINUHEIN METOAOM AHAJIOTUU

1 (%) d h k I a=d-Nh*+k*+1°
42 4.62 1 | 1 8.002
100 2.834 2 2 0 8.016
41 2.417 3 1 1 8.016
60 2.003 4 0 0 8.024
12 1.6352 4 2 2 8.011
51 1.5418 5 1 1 8.011
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Kak BUAHO, pacXoKJ€HUE B PACCUUTAHHBIX BEJIMUMHAX @ HEBEIUKO (IIEPBOE
OTpaX€HUE OMPEEISICTCS C MUHUMAJIBLHON TOYHOCTHIO). OOpaboTaB MOTy4YEeHHbIE
pe3yabTaThl C MOMOILNBIO CHEUUATbHOM MPOrpaMMbl MO METOLY HaMMEHBIINX
kBasparos (MHK), MoxHO Toy4uTh Gonee TouHoe 3HaueHue a = 8.0118(8)A, uro
sKBHBaeHTHO 3anuck 8.0118+0.0008A.

VYkazanHas B CKOOKax BEJIMYMHA WPEJICTaBIsACT COOON pPaCCUMTAHHYIO
nporpaMmoi omuOKy OmpeneseHusl napaMmerpa syeilku. JTa omudKa BO3ZHUKAET
U3-3a MOTrPELIHOCTEN MNpU H3MEpPeHHH Yyriia audpakuuu 23 Ha npudbope ans
pPa3IUYHBIX MTUKOB M psiia APYrUX NPUUYUH U HE MOXKET ObITh CBEJEHA K HYJ0. B
JIAaHHOM Ccllydyae oIMOKka ompejeneHus mapamerpa coctasiaser 0.0008 A. Dro
03HAYyaeT, YTO JAOCTOBEPHO OMNpENEICHBI JHIb IMEpBas — TPEThs LUUPPHI yucia
8.0118 mocme 3ansiToil, a yeTBepTas mudpa onpenenacHa yxe ¢ ommokoi. Ommuoku
SIBIIIFOTCS CTOJIb K€ BaXKHBIMU BEJIMUYMHAMM, KaK 1 COOCTBEHHO CaMH BEJIUYMHBI, U

HX BCCrJa CICAYCT NPUBOJINTD.

'j.t:> Pentrenorpamma CoRh,0, xapakrtepusyercss cleaylmuM HaO0OpOM
otpakenuii: 4.92A (44%), 3.01A (13%), 2.564A (100%), 2.457A (34%), 2.127A
(38%), 1.636A (40%), 1.502A (46%). ITocTpouB IMITpUXAUArPAMMY, YOEIUTEC,
g0 CoRh,O4 KpucTaTU3yeTCsl IO THITy INIUHEINW, W OICHHUTE IapaMeTp
DJIEMEHTAPHOU STYEHUKH.

Otser BbI Haiinere B kaprouke PDF 37-1041.

PentrenodasoBeiii aHaau3 B paMKax JaHHOTO MPAKTUKyMa, KakK MPaBHIIO,
POBOJUTCS MO0 C TOMOIIBIO Kamepbl ['MHBE ¢ perucrtpanueid JaHHBIX Ha
doToreHky, 1100 Ha aBTOMAaTUYECKOM NopoIlikoBoM audpakromerpe JJPOH-3M
C 3amuchl0 JaHHBIX B (aitn. Jlng npoBeneHus aHanu3za B kamepe [uHbe
HeoOxoauMo niopsiaka 0.1 T BemecTBa, s aHanu3a Ha gudpakromerpe JJPOH-3M

—okxoiio 0.5 .
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OO6paboTKy mEepBOM PEHTICHOTPAMMBbI CIEAYeT HMPOBOAUTH B MPHUCYTCTBUU
IIperoiaBaTels.

O0paboTky au(ppakTOorpamMm, 3aperucTpUPOBAHHBIX B Kamepe I'mHbe
[9], mpoBoIAT myTeM mpomepa (TOYHOIO M3MEPEHHs PACIOJIOKEHHUS JIMHMM Ha
doTOIUIeHKEe) Ha chenuanbHOM Inpubope — Kommaparope . CTporo uepes
cepenuHy Au(pakTorpaMMbl MSITKUM KapaHAamoM MpOoBOAAT JduHHIO (pernep; Puc.
14, 15). Ilocne »TOro MJIEHKY 3aKpeIUISIIOT Ha IMOKPOBHOM CTEKJIE U OCTPO
OTTOUYCHHOW WrOJKOM WM OyJIaBKOM HAHOCAT MEJIKME OTBEPCTUSI B MeCTax
IIEPECEUCHUs] PENEepHOM JMHUKM C wTpuxamu (oTpaxkeHusmu). llocime 3rtoro

MPUCTYIAIOT COOCTBEHHO K MTPOMEPY PEHTIEHOTPaAMMBI.

Crnenyer mOMHHUTH, YTO NMPUMEPHO B 2 MM OT Hayaja COOCTBEHHO JOPOXKKH MOXKET
HaXoAMUTbcs apTedakT — TEHb OT 3ariylIKH, KOTOPYI HE CJIEIyeT CUMTaThb OTpakeHUeM (e

0OBIYHO COOTBETCTBYET MEKIUIOCKOCTHOE paccTosHue 28 — 29A).

Jlnst mpomepa peHTreHorpaMMbl UCOJIb3Y0T kKomnaparop M3A-2. IIpomep
HAYMHAIOT C TOPU30HTAJIBHOIO BBIPABHUBAHMUSA IUICHKH, ITOMEIIEHHOW MEXKIY
JIBYMsI CTeKJIaMu. JlJisi 3TOro mepeKpecTue HUTEW B JIEBOM MHUKPOCKOIIE JTOJKHO
HaXOJWTBCSA HA CEPEeAMHE WIMPHUHBI KaJpa B HAyajle M KOHIE IUICHKH, KaK 3TO

nokas3ano Ha Puc. 15.

Hynesas Tenb or JIunun JIuHuu BHYTpPEHHETO
nuaus (lo) 3arayIKu BemecTna (/) crangapra (/;*)

Puc. 14. O6mmii BuA peHTreHOorpaMMBbl, IOJIY4YEHHOU B Kamepe I 'nHpe —
ne Boabda.

10
DTy nOpoueaypy MOXKHO YacTHYHO AaBTOMAaTHU3UPOBATH C HCIOJIb30BAHUEM
CKaHUPYIOUIET0 YCTPOUCTBA U CIIEHHATBHBIX KOMIIBIOTEPHBIX TPOTPAMM.
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cje] IEPBUYHOTO IMydKa (20) nuann Ge
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BbIPABHHUBAHHC IJIEHKHU

Puc.15. IIpomep mn€nku, nonyyeHHou B kamepe ['unbe [9].

Jlist onipesienieHus: MOJIOKEHUSI TMHUM UCIIOJIB3YIOT MPaBblii MUKPOCKOI CO
mkanoi. Ha Puc. 16 mokaszaHbl miKajna KoMmmaparopa U IOCIEA0BATEIbHOCTh
onpeneneHus 3HadyeHui /.. CHauvana nNpoMepstoT MOJOKEHUE HYJIEBOW JIMHUU d
(cnen mepBuuyHOro mnyuka). E€ mosioxkeHue He 00sA3aTEIbHO (XOTS KEJIATeNIbHO)
JOJKHO coBmanath ¢ «0» IIKambl, Tak Kak JajibHEWIIME pacd€Tbl MPOBOJSAT
OTHOCUTEJIBHO . 3aT€M OMPEACIISIIOT MOJIOKEHUE OCTAJIbHBIX JIMHUM (BKIIOYas
JVMHUY cTaHaapta): [y, [, 3 u T.1. IHTEHCUBHOCTH OLIEHUBAIOT BU3yasibHO (110 100-

OaJIbHOM IIKase), IMHUK CTaHJapTa OTMEYaroT Kak «Gey.

Puc. 16. Onpenenenne noioxeHus JUHUU Ha KoMiapaTtope [9].
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Jlyist pacueTa BETWYMH MEXIUIOCKOCTHBIX PAacCTOSHUN d 1 yTIIOB Tu(paKIum
29, mocnenyromero pacdera napamerpoB sueek mo MHK wu 1.1 IlomydeHnnsie
naHHbIe 00pabareiBaloT ¢ momotisio makera nporpamm POWDER (Bepcus 1 nins
DOS, Bepcus 2 — nns Windows).

JIns mpoMepa BBOAAT B NPOTpaMMy 3HAa4€HHUs HyJIeBoW JmHMM. [Iporpamma
pacCUUTHIBAET TEOPETHUUECKUE MOJIOKEHUS JIMHUI TepMaHus B MPEIINOIOKEHHH,
yto Kodhduiment kaapa paBeH 0.250. BBoasiT skcnepuMEHTalbHbIE 3HAYCHUS
JUHAA TEepMaHUsT U METOJOM HAUMEHBIIMX KBAaJAPAaTOB  PACCUUTHIBAIOT
kod(ppunmeHT kaapa (d9Ta BeIMYMHA JOJDKHA YIJIOXKUThCS B auamnazoH 0.248 —
0.253). Ecnu wucnosib3oBalicss APYrol CTaHaapT, HEOOXOAMMO JTO YyKaszaTh
(BO3MOKHO, BBECTHU B IMPOrpaMMy TOYHBIE 3HAYECHHUS MEKIUIOCKOCTHBIX
paccTostHUi U3 crnpaBoyHuKa). llocime 3TOro mpuCTynarT K BBOAY MOJOKEHHM
JUHUM W UX HWHTEHCUBHOCTEW. lIporpamma aBTOMaTM4YeCKH pPACCUUTHIBAET
Bemmantbl d, 29 u O = 10%d*. Jlunuu cepmanus unu Opyzoeo eHympennezo
cmanoapma, eciu OHU S6HO He NEepPeKpbl8alomcs C JUHUAMU AHATUSUDYEMO20
obpasya, Ha 3Mom 3mane 8 NPOcPAMM) He 88005M.

JdanHble, 3aperucTpupoBaHHble Ha audpaxromerpe IPOH-3M,
3aIIUCHIBAIOTCSA B TEKCTOBOM (hopmaTe, KOTOPBIH MOXHO 00paboTarh BPYUYHYIO C
nomoipto nporpammbel  EXPRESS. Jlns aBroMarnueckodl 00paOOTKH cieayer
nepeBectu nanubie B popmatr STOE, mocne dero mcronb3oBaTh MPOrpaMMmy s
0o0pabotku gaHHbIX WinXpoW. OHa Mo3BOJIsIET KaK ONPEACIUTh MOJOXKEHHUS U
MHTEHCUBHOCTHU OTPAXXEHUH, TaK U IPOBECTH (Pa30BbIi aHAIN3 OOpa3La.

s mpoBenenust (azoBoro aHanmmza ucnoisibdyercs nporpamma SEARCH-
MATCH. OtkpsiBatoT (aiti ¢ HabopoMm AaHHbIX (OH UMeeT paciupeHue RAW).
3areM c¢ momompi0o KomaHnael Phase Analysis BeiOuparor PDF-kapTouku
COCIMHEHUM, COJEPKAIUX AJIEMEHTHI, BXOJSIINE B COCTaB 00pasia (Tak ke, Kak B

nporpamme PCPDFWIN).

B INpUHOHUIIC, TpOorpamMmma IO3BOJISICT BBI6I/IpaTB COCAUHCHU:, COLCpIKAIIUC OosIblIIEE

YUCJIO JJICMCHTOB, YCM 3adaHO, HAIIpUMCP, COCAUHCHUA, COCTOMAIIUC H3 4 -5 9JICMCHTOB, B
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COCTaB KOTOPBIX 0053aTeIbHO BXOAAT, ckakeM, Mg, Cr u O. D10 Ba)HO NpU MOUCKE IPUMECEH.
Hampumep, eciam o6pazer; MgCr,O4 monyyanu cIijiaBIeHHuEM CyJb(})aToB, B Ka4eCTBE MPUMECH
MOTYT OCTaTbcs (OCHOBHBIC) CyJb(paThl MarHus W/WIM ATIOMUHHUS. 3a/aB TMOHCK BEIIECTB,
conepxammx Mg, O u TpeTuil 2JIeMEeHT, MOXHO MTPOBECTH MOMCK OCHOBHBIX CyJb(aTOB MarHus,

a 3ateM u amomunausd (Al, O, TpeTuii 3eMeHT).

JluteparypHble PEHTIE€HOrPAaMMbl OTOOpa)X)aloTCI HAa OJKpaHE B BUIE
HITpUXAUArpaMM, OKCIIEpUMEHTaldbHass — B Buje rpaduxa. IlepeOupas
cootBeTcTBYOmMME Kaprouku PDF, moxxHO mpoBectn (ha3oBwIif aHanu3 obpasia, a
JUISI HEU3BECTHBIX BEIIECTB (HAapuUMEp, TBEPABIX PACTBOPOB) MOMNBITATHCA
noao0paTh M30CTPYKTYPHBbIE (PEHTTEHOIPaMMBbI KOTOPBIX HaumboJiee MOXO0XKHU Ha
pPEHTTEHOTpaMMy JTaHHOTO oOpasma). [lpumep Takol pEHTreHOTPaMMBI IS
oaHodazHoro odpasia aad Ha Puc. 17.

Ecnu pentreHorpamMma nojiyueHa B kamepe tumna [ mabe, mporpaMma BblJaeT
pacnieyatky BenuuuH d, | w Q. DT pe3yabTaThl NPUXOIUTCS CBEPITH C

kaproukamu PDF BpyuHyto (Kak 3T0 Jie1aTh, paCCMOTPEHO BHIIIIE).

1800.0
1600.0

[14-688] BiV O4 / Bismuth Vanadium Oxide / Clinobisvanite, syn

1400.0
1200.0

1000.0
800.0

600.0
400.0

wol ) ULJm g Lt

10. O 20. 0 40. O 50. 0 60. 0 2Theta

Puc. 17. Penrrenorpamma  ogHodasHoro  mpemapara  (JIMHUHU

PCHTICHOI'PAMMBbI 3TAJIOHHOI'O 06pa3ua IMOKa3aHbl BEPTHUKAJIbHBIMHU IIITpI/IXaMI/I).
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Oo6padoTka JAHHBIX c LeJIbI0 MOJIyYeHU s napamMeTpoB
KPUCTAJLUIHYECKO# pemieTku. s MOMy4eHus: 3TUX JAaHHBIX U3 PEHTI€HOTPAMMBbI,
cusAToil Ha nudpakromerpe (bopmar RAW), ucxoausiii ¢aiin oOpabaThiBaOT ¢
nomoielo mporpammel Pattern fitting makera WinXpoW. C momomibio KOMaHIbl
Find peaks HaxoasT oTHOCHTENbHBIE MOJOKEHUS Hanbosee ipkux nukoB. MHorna
HEKOTOpBIE, OTHOCUTENIIbHO cja0ble THUKA  OKa3bIBAIOTCS ~ HEYYTCHHBIMHU
nporpammoii. C momornisio komauael Edit peaks (mukrorpamma " ‘ | | ") UX BBOJAT
BpyuHy10. [logBoaar Kkypcop MakcuMaabHO OJU3KO K BEPIIMHE HEyYTEHHOTO MHKa
Y BBl YAAPSIOT MO JIEBOW KHOMKE MbIIK. [Tocne Toro, kak Bce MMKHU BBEJICHBI,
OPUCTYNaOT K 00paboTke peHTreHorpammbl. CreayeT OTMETHTb, YTO MpHU
BBICOKOM (hOHE TporpaMma MOKET padoTaTb HE OYEHb CTAOWIBHO, MOITOMY
cHavasia 5 — 7 pa3 HaxumaroT Ha nukrorpammy "N1" (1 nukin pacuera no MHK) u
TOJIBKO mocie 3toro — nukrorpammy "N" (pacuer mo MHK no cxomumoctn).
Yactb c1abbIXx MUKOB MPOrpaMMa MOXKET UCKIIIOUUTh U3 pacyeTa (TOHKHE KpacHbIe
auHuM). VX MOXHO mnompoOoBaTh BKIIOYHUTH B pacyeT MOBTOPHO, BBOAS IIO
onHomy. Ilocne Toro, Kak JOCTUTHYT COIJIACOBaHHBIN pe3ysbTaT, KOMaHI0H Save
COXpAaHSIOT CIUCOK NMUKOB, BeIOMpas popmar PKS wmm PFT. Ecau mporpamma
BBIIAET MPEAYNPEXKACHUE O HAINYUU OTPULATEIbHBIX HUHTEHCUBHOCTEHN (B HalleM
ciydae — apTeakToB), UX CIEAYET YAAJIUTh U3 CIUCKA MMUKOB BPYUYHYIO (KOMaHJa
Edit peaklist). Cnincok pacneuatsiBatoT 1 BBOJAT B porpammy POWDER (B aTom
ciyyae B MeHO Set geometry BpiOupatoT Bapuant Diffractometer u BBOIAT
BEMYHMHBI yIIOB Audpakuuu 23, BBIOpAB COOTBETCTBYIOIIEE M3IyUCHUE
aHTUKATOJla B MEHIO "JIJTMHA BOJHBI", MUKTOrpamMma "A").

[locme Toro, kak Bce HaHHBIC BBEACHBI, (ailnl MHpomepa COXPAHSIOT,
COOTBETCTBYIOIIEE €MY OKHO 3aKpbhlBalOT U OTKPBIBAIOT CHOBA, BBIOMpas
nporpammy ais npoBenenuss MHK (nukrtorpamma "[1,0,0]"). B pamkax naHHoro
IIPAKTUKyMa IIPOBOJUTCS TOJIBKO MHIMLMPOBAaHUE METOAOM aHayoruii. [lostomy
Ha 3alpocC MPOrPaMMbl O TUIIE KPUCTAJUIMYECKON PELIETKU CIEAYET BBECTH TE€ K€
JAHHBIE, 4YTO M JJI1 BEUIECTBA, [0 AHAJIOTMM C KOTOPBIM MPEAIOIAraeTcs

oOpabaTbiBaTh NOJy4eHHbIE JaHHble. Ecnu, Hanpumep, miuaHupyercs oOpadboTaTh
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PEHTI€HOIpaMMy IUIIMHEIN, OOCYKJI€HHOM BbIiie (paszznen 2.6.1), To B KauecTBe
PEHTIeHOIpaMMbl CPaBHEHHMSI MOXXHO B3ATb peHTreHorpammy MgAl,O, (B
OpuHIMNe, 00l  OJIM3KOM MO  COCTaBy  IIMHUHENW). OTO  BELIECTBO
KPUCTAJUIM3YETC B KyOMUYECKOH TI'paHEIeHTPUPOBAHHOM pelIeTKe, MO3TOMY Ha
3anpoc nporpammMbl POWDER Heo6XxoauMo BBECTH THI PEIICTKH — KyOUYecKas,
tutn 1eHTpupoBku — F (ot Face-centered — rpanenieHTpupoBanHasi).

[Tepen HauagoMm pabOTHI OKHO MPOTPAMMBI BITIISIUT CICTYIONTUM 00pa3oM:

cubic F-centred cell parameters:

a = 0.000(0)
Volume = 0.00(0)
F(0) = 0.0(0.0000, 0)
M(0) = 0.0C 0.00, 0)
N 2Th(obs) D(obs) Q(obs) 1/lo h k 1 Q(calc) deltaQ
1 19.196 4.6199 468.53 42 --- not indexed ---
2 31.544 2.8340 1245.09 100 --- not indexed ---
3 37.169 2.4170 1711.78 41 --- not indexed ---
4 45.235 2.0030 2492.52 60 --- not indexed ---
5 56.208 1.6352 3739.88 12 --- not indexed ---
6 59.949 1.5418 4206.72 51 --- not indexed ---

JIns onpeneneHust napaMeTPOB PELIETKH METOJOM HAaMMEHBIIUX KBAJIPaTOB
CJIEIyeT BBECTH BPYUYHYIO MHIEKCHI Mwuuiepa [Jisi HAMAEHHBIX OTPaXEHUM. DTO
CleAyeT JieNlaTh MO0 aHaJOTMU C PEHTTeHOorpaMMou 3TajoHa (cMm. ctp. 72). Ecinu
BO3HUKAET COMHEHUE, KaKhe UHACKCHI MIPUITUCATh JAaHHOUW JUHUU (HapuMep, eciiu
Ha PEHTTeHOrpaMMe JTajoHa 2 JMHUM, COMNOCTaBUMbIE IO HHTEHCUBHOCTH,
pacrnoiokKeHbl OYeHb OJIM3KO, TO MpH O0O0pa3oBaHWU TBEPIOrO pacTBOpa HX
B3aMMHOE TOJIOKEHHE, B MPHUHIIMIE, MOXKET U3MEHUTHCS Ha MPOTHUBOIIOJI0XKHOE),
ee Ha MEepPBOM JTare He BBOJAT B pacueTHbI O5ok. Eciom TpeOyercs mpoBecTu
yTOYHEHHUE 7 MapaMeTpoB peieTku (7 = 1 — 6), pacueT HEOOXOUMO MPOBOAUTH IO
Kpaiineil mepe o (n + 1) nmuauu. Ilocne 3Toro HEOOXOAUMO MPOBECTH PACUET,
HakaB Ha nukrorpammy '"abc". IlporpamMma BbIIa€T pacCUMTaHHBIE 3HAYCHUS
napaMeTpoB SUEUKH, MOTPEIIHOCTU MPU UX BBIUUCICHUH, a TaK)KE PACCUMTAHHbBIC
BemuuuHBl  Opyy (Qcalc) w®  pa3HUIBI MEXIy  pacCUMTaHHBIMH U

sKcriepuMeHTaibHbiMu 3HaueHussiMu O (deltaQ). Ecnu mocnenHue BeNMYMHBI HE
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IIPEBBIIAIOT 3 — 5, MPUCTYIAIOT K HHAWLMPOBAHUIO BCEX JIMHUN PEHTI€HOTPAMMBI,
JUI 4ero HaxxuMmaroT Ha nuktorpammy "ind". Ilporpamma mnyrtem mnepebopa
BO3MOJKHBIX COYETaHUU h, k U [ pacCUMTHIBAET COOTBETCTBYIOIIUE UM 3HAUYCHUS
Qg U CONOCTABIISIET UX C DKCIIEPUMEHTANIbHBIMU. Eciin pazHuna ‘ Osxert — O | HE
IPEBBIILIAET HEKOTOPOH IMOPOroBOM BEIWYUHBI (IO YMOJYAHUIO — 3 €IMHHLI),
JIMHUS CUMTAETCS NMPOUMHIULMUPOBAHHOW. B peanbHbIX YCIOBUSIX 3Ty BEJIMYUHY
MOYKHO IOJHATH 710 5 — 6 (HO HE BBIIIIE).

Ecnu nocne mpoBeneHus pacyeToB BCEM JIMHMSM Ha PEHTTEHOrpaMMe
OpUNUcaHbl MHACKCH Judpakuuu (MHOTJA BO3MOXKHO HECKOJIBKO HAOOpOB
WHJIEKCOB, KOTOpbIE MPUBOASAT K TMPAKTAUYECKHU WJIM TOYHO COBIAJAIOUIUM
BelMUUHAM Oy HAIPUMED, JUISI KYOUUYSCKOU SIYCHKM JIMHUU C WUHJIEeKcaMu hkl =
0010 u 046 coBmamyT, mockonbky 4> + 6° = 10%), moTy4eHHBIH pernapaT MOKHO
cuntath omHo(dazHeiM. CremyeT oOpaTWTh BHUMAHWE HAa KPUTCPUU KadecTBa

uHauuupoBanus. [Iporpamma paccuuteiBaer nBa kputepus: F(N') u M(N") no

dbopmynam

29, ,
F(Nr) — N l u M(Nlr) — QN - ,
<29>-N 2-<AQ>-N

calc calc

rae , rae N' u N — KOJu4ecTBO JIMHUM, BKIIFOUEHHBIX B pacyeT (MakcCuMyM 25 ais
N u 20 gns N"), N'cae 1 N'cae — KOJIMYECTBO JIMHHUM, KOTOPBIE TEOPETUUYECKU
JOJKHHBI HAOMIOaThCS TPU JAaHHBIX MapaMeTpax U Tume pemeTku 10 N' - u N”-
W, COOTBETCTBEHHO, <A29> um <AQ> — cpeaHeKBaApaTUYECKUE OTKIOHEHUS
BenmurH 29 U QO B auana3zone oT 1- go N'-it (N'-ii) TMHUA COOTBETCTBEHHO.
®dopma 3anucu >tux kpurepueB F(N') = F (<A29>, N' ), M(N") = M (<AQ>,
N" ). B HaimeM ciydae BaKHBI TOJBKO BeNMUYUHBI <A29> u <AQ>, KOTOpBIE HE

nopkHbl TpeBbimath 0.025° w3 eauHMIBI, COOTBETCTBEHHO. Ilocie Toro, kak

HHAWOHUPOBAHUC IIPOBCACHO, OKHO BbLA4YHU IIPOIrpaMMbl UMCCT BU/I:
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cubic F-centred cell parameters:

a = 8.0118(8)
Volume = 514_.3(1)
F(6) 49_.7(0.0121, 10)

M(6)

N 2Th(obs) D(obs) Q(obs) [1/lo
1* 19.196 4.6199 468.53 42
2* 31.544 2.8340 1245.09 100
3* 37.169 2.4170 1711.78 41
4* 45.235 2.0030 2492.52 60
5* 56.208 1.6352 3739.88 12
6* 59.949 1.5418 4206.72 51

221.7( 0.95, 10)

Q(calc) deltaQ
467 .38 1.15
1246.34 -1.25
1713.71 -1.94
2492 .67 -0.15
3739.01 0.88
4206.38 0.34

ORrRDMWNERIT
PNORNRX
PNOROR =

B nanHoM ciyuyae cpeHeKBapaTUYECKUe OTKIOHEHUS yrioB 23 U BEIUYUH
QO cocrasisitor 0.012° u 0.95 en., 4TO CyIIECTBEHHO HUXKE MOPOTOBBIX BEIUYMH.

Her Hukakoro noBoja 0€CrioKOUTHCS O KauecTBE 00pabOTKU PEHTT€HOTPAMMBI.

2.4.3. [IukHOMeTpHYECKOE OIpeae/ieHie IOTHOCTH

DTOT METOJ MO3BOJIAET 3KCIIEPUMEHTAIBHO U3MEPUTh 3HAYEHHUE IIOTHOCTU
MOJyYEHHOTO MOPOIIKO0Opa3Horo odbpasua. [[ns ero BBINONHEHUS HEOOXOAMMO
HEOOJIBIIIOEe KOJIMYECTBO uccieayemoro BemiectBa (mopsnka 0.5 r). M3 npubopon
HEOOXOJMMBl TOYHBIE Bechl (C TOYHOCThIO B3BemuBaHus g0 0.0001 1),
CHeIHabHBIE COCYIbI-TUKHOMETPBI, OTKATHOPOBAHHBIC HA OMPEICICHHBIN 00beM
wuakocTH (10-20 M) U yCTpOKCTBO JUIsl BAKYYMHUPOBAHUS — BOJIOCTPYHHBIN Hacoc
U TOAKJIIOYEHHBIA K HEMY CHEIUaIbHbIA CTEKJISIHHBIM KOJIOKOJI WM BaKyyM-
skcukarop. [locnenoBarenbHOCTh IEUCTBUM CIENYIOIIAS:

1. B3BemmBaroT mycTo# cyxou u uucmsiii TAKHOMETP — M y;

2. B3BemmBarOT NUKHOMETP, 3aII0OTHEHHBIA BOJON 00 MemKu— my;

3. B3BemmuBaroT cyxot TMKHOMETP, 3aII0JIHEHHBIN BEILIECTBOM — /13,

4. 3anuBaloT B MUKHOMETP C BEILIECTBOM BOJAY U JIETA3UPYIOT B TEUEHUE
20-30 mMuH 1OJ BaKyyMOM [Jisi yAal€HUs BO3AyXa, HaXOASIIErocs
MeXa1y yacTuukamu mopoika. [locie storo yo0exmaroTcsi, 4To Boja
HAXOJUTCSI HAa YPOBHE METKH (IIpU HEOOXOAUMOCTH JIOJUThH) H

B3BCHINMBAIOT IIMKHOMCTP — H14.
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[lo Ttabnuile B cHopaBOYHUKE HaxoAaT IIoTHOCTH Bonbl p(H,O) mnpu
TeMIeparype usMepeHun. Jlanee U3 pe3yjabTaToB U3MEPEHUM M1y U 1] HAXOMAT:
e Maccy Bojbl B mukHoMeTpe- mP(H,0) = my — my;
e 00beMm nukHOMeTpa — VP = mP(H,0)/p(H,0);
W3 pe3ynbTaToB U3MEpPEHUN m3 U M| HaXOAAT MacCy HAaBECKU BEILECTBA —
mg= ms— my, a U3 pe3yJIbTaTOB UBMEPEHUN My, M3 U 00bEMa MUKHOMETPA — 00BEM

BCIICCTBA.

VS = Vp — (I’H4 — I’H3)/p(H20)

OTtcroia BEIYUCIISIIOT €T0 TNIOTHOCTD Ps = my/ V.

11
OunbKky M3MepeHus MIOTHOCTH MOXHO BBIYUCIHUTH IO opMyJie :

Ap= ( 28m_ 4Am . Ap(HZO)]
my—=my  my+my—m —m,  p(H,0)

raie Am — omuOKka HM3MEpPEHUs MacChl MPU B3BCIIMBAHWH, P — IOJYYCHHOE
3HayeHue 1oTHocTH, P(H,O) — mmotHocte Boapl U Ap(H,O) — ommbka
ompeNeneHus] IUIOTHOCTU BOAbI (MOCIHEAHUE [BE BEIUYMHBI TPHUBEACHBI B
CIIPABOYHHKE).

OmmbKy 00s13aTeIBHO CIEAYET MOCYUTATh U yOCIUTHCS, YTO MEePENUChIBATh
B oT4eT Bce 12 mudp, BBIJAHHBIX KAJIBKYJIATOPOM IPHU MOACYETE IJIOTHOCTH, HET
HEOOXOIMMOCTH — OHA OMPEENSIETCS] C HAMHOTO MEHBIIIEH TOYHOCTHIO, KOTOPYIO
TaK)Ke HaJI0 PUBECTU B OTYETE.

[Tomy4yennyro TakuMm 00pa3oM IUIOTHOCTH BEIIECTBA MHTEPECHO CPABHHTH C

BBIUHCIICHHOM 1o pe3yJibTaTam PEHTTEHOMETPUUYECKUX VU3MEPEHUM.

" Dty dopmynry JIeTKO TOMYyYHTh, TMOJNB3YSICh CTAaHAAPTHBIMU TIPABUIIAMH

BBIYMCIICEHUS OUIMOOK (MpU CIOKEHUU U BHIYMTAHUU CKJIAIBIBAIOTCS aOCOJIIOTHBIE
OIIKUOKH, IPU CJIOKEHUH U YMHOXEHUU - OTHOCUTEIbHBIE), KOTOPHIE BHIBOJSATCS B
Kypcax TEOPUH BEPOSITHOCTH U MATEMATUYECKOM CTaTUCTHKU [8].
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Teopetndeckoe 3HaueHHe (TaKk Ha3blBaeMasi PEHTICHOBCKAs IUIOTHOCTb, Pgyy)
paccuuthiBaetrcs mno dopmyne p = 1.66-Z-M/V, rne M — macca GhopmyJIbHOM
CMHMIIBI BEIeCTBA (B a.€.M.), Z — YHCIIO TaKUX €JIMHMI] B DJIEMEHTAPHOU siueiike
(OepeTcst W3 pe3yJabTATOB PEHTTCHOMETPUYECKUX HCCIENOBaHul), V' — o0bem
staeitkn (A). OmmOKy paccuMTaHHOM TAKUM 0OPa3sOM PEHTTEHOBCKOM MIOTHOCTH
MOXHO OIIEHUTH 10 dhopmyisie Ap = p-(Aa/a + Ab/b + Ac/c), Tie p — pacCUuTaHHOE
3HAY€HUE IUIOTHOCTH; @ U Aa — CpeJHuEe 3HA4YeHUs NapaMeTpOB PEUIETKH U
omuOKu ux onpeneneHus. st BemecTs, sueiika KOTOpbIX uMeeT hopmy Kyda, Kak
y IIIHUHEH, 3TO BhIpakeHue ynpoiiaercs 10 Ap = 3-p-Aa/a.

Hampumep, nmst paccMOTpEeHHOTO Bbllle 00pa3slia IMIMUHEIN IPUMEM COCTaB
FegsZngsAl,O4. Tombko uTO mpuBeneHHas (oOpMyia COOTBETCTBYET Kak pas
dbopmynsHOU enuuuiie. Ee macca cocraBmser M = 0.5x65.4 + 0.5x55.8 + 2x27 +
4x16 = 178.6 a.e.m. s mmnmHenn Z = 8. 3Ha4€HUE PEHTTEHOBCKOW IUIOTHOCTH
coctaBuT 1.66x178.6x8/(8.0118(8))’ = 4.612(2) r/em’.

OKCNEPUMEHTAIbHO  HAWJAEHHAs  IUIOTHOCTh  BCErJa  HMIXKE, 4YeM
PEHTTEHOBCKAsl, YTO OOBSICHACTCS HAIMYHUEM B PEATBHOM 00paslle pa3IndHBIX
ne(EeKTOB CTPYKTYpPbl — HAITPUMEDP, 3aMKHYTHIX IIyCTOT, HEMHOT'O YBEJIIMYMBAIOIINX

o0BeM obpasra.

2.5. O600meHne pe3yjbTATOB U HAMMCAHUE OTYETA

JIroboe wuccienoBanue (KOTOPOE BKIIOYAET CHUHTE3, aHAIU3 U, BO3MOXKHO,
JIPYTHE ATamlbl) TMPEANPUHUMACTCS C KOHKPETHOW IIEIbI0: YTOUYHHTH METOJUKY
CUHTE3a, MMPOBECTH MOUCK, IKCIICPUMEHTAILHO IIPOBEPUTH BHICKA3aHHYIO THIIOTE3Y
U T.1. Bes monmydeHHass B X0/1e BBITTOJIHEHHSI PaOOThI HH(POpMAIHS JTOHKHA OBITh
0000111eHa, c/1eNIaHbl HEOOXOMMBIC BBIBOJIBI M, BOBMOKHO, IMpeIcKa3aHus. ToIbKO
B 3TOM CJIydae pe3yibTaT OKa)ETCs MOJIE3HBIM HE TOJIBKO IS DKCIIEPUMEHTATOPA,

nojyyuBmero ¢€ro, HO W A APYIrux I/ICCJ'IGI[OBaTeJ'Ief/'I. OTpI/II_[aTeJII)HBIe
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pe3ynbTaThl HE MEHEE BAXKHBI, YEM TIOJIOKHUTEIBHBIE, TIOCKOJBKY YKa3bIBAIOT, YTO
TaKOW MyTh CUHTE3a HE IPOBOJUT K KEITAEMOMY PE3yJIbTaTy.

[Ipu 06001IEHNN MaTeprala BaXKHO JJAKOHUYHO M YETKO OIMUCATh AIrOPUTM
¥ BCE JTaIlbl IPOBEACHMS Pa0OThI. DTOT pasnies JOKEH BKIIIOYATh 00CyHcoeHue, a
He KoHcmamayulo TOJNYYEHHBIX pe3ysbTaroB. Heobxoaumo comocTaBUTh
MOJTYYCHHBIC TAHHBIE C TUTEPATYPHBIMH, CIIeTIaTh W3 HUX BBIBOJBI U IMOKA3aTh, KaK
MOJIYYCHHBIA PE3yJIbTaT COOTBETCTBYET €M MpoBeAeHHOW paboTel. [Ipu sTom
MOTYT  TOSBHUTBCS  KaKHE-TO  TPEINOJIONKEHUS, HAWUTHCh  aHAJOTHH  C
JUTEPATYPHBIMA JaHHBIMHA. YacTh TMPEANOJIOKEHUH, OYECBUAHO, TOTpPeOyeT
HKCIIEPUMEHTAILHON MTPOBEPKH, KOTOPYIO MOKHO OyJIeT MPOBECTHU MPSAMO 10 XOIY
BBITIOJTHEHUA 3a/1aud. [loaToMy HEOOXOIUMO cpazy e muwamenbHo 000ymMamo
KaxicOblll NOJIYYEHHbIU pe3yibman.

B nayke BbIpaOoTaH TpaJMIIMOHHBIN CTUJIb MOJAYM pe3yiabTaToB. B 1anHOM
KOHKPETHOM CJIy4yae BBITIOJHEHUE 3aJayM 3aBEpIIACTCS HAMMCAHWEM OTYeTa IO
mpaBujIaM, MPUHSATHIM JJIs HACTOSIIUX HAy4YHBIX OTYETOB. B HeM HeoOxoaumo
MPEICTaBUTH CIEAYIONTYI0 HHPOPMAIIHIO:

¢ (GopMyIUPOBKY 3a/1auH, KaK ee ce0e MpeACTaBIsAIOT aBTOPHI OTUYETA;

® CBCJCHUS W3 JIUTEPATyphl, WCIIOJH30BAHHBIE TPU I[UIAHUPOBAHUHM W
IIPOBEICHUH HKCIIEPUMEHTOB U 00pabOTKe Pe3ynbTaToB (CO CChUIKAMH Ha
JUTEPATYPHBIC NCTOYHHKH );

® pacueThl COCTAaBOB 00PA3IOB M 0OOCHOBAHMUE MX BHIOOPA;

® XOJI BBITIOJHEHUS YKCTIEPUMEHTAIBLHON padOThI;

e 00CYyX/I€HHE Pe3yJIbTAaTOB U X aHAJIU3;

® BEIBOJIBI U3 MPOJICIIAHHON pabOTHI;

® DKCIIEPUMEHTAIbHBIC JaHHBIC — TUPPAKTOTPAMMBI, CIICKTPHI U T.JI.;

e MaTepHabHBIE  3aTpaThl HA  BBINIOJHCGHHWE  3a/ayd:  KOJMYECTBO
UCIIOJIb30BAaHHBIX PEAKTUBOB, Pa30MTOM MOCYABI U T.1I.

Otuer noKeH OBITH HANMMCaH YETKO W CXKATO, M COJEPKaTh TOJIBKO

HeoOxoauMyto nHdopMmairoo. B kauecTBe mpruMepoB MOKHO HCIOJIB30BaTh paHee
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HancanHele  crygeHramu  @OHM  ortdersl 10 JaHHOMY — HPAKTUKYMY

(http://www.hsms.msu.ru) wiu [Ipunoxenue.
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I[MPUJIOKEHHUE. O6pa3zern otuera

MOCKOBCKUI T'OCYJJAPCTBEHHbBIM YHUBEPCUTET
nmern M.B.JIOMOHOCOBA.

OAKVIJIBTET HAYK O MATEPHUAJIAX

OTYET MO ACCATUHEACIbHOMY MPAKTUKYMY:

HOJYYEHHUE TBEPIbIX PACTBOPOB
OKCHUI0B MAPI'AHIIA B TUOKCHUAE OJIOBA.

Bemonasiu:

PykoBonurenn:

Mocksa 200
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1. BBeaenue.

[ens pmanHOM pabOTBI cOCTOSIa B MCCIEAOBAaHUM  BO3MOXKHOCTHU
o0pa3oBaHMsI HUS TBEPABIX PAcTBOPOB Ha OocHOBE SnO, MpU JONUPOBAHUU €TI0
OKCHJaMHU Maprasua.

Oxcun MnQO, xapakTepusyeTcs TOH e CTPYKTypoH, uTo u SnO,, HO paguyc
Mn'"Y cymecTBenHO MeHbIne, ueM Sn''. DTa pasHUIA HE CTONb APKO BHIPAXKEHA IPH
cpaBuennn Sn'’ u Mn", HO Mn,O; oOmamaer Apyroifi CTeXHOMETpHEH u
CTPYKTYPOH.

Kpome Toro, mpu BeposSTHBIX Temmeparypax cuHTe3a, Oompmmx 900°C,
TEPMOJAMHAMUYECKH YCTOWYMB TOJIbKO cMelnaHHblii okcua wmapranua (I, III)
Mn;0;, mpu stom R(Mn") >> R(Sn"). Takum 06pa3oM, OLEHHTh BO3MOKHOCTb
CYILIECTBOBAHMSI MCKOMBIX TBEpAbIX pAacTBOPOB 3apaHee MpeACTaBISETCS
3aTpyAHUTENIbHBIM, U HEOOXOIUMBbI SKCIIEPUMEHTAIbHbIE U3YUYEHUS, KETaTeIbHO C
IIPUBEJICYCHUEM HECKOJIbKMX CHHTETMYECKHX MOaxoa0B. Hackoimpko Ham
U3BECTHO, HCCIEJOBaHUS MOJAOOHOTO poJa paHee CHCTEeMATHYeCKH He
MPOBOJAMIIKCH.




91

2. O030p TUTEpPATYPBHI.

2.1. CeoiicTBa okcuaa osona (IV)

SnO, —  OecuBeTHbIE  KpPUCTAUIbl,  KpPUCTAJIMYECKas  pelIeTKa
TeTparoHanpHas tuma pytuna (puc. 1) (a = 0.4738 um, ¢ = 0.3188 um, Z = 4,
IpOCTpaHCTBEHHAs Tpynmna P4,/mnm). Temneparypa miasinenus SnO, — 1630°C ;
mwioTHOCTE d = 7.0096 T/cM’; TEIIOEMKOCTb C°, = 52.2 JIx/(mons-K); Temooora
obpazoBanus Ad1° = -577.63 xJ1x/Moib; sHTponHus S°9g = 49.01 xJx/(Monb-K ).

SnO, ucnapsercsa npeuMymecTBeHHO B Buae SnO, B mapax MPUCYTCTBYIOT
takxke O, n okcuael Sn, O, rae n = 2, 3 win 4; ypaBHEHNs 3aBUCUMOCTH JTABJICHUS
napa ot temnepatypsl: Igp(O,, ITa) = 13.22 — 20000/T.

SnO, He pacTBOpUM B BOJI€, YCTOMUYMB B BOJIHBIX PACTBOpPAx KUCJIOT, COJIEH,
LIEJI0YEH, pa3IM4HbIX BOccTaHoBUTEeneu. lIpum cruiaBmeHum co menodyamu "
KapOoHaramu o0Opa3yer crtaHHatel M,SnO;, KOTOpbIE THAPATUTYIOTCS 10
M,[Sn(OH)¢]; mpu HarpeBaHUM B IPUCYTCTBUHU BOCCTAHOBUTEIIEH MPEBPAIACTCS B
Metail. SnO, — MONYNPOBOJHUK An-TUNA, IIUPUHA 3anpenieHHoN 30HbI 3,54 3B
(300 K); momBmKHOCTD 271eKTpoHOB 7 cM/(B-C); KOHLEHTpAIMs HOCHTENeH 3apsiia
3.5-10" cM™; ymansHoe compoTusienne p = 3.4-10° Om-cm. SnO, mpospaden s
BUJIMMOTO cBeTa u otpaxaeT MK-u3nydenue ¢ JIMHHOM BOJTHBI OOJIBIIE 2 MKM.

B npupone oxcun onosa (IV) mpeacrtaBieH MHUHEPAIOM KacCUTEPUTOM
(onmoBsaHHBIN KaMeHb). [lonukpucrammuyeckuii SnO, MoaydarOT NPOKATUBAHHEM
coequHenuit onoBa (IV) Ha BO3myxe, OCaXIECHUEM OJOBSHHBIX KHUCIOT W3
pPacTBOPOB COJIEH 0JI0Ba M MX MOCIEIYIOLIUMM IMPOKAaJMBAHUEM Ha BO3JyXe IpH
temneparype 10 1230°C. Monokpucramisl SnO, HOJy4arOT BBIPAIIMBAHUEM U3
napoBoi (a3l € MCHOJB30BAaHUEM IMPOIECCOB OKUCIEHUS, MHUPOJIH3A WIIU
TUAPOIN3a COEIUMHEHUHN Sn, U3 paCTBOPOB FUAPOTEPMAIIbEHBIM CHHTE30M...

Ucnonp3ytor SnO, B BUIE NOPOWIKOB MU KEPAMUKH B MPOU3BOACTBE
MIPO3PAYHBIX, IEKTPONPOBOIAIINX U TEIUIOOTPAKAIOIIUX MAaTEPUAJIOB, TAKKE KaK
OeNblii MUTMEHT B TMPOM3BOJACTBE CTEKJIA M KAPOIMPOUYHBIX AMANCH W Tia3ypH .
SnO, — karanuzatop peakuuii 3amemieHuss W ruaponusa. IlmeHku SnO,,
HaIbUIEHHBIE HA CTEKJISHHBIE U MOJUATUICHOBBIE MOMJIONKKH, HCIOJIB3YIOTCS B
KauecTBE aHTHOOJEACHUTENIEH B caMojeTaX, aBTOMOOWISIX M JPYTrMX BHJAX
TPAHCTIOPTA; TEIUIOM3OJSIIIUOHHBIX OKHAaX B TMOMEIMIEHUAX O000TrpPeBaEMBIX
COJIHEYHBIM CBE€TOM, NIPO3PAYHBIX MPOBOJAIIMX TOKPBHITUMA B 3JIEKTPOHHBIX
npudopax. Kaccurepur — coipbe B mpou3BOACTBE 0JI0Ba [2].
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Puc. 1. Cmpyxmypa pymuna.

2.2 CBoiicTBa OKCH/I0B MapraHIAa.

MnO, — depHbIe WM KOPUYHEBO-UYEPHBIE KPUCTAIIBI, UMEIOIIHE CTPYKTYPY
pytuna (cMm puc.l) Ilapamerpel pemerkun a = 4.4041 vm, ¢ = 2,8765 HM.
Tepmonunamudeckue ¢QyHkuuu: Ad1%9 = -521.5 xJlx/Monb, S%9 = 53.1
Jix/monb-K. TInotHOCTS 5.03 T/cM’. Pasnaraercst mpu Temmeparype 535°C:

(x+y) Ml’lOz —> an203-yMn02 + x/2 02 —> (X+y)/2 Ml’l203 + (X +y)/4 02.

[IpeumyIiiecTBEHHO CYyIIECTBYET B (hOpME HEPACTBOPUMBIX B BOJIC THIAPATOB.

B npupone MnO, — MuHEpas MHUPOJIO3UT, SBISIONIMNACS OCHOBHBIM
HMCTOYHMKOM Mapranuia. He pacTBopum B BOJIE M PacTBOpaxX KUCIOT W ILIETOYEH B
OTCYTCTBHE OKHMCIUTEILHO-BOCTAHOBUTEIBHOIO B3anMoencTBuA. [Ipumensiercs B
CTEKOJIbHOM  NPOMBIIUICHHOCTH JUISI  OKHUCJICHUS  Pa3JIMYHBIX CEPHHUCTHIX
COCIMHECHUN U MPOU3BOJHBIX KeJI€3a, MPUIAOIINX CTEKIIY TEMHYIO OKpacky. [Ipu
JM00aBJICHUN THPOITIO3UTA K JIBHIHOMY MAacily KaTaJUTHYECKH YCKOPSET ero
OKHCJICHHE Ha BO3JayXe, OOyCIaBIMBAIONIEE €ro BhIChIXaHUE. [Ipumensercs mpu
V3TOTOBJIEHUH HEKOTOPBIX THIOB TAJIbBAHUYECKUX DSJIEMEHTOB, TAE €ro POJib
3aKJTI0YACTCS B OKHCICHHH BOJOPOJA, oOpasyromerocs mpu paboTe 3JIEMEHTA.
3HauuTeNbHOE KOIUUeCTBO MnQO, MPUMEHSETCA B CIIMYEUHOM ITPOU3BOCTBE.

4
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Mn,O; — depHBIE KPUCTAUIBI KyOMYECKOM CHHTOHHMH, COOCTBEHHBIN
CTPYKTYPHBIN THUI, HapaMeTpbl pemieTku a = 9.43 um. Z = 16, npocTpaHCTBEHHAA
rpymma Ja3. TInotHocts 4.51 r/em’. Okcumy coctaBa Mn,Os MOTYT OTBEYaTh JBE
DOpPMYJIbI ¢ pPasIMUYHBIMM CTEMEHSMH OKMCIeHHs Mapradma: Mn",0; u
Mn"Mn'VO;. OnHa — mpOAYKT pasiokeHHs MUPONIO3UTA, APYras — IPOIYKT
okucienuss MnO kucinopoaom Bozayxa. Paznmaraercs nipu temmneparype 1080°C:

6 Ml’l203 —>4 Ml’l304 + OzT

[Ipuponnslii MuHepan OpayHHT, OTBEHArOUIUHA cocTaBy Mn,Os, sBiseTs
MIPOU3BOJHBIM Mn" u Mn".

Mn;0O, — dYepHble KpUCTAUIBI POMOMYECKOW CHHTOHUH, a = 9/5564 HM,
b = 97996 um, ¢ = 3.024 um, Z = 4, npocTpaHCcTBeHHas rpynmna Pmab.
Temneparypa mnasnenus 1560°C; Addrg = -1387.6 xIlx/Moab; S°s= 154.8
Jlx/(moub-K). TInorrocts 4.70 r/em’. TIpeacrasisier co6oit Mn'",Mn' Oy,
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3. DKCnepUMEHTAJIbHAsA YaCTh.

3.1. IlepBblii cnoco0d mOJy4YeHUs] TBEPAbIX PAaCTBOPOB OKCHIOB

MapraHia B JIMOKCH/IE 0J10Ba.

CyTrh _cmoco0a: IMOIydYeHHE TBEPABIX OKCUAOB IIyTEM TEPMHUUYECKOTO
paznoxenus cmecu SnC,04,H,0 u MnSO, 5H,0, npokanuBaHuem Ha BO3IyXe€.

IIpeaBapurenbnsblii cunTe3 SnC,04H,0. /{15 nomydyeHus: okcanara 010Ba
B3sun 10 r cynbdara onosa u 4.975 r okcanara aMMoHus. [IpuroroBmin pacTBopsl
000MX BEILECTB, Ui 3TOT0 cysibdar onoBa pactBopuian B 100 M Boabl, a okcanar
amMmoHus B 50 mu Boabl. 3aTeM, K pacTBOpPY cyjb(ara 0J0Ba MPWIWIN PacTBOP
okcasiata aMMoHMs1. HaOmroanu akTuBHOE BbINaIeHHE 0€JI0ro TOHKOAUCIIEPCHOTO
ocaaka (SnC,04.H,0). IlomyueHHyro B3Bech OT(PHUILTPOBAIM HA IUIOTHOM
CTEKJISIHHOM (UiIbTpe. Y paBHEHUE PEaKIINU:

SnSO,4 H,O +(NH4)2C204'H20 — SHC204’H20,L+(NH4)2SO4 + H,O

B pesynprare nonyumnu 7.934 r okcanarta oio0Ba, NPU PAacUETHOW Macce
9.675 r. Beixoa peakiuu coctaBui 82 %.

IHonyuyenue 00pa3uoB TBepAbIX PACTBOPOB IPOBOJUIN B COOTBETCTBUH C
YPaBHEHUSMU PEAKLINI

MI’ISO4'5H20 — MnO + SO3 (1-)+ 5 HzO(r) —> MHOQ.
SnC,0,H,O — SnO + CO, + H,O — SnO, .

A) 7.5% MnO,, 92.5% Sn0O,. B3sm 0.75 r SnC,0,H,O u 0.07 r
MnSO45H,0. Tak kak KOJIMYECTBO Cyib(aTa MapraHua ObUIO 3HAYUTEIBHO
MEHbIIE KOJMYECTBA OKcajJlara aMMOHHS, JUIl JOCTHXKEHUs  OoJibLIel
OJTHOPOJHOCTH CMECH TOcje MomeleHus ee B (paphopoBblii TUTenb H00aBHIN
HECKOJIbKO Kamedb BOJbl. 3areM CcMech npoKaiuiau Ha ropenke. Ilpu
MPOKAIMBAHUU MoJIydeHHOM cmecu npu 900°C B TedyeHHE 2 4acOB COXPaHMUIICS
cepoBaTO-KpeMoBbIN LBeT cmecu. [locne npokanmusanus npu 1200°C B Teuenue 2
yacoB oOpasel npruoOpen apKo-KpacHblil 11BeT. Macca o6pa3ua cocrasuina 0.5 r.

[Ipu HailIeHHBIX YCIOBUSAX MPOBEIU MPOKAJTIMBAHUE CEpUU 00PaA3LIOB:

b) 15% MnO,, 85% SnO,. (Mcxoano B3sau 0.761 r SnC,04.H,O u 0.088
MnSO,5H,0) Macca o6pa3iia nociue npokaauBanusi coctaBuia 0.53 r.

B) 22% MnO,, 78% SnO, (Mcxoano B3smu 0.670 1 SnC,04.H,0 1 0,204 r
MnSO,5H,0. Macca o6pasia nocie npokanupanus cocrasuia 0.52 r.

I') 28% MnO,, 72% SnO, (0.670 r SnC,04.H,0, 0,291 r MnSO,5H,0).
Macca o6pasna cocrasuna 0.56 r. 6
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3.2. Bropoii cnoco0 mosry4eHusi TBepPAbIX PACTBOPOB OKCH/I0B MapraHua
B IMOKCH/IE 0J10BA.

CyTh cnioco0a: TEpMUYECKOE PA3JIOKEHUE CMECH, TTOJTYYEHHON COOCAXKICHUEM
OKCaJlaTOB MapraHIiia U 0J0Ba.
IHonnyuenue 00pa3uo0B TBEPAbLIX PACTBOPOB.
A) 40% MnO,, 60% SnO, Ilpeanonaraemblie ypaBHEHUS PEAKIIUA:
x MnSO45H,0 + y SnCl,2H,0 + (x + y) (NH4),C>0,H,0 — y SnC,0,.H,04 +
+ x MnC,0,2H,04 + x (NH,4),SO,H,0 + 2y NH,Cl
y SHC204.H20 +Xx MHC204.2H20 -y SnO + x MnO + (X +y) COzT
+ (2x +2y) H,OT + (x + y) COT
beimo B3sito 0.776 r MnSO,5H,0, 1.050 r SnCl,2H,O m 0950 r
(NH4),C,04,H,O0. MnSO,5H,0 u SnCl,2H,0 pactBopunu B 200 r BOabI, a
(NH4),C,04,H,O B 100 r BOmpl. 3aTeM TMOJy4YEHHBIE PACTBOPHI CIWIM U
OTCTOSIBIIUNCS 0CAI0OK OT(PMIBTPOBAIHN W MPOKAJIUIN HA BO3AYXOIyBHOM ropeske.
HanbHeiiee npokanuBanue B pexxuMe 900°C Takxke He MPUBEIO K 00pa30BaHUIO
romoreHHoro ooOpasma. Ilocne npokanuanus npu 1200°C B TeueHwe 2 4yacoB
oOpazelr mpuobOpen sSpKO-KpacHbId 1BeT. Macca o0pasia mociie MpOKaJTHBaHUS
0.868 r.
B) 1% MnO,, 99% SnO, Bzsum 0.140 r MnSO,5H,0, 2.921 r SnCl,2H,0 u
2.180 r (NH,4),C,04H,0. Macca o6pa3ia nociie Tepmoodpadotku — 1.835 r.

3.3. Tpernii crocod MoJIy4YeHUs1 TBEPAbIX PACTBOPOB OKCH/I0B MAapPraHua B
AUOKCH/E 0J10BA.

CyTb c1ioco0a: TepMUYECKOE PA3JIOKEHUE CMECH, MOJTYYEHHOM COOCAXKICHUEM
KapOoHaTa MapraHiia U TUIPOKCHIA 0JIOBA.
ITosryyeHHne 00pa3moB TBEPAbIX PACTBOPOB.

x SnSO4H,0 + y MnSO45H,0 + (x + y) NaHCO; — y MnCOs{ + x Sn(OH),d +
+ Na,SO, +x CO,T + 5y H,0.
x MnCOs + y Sn(OH), — y SnO + x MnO + x CO,T + y H,0T
O,, t°
— ¥ SnO,x x MnO,

A) 1% Mn0O,/99% SnO,. B3stu 3.091 r SnSO4H,0, 0.371 r MnSO4 5H,0 u
1.752 r NaHCOs;. IlpogykThel coocaxaeHusi OTGUIBTPOBAIM W TMPOKAIWIA Ha
BO3/IyXOJyBHOM ropesike, HabJt01aJ10Ch IK30TEPMUUYECKOE Pa3IoKeHne KapOooHaTta
mapranna. O6pazern;r maccor 2.025 r pazaenuyivd Ha TPU YacTH M MPOKAIMIUA B
pazimuunbix ycnoBusx: 1) mpu 900°C B Teuenue 2 yacos; 2) npu 900°C 2 yaca, u
3ereM nipu 1200°C emte 2 uaca; 3) npu 1200°C 2 yvaca. Bo Bcex Tpex ciydasx
00pasIbl COXpaHUIIU OCIBIN 1IBET.
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4. AHaJm3 pe3yJIbTaToB.

Kpome nukoB martpuuHoro oo6pasma (Sn,Mn)O,, Ha peHTreHorpammax
IPUCYTCTBYIOT ITMKH, Hanbosee cOOTBETCTBYIOLIME OKcuy Mn,Os. C u3MeHeHuem
KOHIIEHTpAallMd MapraHia B OJIOBSHHOM MaTpulle IOJIOKEHUS OTpakKeHUH
IPAaKTUYECKU HE MEHSIOTCS, YTO CBUAETEILCTBYET 00 OTCYTCTBUHU CKOJIBKO-THOO
IOPOTSKEHHBIX TBEPABbIX PAacTBOpoB Ha ocHoBe SnO,. Ilpumepsl audpakrorpamm
IIPE/ICTABIICHBI HUXKE.

1% MnQO,, 99 % SnO, (110 criocody 2):
2500

2000 —
1500 —
1000 —

500

o J

10 | 20 | 30 | 40 | 50
7.5% MnO,, 92.5 % SnO, (ciocob 1):

3000 -

2500

2000

1500 —

1000

500 H
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[To nanabiM PO A OpuH paccunTanbl mapaMeTpsl (as3bl CO CTPYKTYpOi

pyTHia:

O6paszen a HM Cc HM
7.5% MnO,, 92.5% SnO, 0.47302(7) 0.31825(6)
15% MnO,, 85% SnO,. 0.47291(9) 0.31820(8)
40% MnO,, 60% SnO, 0.47326(4) 0.31838(3)
1% MnO,, 99% SnO, (criocob 1) 0.47262(8) 0.3179(1)
1% MnO,, 99% SnO, (criocob 2) 0.47312(4) 0.31820(5)
1% MnO,, 99% SnO, (ciocob 3) 0.47338(4) 0.31847(3)

B npenenax morpenHocTy nojicuera napaMeTpoB PelIeTKH HAIINX TBEPbIX
pPacTBOPOB MPAKTUYECKU HE U3MEHAIOTCA (B CPABHEHHUM C MapaMeTpaMH PEIICTKU
Sn0O;: a=0.4738 um, ¢ = 0.3188 um).

OTCcyTCTBHE CKOJIBKO-THOO0 BBIPAXKEHHBIX TBEPABIX pacTBOpoB mpu 1200°C u
KMHETHUYECKHE TPYTHOCTH TOJNY4YeHHS OJHO(DA3ZHBIX 00pa3IoB Mpu 0ojiee HU3KUX
TeMIlepaTypax TIO3BOJAIOT TMPEINONIOKUTh, YTO JaHHAsS CUCTEMa MOXET OBITh
MEPCIEKTUBHA JIUIIb MPU TOJYYCHHH MAaTepUajoB, B KOTOPBIX TpeOyeTcs O4YeHb
Majasi CTENEHb JICTUPOBAHUS WHEPTHOW MATPHUIBI HOHAMH, CIIOCOOHBIMHU K
JIETKOMY O0OpaTMMOMY W3MEHECHHIO CTEMEHW OKHCIeHUsA. Mapranenm Kak pas
SIBJISIETCA TaKUM DJJIEMEHTOM, M TOAOOHBIE MaTepuayibl, BO3MOXHO, CIEIyeT
MPOBEPUTH HA HATMYUE KATATUTUYECKON aKTUBHOCTH B MPOLIECCaX OKUCIICHUS.

[TepBblii crioco® MoKa3aid BBICOKYIO CTENEHb KPUCTAIIMYHOCTH o0pasia, u
BBICOKHMI BBIXOJI, HO KpUCTa/UIM3alus o0pas3iia He MPOUCXOIUT MPU TeMIepaType
OTKHUTa 900°C. Bropoii croco6 nokKaszail HU3KYIO CTETIEHb
3aKpPUCTATN30BAHHOCTH 00pa3ioB (PDA mokazan KkpailHE HU3KYH CTEleHb
KPUCTAJUIMYHOCTH 00pasna 2.2), CpeaHui BbIXOJ U HEAOCTATOYHOCTh OTXKUTA MPHU
900°C Tperuit cnoco0 TmMoOKa3al HHU3KUH BBIXOJ C BBICOKOM CTENEHbIO
KPUCTAILIMYHOCTH U TOMOIreHu3aluu, U Kpucrtaumzauuto npu  900°C.
[Tonyuennslie oOpasnpl ObLIN HccienoBanbl ¢ omombio POA. [lo nanapiM POA
ObLIM pacCuuTaHbl MapaMeTpbl pemeéTku. Takum o0pa3oM, HMEET CMBbICI
NPUMEHSITh MEPBbIA (J11 BHICOKMX KOHIIEHTpAlMid OKCHJA MapraHiia) U TPETUi
CIIOCOOBI /ISl TOJIyYEHHUSI BEIIECTB U3 U3YYaEMOW CUCTEMBI.

5. BoiBoaBI.

1. M3yueHo B3aMMOJAEICTBHE B paHEe HE HcclieloBaHHOU cucteme SnO, —
Ml’lOz - (MH203).

2. Tloka3zaHO TPAKTUYECKOE OTCYTCBTHE OOpa3OBaHMS TBEPJABIX PacTBOPOB
Ha ocHOBe SnO,.

3. OnTuMalibHBIM C TOYKH 3PEHHUS BBIXOJA SBIIIETCS CIOCOO CHHTE3a,
OCHOBAHHBIA HA COBMECTHOM IMPOKAIMBAHUU KPUCTALUIOTHIPATOB OKcajlaTa 0JI0Ba
U cynb(ara Mapraasiia.
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