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1. Huswue carpeenudol u Merodsl ux HoOayveHuR 13

MEeTOAHKN, MEPH NPelOCTOPOKHOCTH H TO pallHOHAJAbHOE, YTO HaXo-
JWTCA B OCHOBe CHHTte3a. Tam, riae 310 HeoOXomuMo, NpHBEAEHA
OlieHKA STHX METOLOB CHIITE3a.

Huxe paccMoTpeHbl TOABKO BbiAe/eHHbie coeduHenus. He pac-
CMATPUBAIOTCA COENHHEHHUS, CYULIeCTBOBAHHE KOTOPLIX NOATBEPKACHO
NPy HCCAeAOBAHUSAX PACTBOPEHHS] B KpUCTaaaax-xo3fesax, B pac-
naaBax uan B razosoft (pase. OOcyxaawTca TOABKO XAopuasl, 6po-
MHIb M HOAHABL, TAK KaK 60AbWHHCTBO Propumos Guiao noapobuo
paccmorpedo B npeasiaywiem tome [1]. K Tomy e cHabHoe noJe H
NoAApU3YyOLLAs CHA (TOPHA-HOHA HEeNaT ero 8 o0lleM Cayyae
HauMeHee NOAXOAAUIHM H3 TaJOTeHHACB AN CHHTE3a HAM3IIUX CO-
CTOAHHH okucaenuda. [lourn eqUHCTBEHHBIM HCKAOUYEHHEM #ABAAETCHA
neoGurunoe coenunenue AgoF. C apyrofl cTopoHH, aHHOHBE C MeHee

CUJBHBIM M0JeM U OCHOBHocThio, Hampumep AlCl;, B HekoTopmIX
cayuasx Oyayr paccMaTPuBaThbed, eclAd MOAYYEH HOBLIA wiad Bouee
onpenesenubld nponykr. He paccMorpenn KoMmjexchl rajioreHOB B
HU3MIMX COCTOAHHAX, HanpuMmep NBOHHBIe cOMn. Taxkxe He paccMa-
TpuBatoTCH Oojee HIM MeHee CHABHO 3aKOMIVIEKCOBAHIEIEC MNPOU3-
BOJAHLIE C APYTHMH JHranfamu. B ocHOBHOM BHHMAaHHe yAeJaeHO
NPOCTBIM TaJOTeHHLAM.

Onpenenenie «HH3IIEE COCTOAHHME OKUC/IEHHA» HE OYEHb SICHO.
Doino 6ul HEOCTOPOKHBIM COIVIACUTBCS C TEM, YTO MOHATHE <HH3-
WHH» TanoreHuj AO/IKHO BK/IWOUATH BCe TAJNOTEHHAH, MOJyvYaeMble
BOCCTAHOBJEGHUEM, TaK Kak NMPH 3ITOM H3 YHC/A2 HH3IWHX HCK/I0-
YAIOTCH. ¢<HOPMAaJbHBIE» COCTOAHHA H T€ COCTOAHHHA OKHCJEHHA, KOTO-
pbie MoayueHbl ¢ NPHMEHEHHEM CHJAbLHBIX OKHCauTened. Xopouwo wHs-
BectHble rajoredunn xeqaeda(ll), pryru(ly u oaoma(ll), yrosae-
TBOPAIOlIHE A3aHHOMY KPUTEPHIO, He BK/IIOYEHH B IJ1aBy.

II. HU3IIUE TAJOTERNUALI U METOAbBl HX (IOJIYYEHUSA

Hans obnervenns cOpaBok H CCHLIOK HA NPUMEpPH HH3MIHE raJjo-
regnfpl CBefeHsl B Ta0J. |, raAe NMOMelNleHO KpAaTKOe OMHCAHUe mpe-
napaTHBHLIX METOAOB HX MNOJYYEHHS, MAHbl JUTEPATYDHbIC CCHIJIKH
n HexkoTopbie npumedanus. [Ipeanonaranochy BkJAIOYHTL B Tabanuy
BCE BOCCTaHOBJeHHBE (aswl, HMeIIHe CKOJbKO-HHOYAbL BaKHOe
3HAYeHHe, HO, BEPOATHO, TAKan CBOoAKa HeuabexiHo okaszagach Ol
nenonnoi. Pasul o0blYHO HAGHTHQHUHPYIOT TO SKCOEPUMEHTAJBHO
ofipefejdaeMoMY OTHOUICHH:O raloreH—MeTans, X0TA B HeKOTOPBIX
cAyHanx 3TO MOMKET NOKa3arbCsl HeCKOJbKO HeoOblYHbIM. [danbuef-
KA MyTh «OUpeneseHda Hel0r0 4YHCaa» AJs HHTepnpeTapH#d 3TOrO
OTHOLWEHHS OOLIUHO He NPAKTHKYETCH, €CJH OTCYICTBYIOT CBefeHHs
0 CTPYKTYype NPOTOTHNA HJH Mo KpafiHefi Mepe O TJIOTHOCTH H pas-
Mepe HUCTHHHOH 3neMeHtapHodl suedkd. Hexoropee cTpykrypHbie
auefixy usBecTHbl, Hanpumep Taglily mna Talgss [2). Ilpencras-
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asercs HeleaecooBpasHelM BKIIOYATH Cofla BCKO uHGOpMAaUHIO (10
3TOMy Bonpocy. B tabanue taxkke mepeudciens HEeCKOALKO QYeBHI-
HBIX «MeTajnuyeckux» a3, HanpuMep La® (I-).e~, xoTopas moxeT
HE YAOBJeTBOPATL ONPefeNeHHI0 HH3LWEro COCTOSHUS OKHCJeHHH
B OOBIUHOM CMBICTIE 3TOTO C/0BA.

B tabn. | npuBenena ToabKo KPATKasA XapaKTEPHCTHKA peakuuH
M MeTONa, TaK Kak upeamoJsaraercs, uto JaioboMmy aabopaTopHomy
CHHTe3y mnpeatlecTsyeT Oojee NOAHOe H3y4YeHHe JuTepatyph. 3Ha-
YeHHe DA3NMYHLIX YVCINOBHH CHHTe3a OyameT pacCMOTPEHO NO3jHee,
Bo MHOrux ciayyasx npHBefeHA CCbINKA TOJBKO HA OCHOBHYIO pa-
Gory. lleHHBIM HCTOUYHMKOM, Ha KOTOPHI 4acTO [EeNaeTcsd CCHLIIKA,
Asasercd «PykoBOACTBO HO NpenapaTHBHON HEOPraHudyecKof XH-
Mun», u3flanioe Bpayspom [3]. B 3TOM pyKOBOACTBE MeTOA H OPH-
rHHAJbHAA NUTEPATYPa npHBeleHn MNOJAHOCTbIO. OAHAKO pasgennl
B 3TOH KHHre CUJBHO DAa3/juualoTcsl CTeNeHbK OXBATa COBPEMeHHBIX
pabor no ranoreHUAaM B HU3LIHX COCTOAHUAX okuciaeHus. [Tostomy
HekoTopbie paboTH clenosano paccmorperb moapobHee. O Gonee
panHell nureparype ocoferno yno6uo cnpasasateca y Cupksuxa [4].

1I1. OBIMUE 3AMEYAHUA

A. Kauectso

Jonycramasi cTefleHb 3arpAsHedufl NpoayKTa 34BUCHT OT IPHU-
POAL HAHHOTO COELHHEHHH, MpeAmno.,araeMod o0JacTH NpPHMeHeHHS
u croumoctd. Hexoropeie mpoayxThl TpeOYyOT MeHBUIUX NPEgOCTO-
POXHOCTEH MPU CHHTE3e, eC/IH OHH CAYXKAT Vs PEeHTreHOCIPYKTYp-
NBIX HCCACNOBAHMMH, ANA NOJYUeHHA MOHOKDHCTAMJI2 WAH AJS H3yue-
HHSl TOC/NeN0BATEAbHEIX peakuuld. C APYroH CTOPOHBI, HEKOTOpPLIe
¢TeKTPalbHbIe NCCAENOBaHUA, H3YYeHHE pacnJaBoB UAd onpegene-
HHe cocTapa HOBOA (asw TpeOVIOT 3HaUYHTEAbHO GOABILEr0 BHUMA-
HUA K YHCTOTE IIPOAYKTA, KOTOpAas HHOrAa MOXeT OKA3aThCs Pelalo-
mumM Gaxropom. B Takux caydyasx TPYAHO OXHAATb OOJBILOH I10-
MOLLH OT MpenapaTuBHbIXx mponucell, B JaHuTepaTypHBIX HCTOUHHKAX
LAaHHbIe 0 BO3MOXKHOH YHCTOTE MPOAYKTOB H3MEHAKTCA B OYEHb IUH-
poKux npepenax.

3HauuTeNbHbIE TPYAHOCTH (pPEACTABAsET MpobaeMa HU3KOMOJe-
KyASpHbIX TpHMecedl B rajoreHHmax, ocobeHHO B rajoreHHaax rs-
xeawvix snementoB. Tak, 0,6 rec.% HpO s Lal; coorBercrayer
NPOAYKTY, KOTOpPLIA I[IPH AaHAJH3e f[2eT BEPOATHOE ColdepKaHue
99,5% La 4+ I, 1. e. B npefieslax o0bIYHBIX NOrpemIHOCTEH aHaNH3a,
¢C/IH yuecTb TPyAHOCTh oTfopa HaBecKH BeliecTsa. PaceMoTpum,
HAMPUMED, Peakuuio MeTaNJHYeCKOro JdaHTaHa ¢ o0pa3oBaHHEM
Lals. 3nece npHmech Boabl MPOpearHpyer €O 3HAUYHTEAbHBIM KOJH-
HECTBOM MeTajja H CHJbHO MOBJAHAET HA YHCTOTY NpoAykrta. B atoMm
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cnyuae AN «BOCCTAHOBJeHHs» noTpebyerca 509 NOMOMHHMTEABHOTO
MeTaslJa, ecad NpeanoJaoxRuTs, yro obpasyercs LaOl u LaH, u ko-
HeYyHOoe BEelIeCTBO ComepKHT Toabko 83 Moa.% Laly. Pesyisrare xe
ananusa nawt 99,57 sec.% La + [! [TonoGubim ke obGpasoMm ecan
HCXOAHOE BewecTso comepxiut 0,5 sec.% xucaopoga B popme LaOl,
TO KOHeUHBIHl MPoAyKT comepxutT Toasko 899 Laly. Takoe xe Baus-
HHE OKA3LIBAIOT YIJAEPOL U OKHCh KDEMHHUA — JBe APYrHe BOSMOMXKHbBIE
npumecu Lals, D1H e npolb.aeMbl BO3HHKAIOT N1A HH3KOATOMHBIX
npumeceii B camMoM MeTrajsie, XOTs B HEKOTOPHIX OTHOLUEHHAX OHH
OKa3biBAIOT MEHee Cepbe3Hoe B/HAHHE BCAEACTBHE MPHMEHEHHS
MajbiXx Konaudects., Ho 3Tu npuMecH ofbiYHO HAMHOrO TpyaHee yaa-
JAHTh, B HEKOTOPBLIX CAYYasaX METOAOM BAKYVMHOH NJIABKAH U CMEKTPO-
rpaHiecKHM daHAMH30M MOXKHO oOlpenesuTb NpHONH3UTENbHOE CO-
gepxaHue 3THX npumeceil. BoolOume xe ayywe NPUHEATL HCK/IIOYH-
TeJbHEIE Mepbl MPefOCTOPOMHOCTH BO H3bexaHHe 3arpssHeHHH Ha
BCeX CTaauax cunte3a. Takum o6paszom, HeoO0XOAHMO NPHUMEHATH
ELICOKOKAUeCTBeHHbIe HCXOAHble BeuecTsa (Hanpumep, cyOnuMHpO-
BAHHbBIE B BaKyyMme BLICIIHE TaJOTeHHIbI), HAZeKHYIO BBICOKOBAKY-
yMHYI0 ycraroBKy (Bakyym 0,01 sm pr. cT. HJIH HECKOJLKO MHJJIH-
METPOB PTYTHOTO CToN6a HemocTaTOYeH) W HafeXKHbIH cyxod Gokc.
Metonuka n0oNKHA HCKAIOYATH MEpPeHOC BellecTBa M annaparypHble
W3MEHEHHA ¢ AOCTYNOM Bo3ayxa. B anmnapatype QOMKHH OTCYTCTBO-
BaTh NPOOKH; MaHHUIYAAIHH OOBIYHO JydlUe OCYLIeCTB/ATL B repme-
THUYHBIX KOHTEHHEepaX, B KOTOpPbiX coYneHeHHs, OpoBKH H T. M. OT-
CYTCTBYIOT MJIH HX 4YUCJHO cBefleHo A0 MHHUMyMa. [lepex nmpumene-
HHEM KOHTeHHepbl PEeKOMeHAYeTcs MPOKAaaHBAaTh B BakyyMme. Taxad
npoueaypa NpeanonaraeT HCMOAbB3OBARHE COBEPIUEHHO HHEPTHOrO
KOHTefiHepa — mpobaemMa, KOTOpPYo He BCerga yaaeTcs DeLHTb oJ-
HOCTbO, B 3THX YCNOBHAX 4aCTO MOXHO MOMYYHTb NEeHCTBHTEJILHO
¥ONMUYECTBEHHBIE BHIXOALI, XOTSI Npo0aeMbl KUHETHKH HAH YCTOHUYU-
BOCTH NMPOAYKT2 He BCerga Jerko paspemsumsl. C ydeToM sTdxX 006-
croaTenseT Buixon 90—92% SmCl; u3 He + SmCl; uau 909% Sml,
IpH gucconnannu Smlg caenyer CuHTATh HEYAOBJETBOPHTELHBIM.

b. Mpumenenne pacTBopuTean

[Mopapnstomee YUCA0 COEAMHEHHH, NepeuscaeHHbix B Taba 1,
He/Ab3sl MOJAYUYHTh HJIH COXPAHHTb B MPHCYTCTBHH OOBIYHBIX MOJEKY-
JSIPHBIX PACTBOPHTENEl, XOTH HMEEeTCH HEeCKONbKOo dckmouenud. He-
KOTOPLIE COEAHHEHHS MOMEHTAJbHO AHCNPOMOPLHOHUPYIOT, Haxe
B NPUCYTCTBHH C€1a00 OCHOBHLIX pPacCTBOpUTENefl, B TO BpeMa Kak
ApYrue BOCCTAHABIHBAIOT Bee monoGHBIe BelllecTBA (pacTBOpHTENH).
Takxe MoXeT cTaTh npobaemoil conbBOAH3, ocoGeHHO AaA OoJee
BLICOKHX COCTOSIHHE OKHCIeHHs MeTall0oB B ranorenunax. J[axe
H 6e3 yuera 3THX OIPaHHYeHHH nNOCAeAyloUlee MOJHOe yaaneHHe
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PacTBOPHUTE/ MOMXKET OKA3aTbCH TPYAHBIM H NMPHBOAUTL K IHPOIH3Y,
paciienneddo g 1. n. Cy6aumalueidl He Bceria MOMKHO YA2JHTb
yrAepOACOfepKauHe NPUMecH, T2K Kak OIHOBpPeMeHHO CyOIHMH-
pyercs UMM yBJAeKaercst MPOAYKT. DTH NpUMECH MOTCYT 0KasbiBaTh
0cOOEHHO BpefHOE BOCCTAHABAUBAMONIEe (HMAH OKHCAsIOLLeEe) BO3MAEH-
CTBHE NMpH HCCNAENOBAHHAX B PACTBOPAX, KOTNA faxe clNefikl MpHMe-
cell BBI3BIBAIOT HAPYLUEHHSI mpouecca, Kak 3TO ObLIO OTMEYEHO AN
pPACTBOPOB pAaCNJIaBJAEHHBIX TaNOTEHHACB AMIOMHHWA, KaaMH9,
cBuHuia # Bucmyra [120—122]. Jlywwe ¢ camoro mavana uaberatb
BBEJEHHS NMpuMecefi, T. e. NPOBOJAHTL CHHTE3 H3 3JIeMEHTOB, a He
OUMILATh MPOAAXKHEIE XUMHUYECKHE DEAaKTHBLL.

Mcnonb3oBanne B KauyecTBe PACTBOPHTENCH CoJeldl WMeeT ompe-
jeNeHHble NPEHMYLIECTRA: TAKHE pACTBOPH YCTOHUHMBB M B HHX
SpicTpo nocruraerca paBHoBecde. OueBHaHO, TpPUMeHeHHe raJjore-
HHJA UHTEPEeCYEMOr0 MeTa /2 B BLICIUEM COCTOSHHH OKHCJEHHA CO-
RMAET JydllHe YCIOBHA IS NposefeHus peakudit. B stom cayuae
peaxuus MpoTekaeT B pacnnase B cHcreMe MX, — MX,, _,. C npy-
rod CTOpPOHBI, MPHMEHeHHe B KAauecTBe PacTBOPHUTEJeH Ta/oreHHIoB
Apyrdx MerasanoB (Hanpumep, LIEJNOYHBIX MeTaJjJoB) BooOlne Me-
Hee ynoGHO, TaK Kak oHH 1) OBBIYHO yMeHBIUAKT YCTOHUYHBOCTD ra-
AOTeHUOA B HU3IIEM BAJEHTHOM COCTOAHHH [3TOT Bompoc o6cyxK-
jaerca HUXe B pasfiesnie 00 audoHHeix 3ddexrax (pasn. IV.1)],
2) yacro oOpasyioT ABOHHBIE COAH C MPOAYKTOM H 3) MOTYT CAYKHUTE
HCTOUHUKOM MOCTOPOHHHX NMpuMecell, HAnpuMep BOAB U3 CAJOCEHH-
gos auTHA B of6MeHdblx peaxuuax ¢ MoX, (ra6a. 1). Kpome toro,
Oo6LIYHO TPYJIHO (€caH He HEeBO3MOMHO) OTHEJHTH AoGaBienHble
COJIH OT BCEX WJIM MO KpaiiHell Mepe peaKuHOHHOCNOCOOHBIX MPOAVK-
TOB peakuuH. OUeBUIHBIM HCKJIIOMEHHEM SBJAETCA TOT CAY4Yal,
KOr'J1a MPOAYKTH peakudH yCTOHYMBBHI MO OTHOILIEHHIO K TPpebyeMoMy
pacteoputenio (MoX:) miuw koraa pacTBOpHTENbL — JeTyuee Belle-
creo. C npyroil cropons, no6asageMas CoJdb MOMKET 0Ka3arbCs MO-
Jde3loi, kak 310 uMeeT Mecto aan AlX; npu noayuenun NbBrg s,
TaBrgas, Talsgs [94,62]. IlopoGubiM oﬁpasom ecAH NpeacTansier

autepec Boaublit pactBop NbClgas(— NbeCli + 2C17), o KoNbClg
n #30piTok KCI, ofpasyouiyecs no peakuuu

[5NbCly, g7 + [0KCI —> 2NbeCl, 4+ 4KCI + 3K.NbClg

MCIKHO YAaJauTh 0ObIYHBIM cnocobom [54].

B. Boiop roccTaHOBHTENA

O6bluHO MeTal1 AAaHHOH COJIH ABJAAETCs HanboJee MOAXOASIIUM
BOCCTAHOBHTE/AEM, OCOOEHRHO HJY CAMbBIX HHUH3IMIUX COCTOAHHH OKHCJe-
HHA, KOrAa MpPOAYKT AOBOJABHO JETKO AHCHponopuHoHdpyer. Yact-
HBl€ C€AYyYaH W TIPOMEXYTOUHBIE COCTOSIHHA OyAYT paccMoTpeHb



