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i. BBEAEHHUE

B o630ope paccmorperbl paboTHl Mo ra3oBoit xpomatorpaduu opraHuue-
CKUX COeJIiMHeHHH Henepexoanux MerannoB [—IV rpynn. Ciaenyer oTMeTHTS,
4TO ONyGJHKOBAaHHAs JHTEPaTypa [0 Ta30BOH XpoMarorpaduu OopraHuye-
CKHX COEJIHHEeHHH HernepexoJHBIX MeTaJJIOB paclpeleieHa HepaBHOMEpHO.
IIpakruuecku HeT paGoT 1O aHAJIM3y OPTAHWUYECKHX COEIHHEHHN pyOHIusd,
nesus, 6apus, UHANsS, Taalus. HemHorouncaenHsl pa6oTsl MO razoBod Xxpo-
marorpadun MerannoopraHuyeckux coepunenusi I—III rpynn, sa mckaoye-
HHeM DTYThOpPTaHHuecKUXx coeiuHeHu# '~%. HaubGosee noapo6HO oCBeleHE!
BONIIPOCH Ta30XpPOMaTorpapuueckoro aHa/ u3a METAJJI0OPraHHYeCKHX COelH-
nenu#t IV rpynns 3%,

Uro xacaercss aHa/jM3a OPraHMYECKUX COeJUHEHHI NEPeXOAHBIX MeTas-
JIOB, TO raszoxpomMarorpadHuueckuii aHaJH3 OpPraHHUeCKHX COEJHHEHHH GOJIb-
WIHHCTBA TepeXOAHBIX METAJNJOB HaXOAHUTCHA elle Ha CTaAWd HAYaJbHOR
paspaboTKH.

I1. OCOBEHHOCTH TA30XPOMATOTPA®UUYECKOI'O METOJIA
AHAJIU3A METAJIJIOOPTAHUYECKHX COEAUHEHHNA

MeTtannoopranuueckine coeJHHEHHs, KaK TPABHJIO0, 06JafaloT BHICOKON
PEaKUHOHHOH CIOCOGHOCTBIO, MHOIHE CKJIOHHBI K CaMOIIPOH3BOJLHOMY BOC-
IVIAMEHEHHIO HJIH OKHCJIEHHIO KHCJIODOIOM H THAPOJH3Y BOAOH. 3a HCKIIO-
YeHHeM HEKOTOPBHIX HH3IUHNX aJKHJIbHBIX [POU3BOAHBIX, 3TH COCAHHEHHS
TIPeICTABAAIOT cOOOH TBepJAble BeIeCTBA HJH KHAKOCTH ¢ T. Kul. 200—450°,
yamlie BCEro TEPMHYECKH HEYCTOHUHMBLIE NMPH TeMMepaTypax, GJIH3KHX K TeM-
IepaTypaM KHIEHHs.
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B cBsi3n ¢ 3THMH 0COGEHHOCTAMA (DU3HUKO-XHMHUECKHX CBOHCTB H CTpPOE-
HHfl METAa/UIOOPTaHHYECKHX COeAHHEHHH, ra3oxpomMaTorpauueckuii aHaJu3
HMeeT HeKOTOpble CHellH(pHUeCKHE YePThI:

Henodsuscroe ¢pazol u Hocureau. B pabotax, MOCBALIEHHLIX Ta30BOH
xpomarorpaduy MeTaJJIOOPTaHHUECKHX COeJHHEHHH uYalle HMCHOJb3YIOT Ba-
PHAHT ra3o-XuAKOCcTHO# Xxpomatorpaduu. [aszo-apcopOuMOHHBI# BapuanT
HanleJ OrpaHHYeHHOe IpHMeHeHHe *~7

BricoKasi TeMmeparypa KHIEHHs OOJBUIIMHCTBA MeTajJloOPTaHHYeCKHX
coeflMHeHHH o0yc/aaBauBaeT HeOOXOAHMOCTb ITIpHMEHEHHsS BBICOKOTEMIlepa-
TYPHBEIX HENOJBUKHBIX (pa3, a MOBhIUIEHHAS peaKIWOHHAs CIOCOOHOCTH Me-
TaJJIOOPTaHHUECKUX COeJIMHEHUH CYIIeCTBEHHO OrpPAaHHYMBAET HX BLIGOD.
Tak, mpumepHO H3 cTa cOpGeHTOB, HCMNOAB30OBAHHBIX JJIst AHA/IN34 METaJJIo-
OpPraHHUYEeCKUX COeAWHeHHH, Gojiee NOJOBHHBI NPEJCTABAAIT CHJIHKOHOBBIE
HemoABHKHBIe (aswl (Merwicuianxons IIMC, SE-30, E-301, MS-200,
Gi-7100; pennacunuxonst [TIOMC, ®C, DC-550, DC-702, OE-4011; dpropeu-
aukoHel CKTOT, QF-1, SF-96), nurpuacuauxons (XF-1112). 3naunrenpno
pexe NPUMEHS/IH CHIBLHO IMOJsSIPHblE HeNMOJBHKHbIE (asbl [HuTpOGEn30T H
1,2,3-Tpuc (2-nuansroxkcu) nponan], ¢azel cpeaHell TOAAPHOCTH  (AHOYyTHII-
dranar, IuHOHMJATAIAT, AHITUICHTIHKOALCYKIHHAT, |,4-0yTaHIMOJICYKUH-
HaT), yrJiesojoponubic (aspl {anueszoH). [Ipn peiGope HENOABHAKHOH ¢asnl
cledyeT YUHTHIBATH BO3MOMKHOCTb Da3JOMKeHUS MeTaJjJo0pPraHHUecKHX CO-
eqvHeHUH. B TacTHOCTH THAPHABI AJKWUIONOBa PA3MaramTcs Ha CKBaJaHe,
XJIOPCHJAHEl Ha NOJUITHJIEHTJIHKOJE %, TAJOreHus aJKHJIPTYTH Ha TPHUKpPe-
sunapocdare °.

Kak npaBsuno, 1Jst pasfe/teHdss MeTANJIOOPraHHUECKHX COEAHHCHHH HC-
NOJb3YIOT COpOEeHTH ¢ HeOOJBLIIMM JIPDOUEHTOM HEHOABHKHOH daspl (5—
10%), uto no3BoJssIeT YMEHBIIUTbL Paboyyi TCMIEPAaTyPy H NPeLOTBPATHTD
TEPMHYECKOE DA3/IOKEHHe aHAaIHBUPYEMBIX COeIMHEHHMIl, YCKODHTb aHAaJH3,
YBEJHUHTh NMPOJOKHTENBHOCTE HCHOJAb30BAHHST HCIOABHKHOA cpasbr I pac-
HIUPHUTL BHIOGOD HENOABHKHBIX (has.

MeTaano0praHuyeckie COENUHEHHST ABJASIOTCH ¢laf0 TOAAPHBIMH UJH
NOMAPHLIME COeAHHEHHSAMH H JUIf HX aHa/Ju3a NPHMEHSIOT HauGoJsee HHEPT-
Hbie JAMATOMHUTOBBle HOcHTesn (ueaut 545, xpomocop6 W, cuaocean C-22,
MOXHGHUHPOBAHHEI HH3EPCKHI KHPIUY), KBapueBblfl mecok (daysunu)’.
Jnst yMeHbLIeHNsT KaTaJInTHUECKON aKTHBHOCTH HOCHTeJeH HX MOAH(UIHPO-
Baau o6paboTkoli cuiaanamu’®, menounio . OnpefeseHHBIl HHTEpec Mpel-
CTaBJsieT UCIOJb30BaAHHe (PTOPONNACTOBLIX HOCUTEEN.

Ocobennoctu paboTe. 0eTeKTopos u KoauuecrsexHvle usmeperus. Hau-
Gosee IIMPOKOe INpHMeHeHHe NPH aHaJH3e MeTa JI00PraHUYecKHX CO-
e[MHEHUH Hallell [AETeKTOP M0 TeMJIONPOBOAHOCTH. OXHAKO TPH  BHICO-
KHX TeMleparypax HUTH U IPU HCNOJb30BAHHH GOJNBIUHX KOHUEHTpaUH Me-
TaJIJOOPTAHUYECKUX COeJNHEHHH TPOHCXOAHT YACTHYHOE DPa3JOXKEHHE 3THX
COeJlHHEHHH Ha pacKaJeHHBIX HHTAX KaTapoMerpa ®. Brimesstiomuiics MeTasli
B TOHKOJAHCIIEPCHOM COCTOSIHMHM H CMOJHCTBIE OCaJKH TNPHBOAAT K NaAeHHIO
YyBCTBHTEJBHOCTH H YBEeJHUCHHIO YPOBHS IIYMOB. B 9TuX ciyuasx meneco-
06pa3Ho NPHMEHATh KaTapPOMeTp C OCTEKJOBAHHBIMH HHTSMH H [POBOAHTH
TIATENBHYI0 OCYLIKY Ta3a-HOCHTENs, uToOb H30eXKaTh OTJIONKEHHS NPOAYK-
TOB THIPOJIH3A B JE€TEKTOpE.

B psine pa6or no aHaJHM3y MeTaJJIOOPTraHMYECKHX COEJHHEHHH C yclexoM
6Bl mpuMeHeH miotHomep ® 4 *2 Kaau6poBKa GeTeKTopa 3TOrO THNA INpo-
cTa.

B panHnux paborax 1o ra3oBo#d xpoMartorpadHu OPraHHUYeCKHX CcOejHHe-
HUA KPeMHHUSl U 070Ba 'S ' NpHUMeHSIN COMKKEeHHe Pa3Ne/IeHHLIX COe/HHEHHI
JIo BOAB H ABYOKHCH yrjepoja ¢ Nocjaeayioliei KOHBepCHeH BOABI B BOlIO-
pon (merektHpoBaHue 1o I'puny ).

12#*



2276 B. A. Uepnonaekosa, B. M. Caxapos u K. M. CakoaslHckuit

I1pu paGore NMiaMeHHO-HOHH3AaLHOHHOTO 1eTeKTOPA CrOpaHHe MeTansao0p-
raH{YecKUX COEJWHEHH MPUBOAHT K BbIAEJEHHIO OKHCJIOB MeTaJjJjoB, KOTO-
pble HAKAIJIMBAIOTCS HA 3/JEKTPOJAAX U, SBJSACh H30JATOPAMH, H3MEHSIOT
3JeKTPHUEeCKHe XaPAKTePUCTHKH jaeTektopa® Psgom asTopos® ' oTmeueHa
MHBEPCHA MUKOB MeTa//Jo0OpraHHYeCKHX coeluHeHu#l npu paboTe ¢ naameH-
HO-HOHH3ALHOHHBIM JeTeKTopoM. Ilpeqsoxeno aeTeKTHpOBaHHE KpeMHHHOP-
raHduecKux COEJHHEHHH B BHje OTPHUIATEJbHBIX IMKOB NPU UCIOJb30BAHHU
B KauecTBe ra3a-HocUTeJisi CMeCH BOAOPOJAa ¢ HeGOJbIIHMH KOJHYeCTBAMU
MeTaHa '* '’ OpraHndyeckHe COEJHHEHHS TPH 3TOM 3aNHUCBIBAIOTCS IOJIOKH-
TeJbHBIMH NHKaMH ¢ MeHblefl 1yBCTBUTEIbHOCTBIO.

HauGosee HazexHBle pe3yabTATHl I0KA3aJ IIJIaMEeHHO-HOHH3ALHOHHBIH
JETEKTOP ¢ BEPTHKAJBHBIM ITOJOXKeHHeM O0OHX 3JEKTPOAOB H BOJOPOJLHOH
ropesko#l ¢ COMIOM HeOOJBINOTO CeUeHHs, TAK KaK yMeHblIeHHe AHaMerpa
COMMA TopeJIKH YBEJHUYHBAET CKOPOCTb HCTEUeHHS rasa H yMeHbliaeT [10JI0
HPOAYKTOB OKUCJIeHUS **,

YUyBCTBHTEABHOCTb JAMEHHO-HOHH3ALHOHHOTO JIETEKTOPA K METaJ100p-
TAHHUQCKHM COEJMHEHHSM MeHbille, UeM K OpraHudyeckuM > '*, Ipuuem peskoe
NOHUKEHHEe UYBCTBUTEJbHOCTH NMPOHCXONUT IO Mepe yBeJHUYEHHS B MOJIEKY-
Jie MeTaJuIoOPraHuuecKOToO COellMHEHHsI OTHOCHTEJNbHO 10JH Mertansa '*. He-
CMOTPS Ha yKa3aHHble BHIllE TPYNHOCTH, [J1aMEHHO-HOHH3ALMOHHEIN JeTeK-
TOp TPUMEHSIM NpPH aHaJjH3e OPraHHYECKHX COeJHHEHHH O0JI0Bd, KPeMHHS,
CBHHIA, pTYyTH * % 18-,

Ilpu anasnH3e MHKpoONpHMecell MeTaJJIOOPTaHHYECKHX COeJHHEHHH B pas-
JINYHBIX CPelax MOryT OBbITb HCIIOJb30BaHBl BHICOKOUYBCTBHTEJbLHBIE CeJeK-
THBHBIE JIETEKTODHI — 3JE€KTPOHHO-3aXBATHHIH, TEPMOHOHHBIH, IJiaMeHHO-
3MHCCHOHHHIH, KYJOHOMETPHUECKHH, IJaMeHHO-(QOTOMeTpHUeCKHH. IJeKT-
pPOHHO-3aXBaTHHIH AeTekTop 006/ajaeT NOBHLILEHHON YyBCTBHTEJABHOCTBIO MO
OTHOUIEHHIO K PTyTh- H CBHHENOPTraHHUECKHM COeJMHEHHSM H YacTo NpHMe-
HsleTcsl JJIs HX aHajausa’®~®', B ToM uyuCse HJsi ompeleseHuas B Ouocdepe
(Bosayxe *, Boge®* *, nouBe®®). DJeKTPOHHO-3aXBATHBIH JETEKTOpP GBI HC-
NOJb30BaH TakKe NPH aHAJNH3e TaJOrEHUAOB AJKHJOJNOBA U aJKHArepMa-
Hus *. [IpuMecH MeTaJI00PTaHHUECKHX COEAMHEHHE, COAePXKAalIUX AaTOMBb
raJouzna, HAeHTH(GULUHPOBANK CpaBHeHHeM CHIHAJOB TePMOHOHHOIO rajoHi-
HOTO M NJaMeHHO-HOHH32LHOHHOTO JEeTEKTOPOB*’. 2DJIEeKTPOHHO-3aXBaTHLIE
UJIH TEPMOHOHHBIE JIeTEKTOPH B COTHH, a MHOTAA H B TLICSYH pa3 YyBCTBH-
TeJibHee IJIaMEeHHO-HOHH3AlHOHHOTO AeTeKTopa *.

Ilpn awmannze KpeMHHHOPTaHHUECKHX COEJAMHEHHH HAMIE] MpHMEHeHHe
crnenuuUecKui «CHJAUKOHOBBIH» /€TeKTOp, OCHOBAHHBEIH Ha COUETAHHHU MJa-
MEHHO-3MHUCCHOHOTO U aTOMHO-a/1cOPOIIHOHHOTO 1eTeKTOpOB *.

IIpu aHanu3e MeTANNOOPraHUYECKHX COENMHEHHH HCIOJb3YIOT pas/iny-
Hble MeTOJAB KOJHUECTBEHHOrO aHAJH3a, Hallle BCErO IIPUMEHSETCd MeTO.n
BHYTPeHHero cTaHgapra, pexe MeTod albcoMOTHOH KanubpoBku. Byper?®?
NpOBeJ aHaJH3 OWHOOK NPH KOJHUECTBEHHOM OIpeAesNeHHH KpeMHHIopra-
HHUYECKUX coeiuHeHuH. PesyapraTel paboThl XapakTepHbl IJS KOJHYECTBEH-
HOTO aHaJ/iM3a H JPYTHX THIOB MeTaMJoopraHuueckux coeanHenuil. Cpenusst
OTHOCHTeJbHAsT OMWHGKa 0ObluHO He Ipeswiliaer 7Y%, eca KOMIOHEHT IIpH-
cyterByeT B KoJnuecTBe 1—29 . Ilpn Gosee BBHICOKHX KOHLEHTPAlHAX KOM-
noHeHra ownbka cymecrseHHo menbuie (3%). Ilpu oueHb HUBKUX KOHLEHT-

apuax mopsaka 0,1—0,001% cpennsia owmun6ka gocraraer 10—12% *°.
PM KOJIMUECTBEHHBIX pacueTax HeoGXOAUMO YUHTBIBATL BO3MOXHOCTb

B3aUMHBIX TNIpeBpallleHuii aHaMH3UPYEMBIX METAAJ00PTaHMYEeCKHX COejHIie-

HHA %,

~ Cnocober 8600a npob. B cayuae peakUHOHHOCHOCOOHBIX, CKJIOHHHX K

BOCIUIAMEHEHAI0 MEeTaJJIOOPraHHYeCKHX COeIMHeHHH, BBeJeHHe mpob ocy-

plecTBJsAeTCS B HHepTHOH atrmocdepe. Ha puc. 1, A npencrasmena cxema,
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TaK HA3bIBAeMOTO, TPEXHIVIOBOrO MerToia BBoxa npob*. IIpH 3axpbiBaHuM
BEIXOJa a30Ta, Npoba mepeaBaUBaeTcsd B WINPHLL

IIpo6a MoxeT ObTH BBefeHa B xpoMmarorpad * HenmocpeACTBEHHO H3 1IPO-
6oorbopuuka (d) (puc. 1, b). Hduasi aroro uactTh NMpo6bl MepeANBAIOT B KIO-
ety (0). Mray Muxpouwnpuila BBOASAT uepe3 npoOKy Tpybku (a) u 1poBo-
IAT NPeNBAPUTeAbHYI0 NPOJYBKY LINPHIA NPONYCKaHHeM CYXOTO a30Ta ue-
pe3 kpaH (8). 3areM HIJIy ONYCKAIOT B KH/JIKOCTb M HAIOMHAIOT LINPHUIL
Jns Beefenust npoOwl B XpoMaTorpad, uray WNpHia BBOAAT B TPYOKy (e),
KOHel KOTOPOH 3aKphIT NPOGKOH, MpH TIpoKaJblBaliud noc/aelHel mpoda mona-
jJaeT B HCHapHTe b xpoMartorpada.
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Puc. 1 Puc. 2.
Puc. 1. Texnuka paGOThl ¢ HeyCTORYHBLIMU KUAKOCTAMH

Puc. 2. 3asucumocTs Jorapudma ylrepKHBaeMBIX O6BEMOB METHNPOIMIINMETHIUNKIOCH-
JoKcaHoB oT #, rae n=0—b, m=0—5, m+n=3+6. | — UUKJIOTPHOHJIOKCAHE, 2 —
IHKJIOTETPACHIOKCAHBL, & — IUKJIONCHTACHIOKCAHDL, 4 — IHK/JI0reKCACHIOKCAHBI

B HexoTopeIx caydyasx AAd BBoAa NpPo6 MoOKeT OBITh HCIOJIb30BaH
WINPHI, [PeABaPHTENbHO MPOAYTHIH HHEPTHBIM ra30M, Ha KOHEI[ UIJbl KOTO-
pOTO Hajera CaMOYILIOTHAKOWIASCA MpOKaAanka *.

Ocywira easa-Hocureas uallle BCETO OCYIIECTBJSETCS MATHOKHCBIO (oc-
¢dopa B coueraHuu ¢ MOJEKYJAPHHIMH cHTaMH. MeTox KOJIMUECTBEHHOrO OII-
pellesleHHsT OCTATOUHON BJIATH B Tasax ITOCTIe HX OCYLIKH NpUBedeH B pado-
Te *°. UyBCTBHTENBHOCTD ONpeliesieHus coctasuaa 2X 1072 me Boast B 1 4 rasa
npu o6beMe aHanuaupyemol upobel 0,5 ma.

1II. CBI3b CTPOEHHUSA H XPOMATOITPA®HUYECKOIO NOBEAEHUA
METAJITOOPTAHHYECKHX COENJHHEHHUM

[Mpn wupeHtnduxaluy MeTaJJOOPTAaHHUECKHX COEJHHEHHH HCIIOJAb3YIOT
OGbIuHble 15 OPraHHYeCKHX COefMHEHHH 3aBUCHMOCTH MEXIYy YAepKHUBa-
HHEM H CTpOeHHeM **~*, 0flHAKO B psjie CJIyUaeB MOBeJeHHe MeTaJJoopraHH-
YeCKHX COENHHEHHI HAacTOJBKO CBOEOODPAas3HO, uTO BCe KOPPEJNSIHOHHBIE 3a-
BHCHMOCTH CJejlyeT MOJABEpTaTh CTPOTroH mposepke. MHorna BednuHHBL yAep-
JKHBAHMS METAJJIOOPTaHHYECKHX COeJHMHeHHH Iejecoo6pasHO OTHOCHTh He
K o0beMaM yAepKHBAHHS HOPMAJbHBIX NapadHHOB, IPUMEHAEMBIX B Ka4eCT-
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Be CTAHJIApTOB, 4 K BeJHUHMHAM YAEPKHUBaHMA pAAa MeTalJoopPraHHYeCKHX
rCMOJIOTOB.

Bypcer® npeasiokua MOAM(PUIHPOBAHHBIE HHAEKCH YAep:KuBaHHA s, B
KOTOPBIX BEJHUHHBI YAEPMKHBAHUSI OTHOCATCS K PSAV AHMETHJICHJIOKCAHOB

18V — 18V
18 Vinigsm — 18Yn()

Isi=y+m

rae Vi — ylepxuBaeMBlil 06beM aHAMH3HPYEMOTrO BeIlecTBa, Vi, HIH
Vi nem) — VIEDKHBAEMBIH 00beM JHHEHHBIX AUMETHJCHJIOKCAHOB C Y HJH
(y+m) aToMaMHu KpPeMHHUS.

JLOCTOHMHCTBOM 3TOH CHCTeMBI SIBJISIETCS TO, UTO BeLIeCTBA OTHOCATCH K
OAHOMY H TOMY Ke KJaccy, a8 HeKOTOPBIH H¢TOCTATOK COCTOHT B CJIOXKHOCTH
COTIOCTABJEHHSI ¢ BeJHYHMHAMH YIepXKHBAHHs, INOJYYeHHBIMH Ha OCHOBE
IPYTHX CTAHAAPTOB.

OpnHo#l U3 caMBIX BaxKHBIX 3aBHUCHUMOCTell yIep:KHUBAHHUS OT CTPOEHHs fB-
JISIETCS CBSI3b BEJIMUMAB YAEDIKHBAHHS € YHUCIOM OJHOTHIHBIX TPYNN HJIH
aToMoB (aHAJNOTOM SIBJSETCS 3ABHCHMOCTL Jorapudma obbeMa yaepxKHBa-
HHST OT YUCJAa METHJEHOBBIX I'PYNI B FOMOJIOTHYECKHX PSAAX OPTaHHYECKHUX
coepuHeHUl). DTH 3aBUCHUMOCTH OBLIM HCTOJMb30BAHBI AJS HAeHTHDUKALHK
MPOAYKTOB CHHTE3a CMeHIaHHBIX THAPHUAOB KpPeMHHUS H TepPMaHHs, KOTOphIE
GBIJIH TOJyueHB B MaJblX KOJHYECTBAX U IPHUCYTCTBOBAJNU B PEAKIMOHHOM
IPOJAVKTE B BUAE cMecell *4,

B HexoTophlX padorax OTMeUYaJucCh OTKJIOHEHHS OT JHHEHHOH 3aBHCHMO-
cTu Jorapudma obbema yAepKHBAHHS OT UMC/Ia ATOMOB yrjepoaa B psiaax
MEeTa/MJIOOPTAHHYECKHX coefuHeHu# ¥~ uyTo HeoOXONUMO YYHTHIBATH TPH
KOppensUHOEHLIX pacuerax. PassepHyTast cxema ajJUTHBHOCTH JJIS pacue-
Ta BEJHYHH YAEPXKHBaHHUS He NMpHMeHs1ack. [loge3HOH nmpeAcTaBasieTcs cxe-
Ma pacueroB 00BEMOB yIepkKHBaHHSA, pa3paGoTaHHAs AJsg PacueToB TEPMO-
XHMHYECKUX BEeJHUHH *7, -

CaencTBueM aAJMTHBHOCTH JgorapHPma cObeMa yAepPKUBAHUS H MHIEK-
ca yAep:KHUBaHus SBJASETCH METOJ] pacuera acHMMETPHUHHIX COCRHHEHHI 1O
BeJHUHHAM YIepKHBAHUA CHMMETPHUHHX coefuHeHHH “*~*’. Beanunnw ynaep-
JKHBaHUA coeduHeHMH Tuna R,MR,” Obwin paccunTaHBl IO BeJIHYHHAM YJAEp-
JKHBAHHS CHMMETPHUNBIX coenHHenw# tuna RM nas xpemnufi-, repma-
HE-*% * 0 0JIOBOOPraHHYECKHX COSTMHEHHT ™.

BeanunHe! yaepKHBaHHs COelHHEIINH, y KOTOPhIX H3MEHSIIOTCS cpasy ABa
napamerpa (Hanpumep, AJS IUKJIOCHIOKCAHOB, COAEpKAlINX B LHKJIC IBE
pa3Hble CHJIOKCAHOBBIE TPYINIBI) MOXKHO NPEJCTABHTH C TIOMOIIBIO HOMO-
rpaMmel ** (puc. 2).

1V. TA3BOBAA XPOMATOTPA®HSIA METAJNTOOPIAHHYECKHX
COEOAUMHEHHUW 11 u Il TPYIIN

['azoxpomarorpaduueckuil aHalu3 MeTaJJIOOPTAaHHUECKHX COeJHHeHHUH
nepBO# IPYNILL NPAMBIM METOAO0M, NO-BHIAUMOMY, HE BO3MOXKEH H3-32 MaJ0i
JIETYUECTH 3THX COeJHHeHHH. PeakumoHHas xpomartorpadHs Merannoopra-
HUUYECKHX COeJHHEeHH{l mepBOH TPyNNBl paccMOTpeHa B pasfene VI.

I I pynna

OcHOBHBIE YCJOBHS aHa/J W32 3THILHBIX TIPOU3BOAHEIX Oeppunusi, LUHKA,
fopa H aJIOMHHHSA U JaJee OCTAJbHBIX MeTaJ00PIaHHYeCKHX coeHHeHHH 1]
u IV rpynn cucreMaTH3WpOBAHH B Ta6a. 1—3, L1aHHBIE KOTOPHIX MO3BOJASAIOT
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COCTABUThL HaM JOCTATOUHO sicCHOe MNpelCTaBJeHHe O XapaKTepHbIX ocobeH-
HOCTSIX a30XpoMaTorpa(uueckoro aHaJgu2a TOH HJIH HHOH TPYNIBl  COENH-
HEeHHH.

Maruu#i- 1 xanpuuiiopraHHYeCKHe COCJHHEHHS aHaJH3HPOBAJNUCH MeTO-
JIOM peaxkiHoHHOH xpoMatorpaduu (cM. pasmea VI).

Pryrevopeanuueckue coedurnenus. Bricokas TOKCHUYHOCTb PTYTbOpraHHUe-
CKHX COeIHHEHHH BHI3BIBAeT HEOOGXOIHMMOCTb pa3paboTKu 3((PeKTHBHBIX Me-
TOJAOB aHaJsu3a 3arpsisHeHull 6uochepsl STHMH COeINHEHUSIMH.

PaspaGoransl MeTonBl OmpefeseHHs pPTYTbOPraHHYECKHX COeIHHEHHH B
nuuie **~°°, Bofe M BOJAHBIX pacTBopax”*~**, nouse®® *, OCHOBaHHbIe Ha 3KCT-
PaKUuM PTYTHOPTAHHYECKHX COEIMHEHHH H3 NPHPOAHBIX OOGBEKTOB H Tas0-
xpoMaTorpaduueckoM aHanu3e.

Jns pasnenenns aJakuHJBHBIX H apHJIbHEIX COeIMHEHHH PTYTH HCClenoBa-
Ha CeJIEKTHBHOCTb 16 HenmoABUKHBIX (a3 H yCTAHOBJEHO, YTO Jyullee pas-
JesneHne AOCTUMAeTCsi Ha JAUITHJEHIHKOJbCyKUuHATe H 1,4-6yTaHAHOJCYK-
nuHaTe mpu 160° %

Paspaoranbl MeTO/HKH aHaJgu3a MeTHJ- H (QeHHJPTYTHHIX COeJHHEHHH
B Da3MHUHLIX cMecax ** **~ (p anerare Qennnprytn®, B obpasunax, conep-
Kamux cyapduas *°),

Ons npenTHdUKalUK pAxa pryThopraHudeckux coepnHenuli Kurtamypa
€ coTp.” NMpHMEHMJ coueTaHHe MeTOJOB TOHKOCJOHHON M rasoBoi XpOMaro-
rpadun. Yeropus anannza coequnenust tuna RHgX npeacrasienst B Ta6a. 1.

TABJAHLA |

Cehiake
Tun coepunenuit VenoBUS aHaaH3a HetexTop [pumeuanve Ha JIHT.

Et M, M—Be, B, Kosonka crexi. 1umx4mm,| Katapomerp 38
Zn, Al, Sn, Pb copGeHt: xpomocopt W-i-

~+napagun n pudenna-

aMuH (85 : 15) 73,143°

RHgX Kosorka cran. 0,19 »x | Ilnamenno-wonm- 23, 27,
X3 MM, cOpOeHT mmAMa- 3aMOHHbII 60, 63,
JUT-+25Y% AH3THIEHTIH-
KOJbCYKIHHAT, 1,4-6y-
TAHIHOJCYKIIHHAT, CHJH-
xorn DC-550, 170—200°

RHgX Kononka cran. 2 mx3 mum,| Katapomerp, 25, 26,
CTK., 2,75 MX4 MM, HO-| BJIEKTPOHHO- 64, 65
caTesb xpomocopt W-- 3aXBaTHBIH
--5% moauaTHAEHT M-
KOJIbCYKIMHAT, ¢ay-
3uH-+1,5% nosusTuaeH-
raukodst, 140—150°

RHgX, X=Cl, Br,|Koaouka 1—3 nx3 mu, DJIEKTPOHHO-33- | Paajoxkenne 9

OOCCH3, SO4,OH| copGent xpomocops W-- XBaTHBIH RHgX Ha Tpu-
+10% 13 HenmoxBUKHEIX Kpesnapocda-
(pa3, 120—200° Te U GYTHH'
JUONCYKIHAA -
Te

Ilpn omnpeneneHny BpeMeH yRepXMBaHus coeamHeHull tuna RHgX ¢ pas-
JINYHBIMH 3aMeCTHTeJNAMH Ha HeNOABH:KHBIX (a3ax AHITHIEHTJIHKOJbCYKIHU-
#Hate ¥ 1,4-6yTaHAHOJCYKIIHOHATE YCTAHOBJEHO, YTO BpeMsl yAePKHBAHHUS
He 3aBHCHT OT OPHPOJIKI 3aMecTuTe s X, a ONpefesaseTcs MJIHHOH aJKHIBHOIO
panukaga** *, TIpuunHa H3MepeHHLIX OAHHAKOBBIX BpeMeH yAepKHBaHH:A
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coepunenuft tuna RHgX zaknamouaercs B pas/oxKeHHH 3THX COeAUHEHHI B
HcnapuTesae ¢ oGpasoBaunem AUMeTHAPTYTH . [IpoayKThl pa3fokKeHHs onpe-
IeJISIIUChL TPH MOMOIIM ABYX AETEKTOPOB MJaMeHHO-HOHU3aIlMOHHOrO H 3J€eK-
TPOHHO-3axBaTHOTO (puC. 3).

Hnas omnpenenenust MHKPOKOJHYECTB PTYTLOPTaHHYECKHX COeAHIEHHH
MPHMEHSJINCh BEHICOKOUYBCTBHTE/bHLIE CEJIEKTHBHBIE 3JEKTPOHHO-3aXBATHHIH
¥ 3MHCCHOHHBIH JeTexkTopsl *’. Paszpaboran MeTod omnpejfesieHHS HAHOTpPaM-
MOBBIX KOJHYECTB AHAJKHIAPTYTH MJaMeHHO-HOHH3AUMHOHHBIM JeTEeKTOPOM H
petektopom trura MAS-50, KOTOpHI NpeoKeH HJs OfpejieseHus pPTVTb-
OpraHHyecKHX COoeHHeHHUIl B BoAax pex ™.

MunumaJspio onpejeasieMass KOHIEHTPALHUS XJOPUIOB METHJAPTYTH INIPH
ONTHUMAJbLHHIX YCJAOBHAX Ha KoJoHke ¢ l,4-Oyranpmoacykuunatom 107% e
HIPH KCTIOJIb30BAHUH 31eKTPOHHO-3aXBATHOTO AeTekTopa **. B pasneae VI npH-
BeJleH MeToJ aHaau3a coefuHenufl tuma RHgX.

J
’ 6
Z
7
g 7 12 9
‘ b/
_ 4
‘ 7/ 172
5
LJ 3 ! UiA) I
1 i |
5 Omin 5 15 25 Js 173
Puc. 3 Puc. 4

Puc. 3. XpoMaTtorpaMMa XJIOPHIOB alKHAPTYTH. 259 IHMITHIEHTIHKO/b-
cykuunaTa (4 #X4 mnm), 160°, pacxon azota — 80 ma/mun. 1 — xnopuz
METUAPTYTH, 2 ~— XJOPHI STHAPTYTH, 3 — XJ0pul n-6YyTHAPTYTH, 4 —
XJIODUA N-aMHUJAPTYTH, 5§ — XJOPHL METHJAITHAPTYTH
Puc. 4. XpomaTorpaMma NPOAYKTOB DEAKIHH NEPepacnpefeseHus pamd-
kamo Mexay (n-CsH7),Si m EtGe:” I — Et.Si, 2 — Et,Ge+Et3GeCl,
3 — EtsSi (n-Pr), 4 — Et;Ge (n-Pr), 5--Etn-PrSiCl, 6 — Et;Si n-Pra.
7 — Et;Ge n-Pr, 8 — Et n-PryGeCl, 9 — EtSin-Prs, 10 — EtGe n-Prs,
11 — n-Pr,Si, 12 — n-Pr,Ge.

Xpomarorpaduueckie H GHOJOTHYECKHE ACHEKTH IOBEJCHHS PTYThOPTa-
HHYECKHX COeJIHHEeHHH paccMOTpeHbl B 0630pe >. AHANH3y PTYThOPraHHYECKHX
COe/IHHEHHH MeTOAaMH (POTOMETPHH, CITeKTPOCKOIHH, 6YMAaXHOH, TOHKOCION-
HOI W ra3oBoll xpoMmartorpaduu NocBsieH 0630p L

M I pynna

['asoBas xpomartorpacus coefiuHeHuii Gopa NpenCTaBJeHd B OCHOBHOM
paboraMu 1O aHaJH3y HEOPTaHHYECKHX COEJIHHEeHWH, TAKUX KaK: THIPHILI
6opa, 6opasoJbl, GopaHaTsl, POU3BOAHBIE GOPHOH KHCJIOTH *-77,

AnoMEHHE M rannuiiopraHHuecKHe COeJMHEHHs aHaJH3HPOBAJHUCh METo-
IOM rasoBo¥ XpoMaTorpaduu, B BHIe 3THJbHBLIX Npou3BoAHbIX 7 **. Ho cie-
AyeT OTMETHTb, YTO aJIOMHHHHOPraHHuUeCKHe COeAHHeHHS ualle aHAJIH3H-
PYIOT METOAOM peaKLHOHHOK Xpomartorpaduu (cM. paspena VI).
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V. TA30BASl XPOMATOTPA®HSE METAJIJIOOPTAHHYECKUX COEAMHEHHH
IV rPynnbl

1. KpeMHUHOPTraHUYECKUE COEVHEHUS

Hayuerue mexanusma peaxyuil u cocrasa npoldykros peakyuii. Peaxunn
niepepacnpeneseHuss PaAUKaioB B PSAY METAJSIOOPTaHHUYCCKHX COCHAHHEHHH
4ACTO TIPUBOJAAT K HMIMPOKOMY HaGOpy KOMIIONEHTOB CXOAHOTO CTPOEHHS, KO-
TOpbIE TPYAHO BLIMO GBI HCCAELOBATE JIPYTHM METOA0M TIOMHMO ra30BOH XpO-
marorpaduu. [Noanapa 't ™ uw duanunc*® WHPOKO H3YUYHIN PeAKLUHH Iepe-
pacnpejeedns TeTpaaNKHIbHBIX IPOH3BOIHBIX 31eMeHTOB IV Ipynnel, B TOM
yucjae U KpeMHuus (puc. 4). B nanpueiimem 31 HcciaefOBaHHS OBLIH MPOILOJ-
JKEHBI " 8.

Peakuus mepepacrnpejeseHus AJKOKCHTPYNN HJH METH/JIBHBIX TPYII C
AJIKOKCUI'DyNIIaMH MeXJy atoMaMu KpeMHus u ¢ochopa HIH KPeMHHS H
0JI0Ba IIPOXOAHT ¢ TpyZoM . I"'azoBas xpomartorpadus B 3TOM caydae NpH-
MEHSJACh JIJIl aHAJaM3a MaJIblX KOJIHUECTB NPOJAYKTOB DeaKIHH Nepepacipe-
JleJIen sl paHKaJoB, YTO JAPYTHMH MCTOAAMH H3YuHTL Oulio Obl BCCLMa 3a-
TPYAHHUTEJBHO. YCJIOBUS aHaaH3a — 259% CHJIHKOHOBOTO Macjaa Ha IeHTe:
npu 100—150°.

Ilepepacnpefiesienyie IPOCTPAHCTBEHHO 3aTPY/AHEHHBIX TeTpaaJlKHJCH/A-
HOB (C H3ONPOTHJIbHBIMH W H300YTHJIbHBIMU IPynnaMu) U3yueHo B padore .
OTKJIOHeHHS paclpelesieHHs] NPOAYKTOB PEakKUHH OT CTATHCTHYECKOTO 0CO-
feHHO 3aMeTHO AJS PAAHKAJOB C /JIHHHOH YIVIEBOAOPOJAHOH IIeNblo. Y Aelb-
Hble yIepKHBaeMble 06beME IPOAYKTOB NepepaclpejeseHnss U3MepeHB Ha.
meruacunuakone E-301 (15% wua cugocene) npu 150—200°. IMpuMeuaTeabHbL
HeJMHeHHble TPA(UKH 3aBHCHMOCTH Jorapudma yAepXUBaHHUS OT YHCJ/JIa aTo-
MOB yrJjiepofa (UAH UHCIa OAHOTHIIHBIX PAAHMKAJOB) IJs U30HPONHJ-, 71-TIeH-
THJCHJIAHOB U H30OYTHJICHIAHOB, UTO, IIO-BHANMOMY, CBS3aHO ¢ NMPOCTPAHCT-
BEHHbIM BJHSIHHEM aTOMOB BHYTPH MOJIEKYJbl pasnesnsemoro seuiecrsa. Ot-
KJIOHEHHe OT JHHEHHOCTH B AHAJOTHYHEIX CJYYasiX OTMeuaJaocs B padore s,
Q6MeH aJKUJIBHBIX PafMKaJOB MeXK/Yy reTepOUUKIHYECKHMH KpeMHuiiopra-
HUYEeCKHMH COelUHeHHSIMH HcciaeAoBaH B paborax® ®°, B mepBofi M3 HHX
HCCJIEIOBAJIOCh B3aHMOIEHCTBHE MeXKAY reKCaMEeTH/JINHKJIOTPHCHITHAHOM H
HOHAMETHJ/IHKJIOTPHCHAA3AHOM, NIPHYEM ObIJH H3YYEHHI JBA HOBHIX LHKJIO-
cusatHaszaHa, B paGote® wuccienoBano uepepacnpejesieiHe MeETHJAbHBIX H
STHJBHBIX PAJMKAJOB B aJKHJILHKJIOTPHCHIA3aHaX. [IPONYKTH peakiluu pas-
IeJISITH MEeTOJOM Ta30BOH xpomarorpaduu ¢ HCHOAb30BAHHEM CEJEeKTHBHOTO
K azory perekropa. MaeHtudukanus coefnueHHH yTOYHSIJIACh ¢ IOMOIIBIO-
SIMP.

H3yyeHn1o NPOAYKTOB HEKOTOPBIX APYrUX Peakilil ¢ TMOMOIIBIO Ia30BOH
xpomarorpaduy TIOCBSILIEHBI paloTw % omnpedesenn coctas NPOAYKTOB
B3aHMOJeHCTBUS XJOPHCTOTO METHJa C MERHOKPEMHHUEBLIM CIJIaBoM *°, Hc-
C/ieflOBAHEl NPOAYKTHl PeaKUHH FeKCaMeTHJIHCHJIa3aHa H II0JHMETHJIXJIOD-
cusiana *’.

Metonom ra3o-:KHAKOCTHOH XpoMartorpadHu AOKa3aHO, 4TO B IIPHCYTCT-
BHH NeHTaKapOOHHMA KeJe3a NPOCTble 5(pHPEl PACUIeNISIOTCS TPHITUJICHIIA-
HOM ¢ 06pa3oBaHHeM TPHITHJIANKOKCHCHAAHA H yIJIEBOAOPOAA. AHAAHU3 AJKO-
KCHCHJIaHOB TIPOBOJAMJIM Ha KOJMOHKEe ¢ 5% CUAHKOHOBOTO 3jacToMepa Ha
xpomocop6e P mnpu 134°%. CocraB auuMJAbHBHIX COGIHHEHHII KPEeMHHS
H3yyajcs C I[OMOUIbI0O Ia30XpoMaTorpaUueckoro aHaJausa [IPOAYKTOB
peakuuu *.

Iponykrel KartaJUTHYeCKOH peakuuu odpasosanus 1,1-IumeTH/cHIHKA-
[UKJONeHTaHa HccaeloBanu HaMmerkud ¢ coTp.® MeTogOoM ra3oBol XpoMma-
Torpauu. DIeKTPoQUIbHOE XJIOPHPOBAHHE (DEHHJIXJOPCHJAAHOB H OeH3HJI-
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TABJHIA 2

Ycaosusa aHaNK3a; HeNOJBHXKHAA dasa, Cenky Ha
Tan coeguHesnH TeMnepatypa JeTerTop JIATEPATYPY

AJNKWICHAAHEL TonugeHnncHanKOHOBOS Macs0, No- Katapometp 50, 77,
JnuaTaseHrsikoas M 1500, 100— 98—100
175°; cumikoust SE-30; QF-1;
XF-1112

XJopcusanbe, Me- HurpoGensoa, 25°; cMeck pustungra-| Karapomerp, naa- 101—112
TAIXJIOPCHIAHB Jata ¥ CHJAHKOHOBoro wmacJga, 104°; MeHHO-MOHU3AIU-

GensodeHon, 52°; TpancdopMaTopHOe|  OHHBIH

Macqio, 106°; xunkuit napaduH u

a3oMAIuonHoe Macqao, H50—60°;

TIOMC-4, HC-703, 40°; ¢ranater,

docdaTel, CHIHKOHH

DTHaXI0pCHAAHE] Cunakon MS-0150, 90°, IMMOMC-4, | To xe 113—116
®C-16, 50—100°

Denuaxsopcunanbl | Anneson L u Genron-34 (1 : 1); » 12, 91, 92,
E-302, 120°; cumukon MFSD-3; 117121
TIOMC-4; cunukoHoRas pesuna; Jiy-
konpen G—1000, mporpam. Tem-psi;
CKT®T-50, 120°; SE-30 nporpam.
TeM-pBl

Anxunxgopcunanst | Junonnadranar, 40°; HuTpoGeH30d, » 122—126
40°; TIOMC-4, ©C-16, 151°;
¢dropcunukon 169, 160°

JInneiinple w wukma-| Cuimxon  JC-703, 125°; naykon- » 40, 127—146

yecKde cujokcannll peH M, 150—195°; cononumep au-
(heHUJICH/TOKCAHA U IHMETHIICHIIOKCA -
Ha, MpOrp. TEM-pHI; anuesoH L;
T[IOMC-100, mperp.  Tem-pHl;
CKT®T-50, 50°; NIOMC 80 M,
160—190°; cumukon OE-4011,60°;
CKT®T-50, 190—250°; puMeTui-
CHJIOKCaH ¢  KapGopaHH/JIEHOBEIMU
WM Tu(EHHJIOKCHIHBIMH FpyIInamMH,
235—260°

AJKOKCHCH I GHBE Cumukon G-7100, 175—180°; E-301, 147—150
150—180°; CKT®T-50, 175, 235°

XJIOPCHNAHOB U3YUeHO B paborax’" *, YcTaHOB/EHO, YTO COOTHOLIEHHE MeX-
LY KOJMYeCTBOM IIOJy4YeHHBIX MeTa- ¥ Iapa-H30MepoB 3aBHCHT OT THINA
Katasnusartopa.

C nomomplo razoBoil xpoMaTorpaduy U3y4aJHCh KOHCTAHTH PaBHOBECHSA
peakIud MeTHI(EeHOKCHCHIAHOB H (eHuxJopcuiaanos . HenoasuxkHas
dasza NOJUMETHICHIOKCAH, TeMiiepaTypa 230°

Haywanuch Takxe NpoayKTH NUpoJH3a dheHuIIuMeTHICHIaRa ** %, apua-
TPUMETHJICHJIAHOB ', TeTpaMeTHJICH/IAHOB *® W aHa/JH3 NPOAYKTOB TepPMHUe-
CKOTO pasjoxKeHHus TeTpasTokcHcudaHoB . YesoBus aHanusa KpeMHHHEOpPTa-
HHYECKHX COeJHHEeHHH pas3iMJYHLIX KJacCOB IIpelNcTaBjeHsl B Tabu. 2.

Kpemnuuiiopeanuueckue coedurenusn, cobeprcaujue 2eTepoaTomst 8 Mose-
Kyse. BopTHHKOB °~7 IpHMeHHJI METO/ ra30-KHIKOCTHOH U razo-ancopOLuuoH-
HOH XpomaTtorpauu AJad pasiejeHus MeTaJJIoOpraHUYeCKHX CoelHHeHuH
IV rpynnel, AMEIOIUHX CBSI3b MEXKIY IBYMS TeTepoaToMaMH KpeMHHS, repMa-
HHS B 0J10Ba H JJA pasflesieHHs] FeTepOLHKINYeCKHX COeJHHeHnll ¢ aToMaMu
KpeMHHs, TrepMaHHs. DblIM omnpejeneHbl HEKOTOpble TepMOJHHAMHYe-
CKHe NapaMeTprl yuc- H Tpauc-A3oMepoB 1,2 6uc- (TpUMETHIICHIIH ) 3aMelleH-
HBIX 3THJIEHOB W HX TepPMaHHEBBIX aHAJOTOB Ha IpadUTHPOBAHHON Caxe H
anue3oHe L°.
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IIpoueccsl MeXMOJEKYJASIPHBIX B3aHMOAEHCTBHH copfaT — copbeHuT B
pacTeope 1 Ha TOBEPXHOCTH ajcopbeHTa HCCAEAOBAJICL HA NIPUMeEpe Merad-
JIOOPraHN4YeCKHX COeIHHEHHH THNa

Et;M—M'Et, (M u M'=Si,Ge u Sn)

Hceaenosano pasjedenie 3THX coeJMHEHNH Ha KOJOHKAX C alHe30HOM L,
TonusTHIAeHrIuKoeM 20M u rpadmuTHpoBaHHOR caxell. MsmepeHnnl BesH-
urHb a8COJMIOTHBEIX YyIepAHBaeMblXx 06beMOB, AH(GdepeHIHaJbHbBIX TEmJIoT
ancop6uMH H PACTBOpeHHs, a TaKXKe ONDELENEHbl BEJHYHHBI 3JIEKTPOHHOH
MOJISIPH3YEMOCTH H3YUEHHBIX COeJHHEHUI °.

[ToxazaHa NepCHeKTHBHOCTb HCNOJb30BAHHUA rpa@UTHPOBAHHOH CaXKH B
‘KauecTBe COpOeHTa s pasjeieHus] pPas3JHUHBEIX MeTaJJOoOPraHH4YeCKHX CO-
e[MHEHU}, COepKALIUX IBA UM TPH reTepoaToMa H CTEPHUYECKU 3aTpyAHEH-
‘HBIX KPeMHHICOAEpPKALIHX OPTO- M Napa-H30MePOB MPOU3BOJAHBIX (eHosa’.

Anaauz npumeceii HeoGXOAUM IS HCCIEIOBAHUSI YHCTOTHI MOHOMEDPHBIX
NPOAYKTOB NP HPOH3BOACTBE 0COGO UHUCTBIX BELIECTB JJIA MOJYIPOBOLHHKO-
BOH TeXHUKH (IIBYOKHCH KDeMHH$, KapOuaa KpeMHHs) H IIpH NPOH3BOJICTBE
HOJHMEPOB,

Omnpenenennio npumecell B MOHOMEPHBIX KDPEeMHHUHOPraHHYECKHX COEIH-
HEHHSIX HOCBsileHbl paGoTel ***~'*. Ilpumecu AUMETHJIOBOrO 3Qupa, 3THJIO-
BOTO cmupta, GeH3oJaa onpejiesieHbl B TPHITOKCUCHJAHE, TPHUXJAOPCHJIAHE H
XJOPHCTOM MeTHJe **°,

MNnentuduuuposansl NpuMecH B MeTUJITPHXJIOPCHJIAHE — HCXOJHOM IIpPO-
JIYKTe IS [IOJIVUeliHs MOHOKPUCTAJIIOB KPEMHHS,~— B BH/JE XJIODUAOB H OKCH-
xJaopuaoB Gopa u Qocopa Ha KOJOHKe C (PTOPCHIAHKOHOBHIM MacsaoM 169
¥ cuJIHKoHOBBHIM Macgaom J1C-701 **%, TlpuMmecu B BHZAe NPOU3BOJAHBIX aJIOMHU-
HHS1, XKeJe3a, MarHusi 4 KaJbLUHS IIOIVIOIAJUCh HENOABHIKHOK (paso, npu-
qeM cojlepKaHHe MeTaJJI0B cHuxKagoch Menee 1075 10-7 sec.%.

Ompejesenne npuMeceil B TPHXJIOPCHJAAHe NPOBOLHJAH HAa CTEKJISHHOH
KOJIOHKE ¢ CHJHKarejgeM, MOJAH(UIlMPOBAHHBIM TPHMETHJIXJOPCUIAHOM *2.
['az-HocHTesb TIHIATENLHO BHICYIIHBAJH, coAep:KaHue Baard 5-10~% mou.%.
HUnentnduuupoBanbl MeTaHoJI, 3TaHO, IpolaH, nao6yTaH, 6yTaH, XJAOPHCTHIH
3THJA, YETHIPEXXJOPHUCTHIA KpeMHHl M METHJAXJODCUJIAH NyTeM CpaBHEHHS
CHTHAJIOB JIBYX JETEKTOPOB: TEPMOHOHHOTO H MJaMEHHO-HOHH3aILHOHHOTO.
UyecTBHTENBHOCTL onpesetenns 1-107*—5-10-2 mou.%.

B kyGoBbIX ocTaTKax mocsae PeKTHPHUKANHMH TOBAPHOTO AHMETHJHXJIOPD-
cHJaHa 00Hapy:XKeHBl IPHMECH 3THAXJIODCHJIAHA, TETPaMeTHJIHXIOPCHIAHA,
reKCaMeTHIAHXAOPTPUCHIOKCAHA. M HauBHAya bHbBIe KOMIIOHEHTLl BHIXEJS-
JHCb MeTOJOM [penapaTuBHoll xpomatorpaduu . Ilpumecn cmuBaoOUIHX
arelToB B CHIPbe [/ MOJYyYeHHS CHJIHKOIOBLIX KayuyKOB OINpedeseHbl B pa-
6ore . Ilpumecn Guc- (AHAJKUICHINII) APEHOB, aPUJACHUAAHOB H FaJoHAlEl-
30J10B B NMPOAVKTAX NPOH3BOJACTBA MOHOMEPOB JIJsi CHJAHKOHOBHIX KayuyKOB
HACHTH(OHIHPOBAHBI HA KOJOHKE ¢ 5% apu/aeHCHIOKCAHOBOTO noJuMepa ¢op-
myanl [—SiMe,—Ar—SiMe,—0O—],, rne Ar=—CH,~ » —CH,—O—C,H,—,
mpu 141—146°'**, TlpuMecu BOJb! B HOJUOPTaHOCHJIOKCAHAX M rd3e-HOCHTeNe
IIPH aHauH3e JEerko THADOJHUIYIONIHXCS KPEMHHHOPTAHWYECKHX COeZHHEHHN
onpejeasiiuch B paforax ** ¥,

IIpenaparusnas xpomaroepagpus Kpemruiopeanuveckux coedunenut.
IlpenaparuBHywo xpomarorpaduio NPUMEHSIJIH JJIS BBIAEJEHHS KOMIOHEHTOR
U3 CJ0XKHBIX DeaxlHOHHBIX cMeceil % ¥4 7118 MetonoMm npemapaTHBHOH
xpoMarorpaduu BeljleJaeH psA AeHTePHPOBAHHBIX KPEMHUHOPTAHHUYECKHX CO-
equHeHuit. HefiTepupoBaHHBE METHJIITOKCHCHJIAHEI Pa3/esiH Ha KOJOHKe
(7 mx33 mm) ¢ 20% nunmommadranara Ha HMH3EHCKOM KHpPIIHUe MpH
:95°,  1,4-6uc-nefiTepoMeTHATETPACHIOKCAH OB BBIAEICH Ha  KOJOHKE
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(4,8 #X 17 mm), zanoanennon 209% CKTDT-50 na wneaure C-22 1pn
1540 157.

Xpomarorpaduuecks YHCTLIE XJOPCHJIOKCAHBl OBIJIH BbiAeJNEHB Ha KO-
jgonke (4,8 mX17 mm) c copbeutom 20% CKTOT-50 na neaure C-22 npu
150—190° ¢ nesblo npeBpalleHHss HX B METHJAUPOBAHHBIE H JeATepHPOBAH-
Hble [IPOUSBOJHBIE AJISI Macc-CIeKTPOMeTpPHUeCKHX HccaegosBanuil . Hucro-
Ta BHJEJEHHBX NPOAYKTOB cocrtasuaa 99,2%.

HM3omepHEle BHICOKOKHISIIINE KpeMHUHOPraHHUECKHe COeJUHEeHHsS Bblie-
JSIJIHCh ¢ TIOMOLILbI0 MHKpONpenapaTusuoi xpomarorpaduu '*°, [Ipumenenne
BLICOKO3()()eKTHBHOH JIOBYWKH C (uaAbTpyIOUled Hacagkoll ypeauuuIo 3¢-
(hekTUBHOCTL yaaBauBatus jgo 95%.

TypreabTay6 '** ' paccMoTpes BO3MOXKHOCTH INpernapaTHBHOrO BblAeJe-
HHST BBICOKOKHIIUIMX KpPeMHHIOpranuueckKux seinects (T. kun, 500-—600°) u
HpeAJoXKHII KPeMHHHOPraHnuyeckie HelloABHKHble (asbl Ass IpenapaTHBHON
xpoMatorpaduu ‘.

Onpedesenue QuU3UKO-XUMUYECKUX CBOUCT8 KpPEMHULOpeAHUYECKUX CO-
edunenuti. Taso->KuUAKOCTIA XpoMarorpadus MoxKeT GHTb HCHOJb30BaHA
I pelleHHs] TAKHX BOIPOCOB, KaK BHIGOP pa3hesslollero aredTa AJsi 9KC-
TPAKTHBHOH PEKTH(HUKANUH cMecell METHJIXJIOPCHIAHOB %, onpeesaeHte pac-
TBOPHMOCTH a30Ta M KHUCJIO0pPOJa B KPEMHHIOPraHHUECKHX KHAKOCTAX '*4, na-
yUeHHe MOJEKYJSIPHO-BECOBOrO paclipefeseHuss MOJHANMETHICHIOKCAHOB *%

Haunb6osee mupoxo rasoByro XpoMaTtorpaduio NpUMeHsid AJs onpenese-
HHS JaBJIEHHS HACBHILIEHHBIX [1APOB U TeMIlepaTyp KHNEHHS KpeMHHHOprau-
4eCKHX COeLMHEHHH, HCXOJAS M3 UX BeJUUYHH YAepPXKHBAHHA Ha HENOJSPHBIX.
HenmoABHKHBIX (azax '

2. TepmMaHuifopranuyeckKue coeuneHns

VimeeTcsi OTHOCHTEJIBHO HeDOJbIIOE YHCJAO PaboT IO ra3oBod XpoMaTo-
rpauu repMaHHHOPraHUYECKHX COERHMHEHHI ™ '+ 44 49 16517 Brenpppie ra-
30Basg xpomarorpacdus Oblja IpHMeHeHAa: HJs aHAJH3a THAPHAOB KPEeMHHA
u repMmanus ‘7' g paszesneHHs TeTpPaMeTHJAbHEIX NPOH3BOJHBIX rep-
MaHHsA Ha KOJOHKe ¢ anue3oHoM L npu 60°*° u npu onpejeseHdH TPOIEHT-
HOT'O COCTABA a3€0TPOMNHBIX CMecel XJOPHUAA TPUMETHJIFeDMAaHHSI C CepHBLIM
a(HpoM Ha HenoABHKHON (aze metuacuaukone ILC-550 npu 70°*%.

C NmoMOMIbI0 I'a30BOH XpoMartorpaguy H3yyeHBl peaKlUH Nepepacrpefe-
JIEHHSI PagHKaJg0B TeTPAaJKHJIBHEIX TPOH3BOJHBIX T'epMaHus'', onpefie/eHbl
IIPOAYKTbl aJKHJAHPOBAHHSA aJKHAXJIOpPrepManoB '™ U aneKTPOPUABHOTO XJIO-
PHPOBaHUST AJKHJAXJOprepManon ‘’, uJeHTHOHIUPOBAHBI repMaHHHOpPTAHH-
uyeckye COeflMHEeHHsI B INPOAYKTaX OOMeHHON peakUuy Ouc (TPUITHJI)TEPMUI-
PTYTH C OJOBOOPTAaHHYECKHMHU rajoreHujamn ™.

HcnonbzoBanve mMerofa ajAAUTHBHOCTH MJsI pacyeTa BPeMeHH YyIepiKu-
BaHHA HECHUMMETPHUHBIX COeNHHENHH, HCXOIsl W3 JaHHBIX MO YAEPXKHBAHHIO
X CHUMMETPHUHBIX aHaJIOTOB, ObIJIO BIEpBhie NPUMEHEHO [JIsf TepMaHHil- U
KPeMHHHOPTaHHUYECKHX coeauliennit*® *°. Jlns pasjieseHdsi repMmanuniiopranu-
YeCKHX COEJMHEHHH MPHUMEHSJH KOJIOHKH co ckBananom (2—13%) uau Ko-
JIOHKH €O cMemlanno#l ¢asoi 3% cksanana u 3% denuncnaurkona 702 npu
100—150°.

JlaHHEIE 10 yAepKHBAHWIO HEKOTOPHIX IepMaHHHOPraHHUeCKHX COe/HHe-
HUll MpPUBEAEHDLI B paborax b % &% 185

I'azo-agcopOunoHHASA H ra3o-KHAKOCTHAs XpoMaTorpads IpHMEHsJIHCD
JJIsL pasfiesleRus yuc- H Tparc-u3oMepoB 1,2-6uc (TpPHMETHATEpMUI) 3aMellleH-
HbIX 3THJICHOB H UX KPEMHHEBBIX aHAJoros’® Ha rpagUTHPOBAHHON caXKe H
anue3oHe L. M3MmepeHbl ylepkHBaeMble 06beMBl 3THX COEAHHEHHH, a TaAKKe
TEILIOTHl aXCOPOUMH ¥ PacTBOPEHHS.
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3. OJIOBOOp raHv4eckKkue CocaMHEHH A

Ilepsrie paGoThl MO razoxpoMarorpaduyeckoMy alajgusy oJ0BOOPTaHH-
YeCKHX COeflMHeHHH nosABHAHCH B 1960--1961 rr. '% % 173175,

TeTpaMeTHANPOH3BOLHEIE 0JI0BA, I'epMaHHSA, KPeMHHS H CBUHIIA OBLIH
npoaHasausuposaHnsl [lomsnapaom * na KosoHke ¢ anne3oHoM L npy 60°. CuH-
Te3y H XpoMaTorpaduueckoMy aHaJH3y IPOH3BOJAHBIX I1ep(hTOPBHHHJIOIOBA
focBsleHbl paborn '™ 4. Marcyna '* npuMeHHJ ra3oByl0 Xpomarorpaduio
IJsl aHaJu3a NpousBoAHbIX ososa tHna R,SnX,_,, rae R-—paaukanw oT
MeTHJa 10 TeHTHaa, X — xJaop, 6poM, Hod. HenoasuxHas $aza — CHIUKOH
JLC-550, Temneparypa 170° ajuna KOJOHKH 3 M.

Hsyuenue mexanuszma peaxyuti u cocTasa npodykros peaxyuu. I azoByio
xpoMaTtorpauio NpUMEHAJH AJ9 HACHTHQHUKANHU NPOAYKTOB PEaKUHH Te-
TPAAJKHJIbHBEIX COeIHHEHHH 0JI0BA C TETPaxJOPHAOM H TeTPaGpOMHAOM 0JI0-
Ba '™ u peaknuu nepepacnpeiesenus paauKaion TeTpanIKI/IJIbeIX Ipou3-
BOAHBIX MeTaJlioB 1V rpynner ' (pHc. 5).

Haentudukanyus npolyKToB NepepaclpeleseHuds pajHKasnoB Oblaa ocy-
1I[eCTBJIEHA C NIOMOIIbIO JHHEHHBIX 3aBUCHMOCTel Jorapudmos o6 beMOB yaep-
JKHBAHHUS OT YHCJA aTOMOB yIJepoja HJH YHCJIa OJHOTHIHLIX 3aMeCTHTeJeN.

JIoCTOMHCTBO MeToZa rasoBoB XpoMaTo-
rpaduu NpH H3YUEHHH peaknouu Iepepac- J
npefeNeHnss palUKaIOB 3aKJIYaeTcss He z
TOJBKO B INPOCTOH M HaJeXHOW HAeHTHdu-
KauuHd H 3¢pPeKTHBHOM pasAeJeHHH NPOLYK-
TOB peaKUHH, HO U B BO3MOXKHOCTH IIPOBe-
JeHysl peakUdH ¢ BeCbMa MaJbBIMM KOJuye- P
cteamu  Beutecrs  {0,002—0,01  wmours) . p
Pasnenenne peakiHOHHBIX NPOAYKTOB IIPO-

BOJAMJIOCH Ha KoJonke 2 # ¢ 15% cunukona

E-301 na cunocene C-22. Temneparypa aHa- P
u3a 100—250° B 3aBHCUMOCTH OT COCTAa- i
Ba TIPOAYKTOB PeaKIUH.

[IpumeHenue Merona ras3oBoil XpoMaTo-
rpaduy IIO3BOJWIO M3YYUTh peakuuu obme- Puc. 5. XpoMaTorpaMMa HpOAYKTOB
Ha METWIBHBIX H aJIKOKCHIPYNN MEXIY aTO-  peaguun nepepacnpeneietiia paii-
MaMH 0JIOBA M KpeMHH, ojioBa H (ocdo- kaaos mexny n-Pr,Sn u n-Bu,Sn:
pa’”’, peakuuH THAPOCTaHHUPOBaHUs Henpe- [ — n-PrSn, 2 — n-PrySnn-Bu,
JEeJbHBIX COEJIHHEHHI, peaKuud TPHMETHa- © — ”'P%S“ ’EB““" é S n-PrSn n-
¢TaHHaHa ™ ', Ua o = Blesn

C nomompio ra3oBoil xpomarorpadui HACHTHGHIMPOBAHBI MPOAYKTHL
MIUIOTHX peaxkiuf: peakUHH NlepepacrpesesieHuss pajuKaloB MeXAY TPexXJo-
PHCTBIM aJKHJOJOBOM H cOoelHHeHHAMH Tuna RSnR;" '™, paanonnsa MeTHb-
HBIX H 3THJIbHBIX NMPOKW3BOLHBIX 0J10Ba '"’, peaklUHH TeTPDAaJKHIbHEIX IIPOH3-
BOJAHBIX OJIOBA W repMaHusa noj AeficTBuem y-naayueHus *°Co **, npoAyKTHl
TEPMHUYECKOH AeCTPYKUHH TeTpabyTHI0J0Ba '®, peakiuud TeTpaasKUIbHBIX
IPOU3BOJAHBIX OJIOBA C TPEXXJOPHCTEIM GopoM '™, MeTaJJHYecKOTo 0JI0Ba C
rajJOMAHBIMH  adkmjaaMu ', peaxuuu Ouc(TpuTOpMeTHI) IHA30METAHA
C OJIOBOOPraHHYeCKHMH COeAHHeHHsAMH ' u (OToJH3a TeTpaMeTHJCTaH-
HaHa '8,

AHQAU3 040600peaHUMECKUX COeOUHeHULl PASAUMHBLX KAQCCOS8 TIPeICTaB-
JeH B TabJa. 3.

B paGorax ' ¢ ¢ 3% 18 ppencraBieHsl BeJHYHHBI YAePKUBAHHA HEKOTO-
PBIX OJIOBOOPraHHYECKHX COeJIHHEeHHII.

ITyruam * n3MepHJT HHIEKCH Y/ePKHUBAHHS YETHIPHAALATH OJOBOOPTra-
'HHYeCKMX coellMHeHH#l Tuma R,Sn Ha Tpex HemoABHXKHHIX (azax*. Ha no-

1
5 0 wux
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TABJAHLA 3
THN coefHHCHHA Vcenosua ananusa HeTtekTop ,fﬁ:‘g‘pﬁ';y%@
AnxuncranHans, an- | Kononka 2 X6 ma, copbent xpo- [Kartapomerp 50
KHJIACTAaHHAHBI, mocop6 'W--20% noJM3THIIeHIVIH-
THAPHABI OJI0BA koas 20 M, cunmkon E-301, 200
Angun- u apusra- |Konouka 1 mX4mm, copbenr ue-|[Naamenno-uonnsa- 185
JIOTE€HCTAHHAHbBI Jgur 5454-59% CHINKOHOBOE MAcJo L(HOHHBIH
MC-200, 180, 200°
Mosno-, mu- u tpu- | Kosonka 2 mX4mm, copGenr crep-| Karapomerp 186
raJIoreHCTaHHAHBI xamoa--15% cuaukon OE-4011,
160—180°
Kononxa 2 x X3 mm, copGent crep- | To xe 35, 187
XaMoJi-5Y% TONH3THIEHTIMKOJIb
20 M, cunukon OE-40141, 160—170°
Jubpomauankui- Kanuaasprast kosonka 2,5 # x 0, 3mm,| [l1amento- nonusann- 188
CTaHHaHB HOKpHITan MOJNH3THAEHTIHKO OHHBI
Jem 20 M, 200°

JIIPDHBIX HEMOJABHXKHBIX (pazax HHJEKCHl y/AepKUBAHHS OJOBOOPraHHYECKHX
COeAHHEHHH HeCKoJbKo 6ogblle, 0COOEHHO B C/yuae HeHACHIUEHHLIX pajH-
KayoB. OTHOLIeHWe HHAeKCa yAep:KHUBallUg K MOJIEKY/JIAPHOMY Becy Ha IO-
JIIPHONH KOJIOHKE KOppeJHpYeT ¢ [0Kal3aTejaeM IpejOMJEeHHS OJO0BOOPraHHU-
YeCKOro coeauHenus. IIpuBeleHbl 3aBHCHMOCTH UHJAEKCOB YAep:KHBAHHUS OT
YyHcJia aTOMOB YIVIEDOAA, MOJIEKYJAIPHON pedpaKiuy, TeMnepaTypsl KHIeHH,
KOTODBbIE MOI'YT OBITh UCIOJB30BAHLL ISt TPHOIHKEHHBIX OI€HOK STHX BeJH-
YHH AJ51 0JI0BOOPTAHUUECKHX COeJUHEHHH.

[Ipn nporpaMMHPOBAHHH TeMIepaTypsl HHIEKCLl OJOBOOPraHHYECKHX CO-
eINHeHHN Ha HenoJJApHOH (as3e MaJjo 3aBHUCAT OT CKOPOCTH HAarpera U H3Me-
HAIOTCA CHMOATHO MOJEKYJAsspHONH pedpakluHH 3THX COeAHHEHHH **.

B paGorax ' ** ' grMeuaJiHCh HEKOTOpble OTKJIOHEHHS OT JIHHEHHOH 3a-
BHCHMOCTH JorapHdma oGbeMa yIepXKHBAHHSA OT 4HCJIa aTOMOB yriepoja
B TOMOJIOTHUECKHX DAJaX OJIOBOOPTaHMUECKHX COEJHHEHHH, KOTOphle Heol-
XOJHMO YUYHTBIBATL NPH pacuerax BeJHUHH YAePIKHBAHHA IO aJIHTHBHOH
cxeMe. DTH OTKJIOHEHHS, NO-BHAHMOMY, CBSI3aHbl C B3aHMHBIM 3KpaHHPOBA-
HHEM aToMa OJIOB& H METHJbHBLIX [PYII OT B3AaHMOZEHCTBHS ¢ MOJEKYJAaMH
HeNOABHXKHOH (aswl **.

TlpenaparuBuas xpoMartorpadus 1oka He Hallja LIMPOKOTO NPHMeHeHHsd
IS BblIeJNeHHs1 OJIOBOOPraHHUeCKHX coeAnHeHHH. Ham H3BecTHBI TOJBKO
paboTH 1O IpenapaTHBHOM OUHCTKE TeTpPaMeTHJ- M TeTPa3THJAOJOBA Ha KO-
JgoHKe (13 mX25 mm) ¢ 18% nonustunenraukons 400. [Tpo6a B 10 s oun-
mena aa 40 mun. [IpuMecu B npoaykre cocraBuiu 10720, *%

Omnpenenenne npumeceli B TeTpaGyTHJOJNOBe H AaHAJH3 TraJOTeHHJOB.

aJKHJI0JI0Ba METOJOM peakIHOHHOH XpomaTtorpaduu paccMOTpeH B pasje-

Jae VI,
HexoToprie DOMOJHHTENIbHEIE CBEIEHHS O CHEKTPAaJbHEIX W XpOMaTorpa-

(queCKHX MeTOZax B 4HAJHUTHYECKOH XHMHH OJIOBOOPTAHHYCCKHX COCITHHE--

HUH HMeloTcsl B 0630pHBIX paborax® *,

4. CsuHenopraHHyecKne coefuHeHHd
CBHHeIOpPraHMYecKHe COeHHEHHUs] IIHPOKO NPHUMEHSIOTCS KaK 106aBKH K
MOTOPHOMY TOIJHBY. [0 pa3BMTHA U BCECTOPOHHErO HCIONb30OBAHHS METO-
OB xpomaTtorpaduu, aHaJM3 aJKHJIbHBIX COeIHHEHHHl CBHHIA B OeH3HHaX
3aKJI0UaNICA B ONpelesieHny o6Iuero Coxep:KaHus CBHHIA. B nepBmix pato-

tax ** % 1% 0. razoxpoMaTorpadHyecKoMy aHa/M3y CBHHELOPraHHYECKHX.

CoelMiHeHHH, HeTeKTHpPOBAHUE pa3lesleHHBIX Ha XpoMmartorpaduyeckod Ko-

i insh
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JIOHKE KOMIIOHEHTOB NPOBOIUJIH Ha CHeKTpodoTOMETpe HJH C HCIIOJb30Ba-
HHeM KaTapoMeTpa.

JloBesiok u 3saTkuc * BiepBbie NPYMEHHN JJs STHX lieseH 371eKTPOHHO-
3aXBATHHI [e€TEKTOp, UYBCTBHTENBHOCTb KOTOPOTO K OPraHHYeCKHM COeIH-
HeHHAM CBHHIIA B HECKOJBKO pa3 GoJiblle, ueM K yriaeBogoponam. I[Ipumene-
HHE JEKTPOHHO-3aXBATHOTO JAETEKTOpa NOMOIJO pPElldTbh BONPOCH HAEHTH-
$HKaLHU CJOXKHBIX cMecedl.

IToMuMo opraHMuecKHX COeRZMHEeHHH CBHHIA B GeH3HHaX BCErja IPHCYT-
CTBYIOT FaJIOUIHRIE aJKHJIBI, KOTOPhIE IPENATCTRVIOT YCIEUIHOMY pasflesIeHHIO-
cMmecd. g oTxeseHHst TaJOMAHBIX AJKAAOB OBLIO NMPEAJIOKEHO HCIOJb30-
BaTh JOTOJHHUTEJbHYIO KOJOHKY ¢ copbeHtoM 20Y NOMHITHAEHTVIHKOJISA, HA-
CHILIEHHOI'O a30THOKHCJLIM cepeGpoM, Ha xpoMocopbe W, o6paborannom 8%
enKoro kamaus ‘.

DTy KOJOHKY NOMELIaJy N0CJe Pa3LeNUTe bHON KOJOHKH, 3aTOJHEHHOH:
159% metuacunukona SE-30 na xpomocopbe W. [lasi pasneseHns anxku/JIbHbIX
COeJMHEHHH CBUHLA IPHMEHSJTM B KauecTBe HENOJBHKHBIX (as Taxkxe
1,2,3-rpuc- (2-unansrokcn) nponain *** u anneson L 7,

Coyaarec'™ **® paspaGoTan MeroJ OAHOBPEMEHHOro ONpeIeseHds aJ-
KHJbHBIX COeJIWHEHHI CBHMHIA M TaJOHAHBIX aJKHJIOB B OelidHHax. MerToguka
aHajgm3a 3aKjiovajach B OTAENEHHH aj- )

KMJIbHBIX COETHHEHHH CBHHIA H TAJOHIHBIX 2 J

aJKHJI0B OT YIJIEBOLOPONOB Oensuya Ha
copGerte 10% mnonustunenraukons 400 ua
kpomocopGe P u rugporenosnse ajKuICBHH-
HOBHIX COEIHHEHUH H TAJOMAHBIX AJKHJIOB 1
npu 140° ma Huxemse, HaHeceHHOM HA XpO-
mocop6 P. IlpoayKrel BoccTaHOBJIEHHS Me-
TaH H 3TaH paslensdny Ha KOJOHKE C aKTH-

_—

BUPOBAHHBIM YIJIeM, MOIUGDUIHDPOBAHHLIM J
3% Baseauna npu 70°. lereKTop aJeKTPOH- [ RS R N B
HO-3aXBaTHBIM. 2 4 6 8 0 1 muA

YxasaHHbI Pu'blme METOX HCIOJAB3OBAM-  p,\ 6. XpomaTorpamMma aNKUJIbHLIX
csi B cleayiomedf pabore TOTO Ke aBTOPA  coegmmenudr csmuma, 10% 1,2,3-7puc
Ana  Oupeje/jeHud NATH MeTHA3TWAbHBIX  (2-mumaustoxcu) npomana (4 MK
IPOU3BOJHBIX CBHHIA M TAJOHIHBIX K- X3 M#), 85°, pacxon asora —
J10B B Genaune ', Jlas paspgenenus ucmonmb- o0 Ma/mun. I—MePb, 2—Me;PbEL,
3oBajgach Henogsukuaa ¢asa 1,2,3-Tpuc- 3 1 MeaPbEL,, 4 - MePEL  —

Lt C2H4C12, 6—Et4pb, 7——C2H4B1'2
(2-uHaHsTOKCH)IpOIIAH Ha xpomocopbe P,
o6paboranHoM 19, exkoro Kajnus npu 80°

HnenTnduxanuss cmeceil CBHHELOPraHHYECKHX COEIHHEHMI 3aTpyIHEHA
H3-3a OTCYTCTBHS YHCTBIX 06Pa3ioB aJKHJIbHBEIX COeNMHEHHHA CBHHLIA HJs Ka-
an6poBku AerexTopos. CoyJarec®® npemsoxHa NMPOCTOH MeTon HAEHTHH-
Ka[HH NMPH HCIOJb30BAHHH JBYX JAETEKTOPOB IO TEMJONPOBOAHOCTH H IJa-
MeHHO-HOHH3auuouHoro. Ha kartapomerpe perucTpupoBaiuCh aJKHIbHBIE CO-
eJVHeHHs CBUHIIA W FAJOUAHBIE AJNKHJbL, pasjesieHHble HA XpoMaTorpaduue-
CKOH KosioHKe. OJZHOBpPeMeHHO, Ha IJaMeHHO-HOHH3aLHOHHOM JleTeKTope pe-
FHCTPHPOBAJIUCh B BHAE METAHA H 3TaHA BeLIECTBA, NOABEPIrHYTHIE THAPOTEHO-
au3y. TakuM Mertonom Oblna uAeHTHQUIMPOBAHA CMeCh TeTpaMeTHJa-, TeTpa-
3THJ-, TPHMETHIITUJ-, AUMETH/JISTUI-, METHITPHUITUJICBUHIA, AUXJOpITaHA,
AubpoMaTaHa W TOJyoJa, pasjesieHHHX Ha KosaoHkKe ¢ 109 mnosunstaaeHrau-
koast 400 u 1% rerpaxuc-(2-ruapOKCHIPONUI) 3THIASHAMAMUHA HA XPOMO-
copbe W.

Ilpu onpegeneHuH AaJKHJIBHBIX COelHHEHHH CBHHLA B apOMaTHYECKHX
GeH3HHAX, /g OTAeNeHHS apPOMATHUECKHX YIJIEBOLOPONOB, NPHUMEHSIaCh J10-
NOJHUTENLHAA KOJOHKA ¢ anuesonoM L. AJKHAbHblE COeIHHEHHS! CBHHIA.
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pasgeasance Ha copbenre 10% 1,2,3-Tpuc-(2-uuaHsTOKCH)TIpOnana Ha
CHJIAHH3HPOBAHHOM Xxpomocopfe W mpu 75, 85°'°. Xpomartorpamma pasne-
JieHHBIX NPOAYKTOB NpeiCcTaBJ/eHa Ha pHuc. 6.

Coueranue MeTONOB razoBol XxpoMatorpadpuu M aTOMHO-a6COpPOLHOHHON
CHeKTPOCKOIIHH HCIHOJb30BaNH IS KOJHUECTBEHHOTO OMpeIeJeHHS CBHHEIl-
OpTaHHUEeCKHX cOelMHeHHH B GeH3uHax®’. Jlisg KOJHUECTBEHHOTrO aHaJH3a
He TpebGyeTcsl BHIUUCIEHUS NONPABOYHBIX KO3(DMHUIIHEHTOB.

Bce coenmuenus cppHnma 00/afaioT BBICOKOH TOKCHUHOCTbIO, M HX KOH-
HeHTpanus B OKDPyXKalollel atMocdepe JOJ/LKHA CTPOrO KOHTPOJNUPOBATHCH.
[lpn anajM3e CBUHENOPraHHUECKHX COeJUHeHHH B BO3[yXe IpeX(e BCero
CTAJKUBAIOTCS C BONPOCAMM KOHIleHTpHpoBaHHA npob. B paGore® npenso-
’KeHO HCHOJb30BaTh KOHIEHTpHpoBaHHe INo SlHaky?®™, 3akawuaioleeci B
NPONYCKAHHH BO3JyXa UePe3 NMOTJOTHTE/BHYIO KOJOHKY, 3aloJHEHHYIO TeM
e cOpOEeHTOM, KOTOPHIH HCIOAb3yeTcss H B pasfelHTeJbHOH KosoHKe. Boa-
AyX NPOKayHBaJM HACOCOM depe3 KOJMOHKY (8 cmX1 mm) ¢ 10% cunuxona
SE-52 na xpomocop6e P B trevenne 10—15 munyr. Ilocne xonuenrpuposanns
KOJIOHKY OBICTPO Harpepaty M COeJAMHEHHS CBHHIA BBOJAHWJIM B XpoMartorpa-
(¢HUecKyio KOJIOHKY, Ha KOTODOH IIPOBOAMJIM paszeienne npu 80°. Ipeniio-
2KeHa GOpMyJa [IJf BbIYHCAEHHA KOHUEHTPAUHH aJKHJBHBIX COeXHHEeHHH
CBHHIIA B BO3IyXe.

VI. PEAKHUHOHHASI XPOMATOTPA®UA METAJIJIOOPTAHUYECKHUX
COEOUWHEHUH 11V TPYIN

MHorue MeraJjJjoopraHudyeckue coefuHenusi [-—IV rpynn asasiorces ma-
JIONIETYUUMH COEJHHEHUsIMH, HEYCTOHUHBBIMH 10 OTHOMIEHHIO K KHCJIOPOAY H
BJIare BO3Ayxa. Takue COeAMHEHHS 3aTPYLHHTEIbHO AHAJHSHPOBATD KJIAC-
CHYECKHUMH MeToAaMHu rasoBoil xpomarorpaduu. Ilostomy, B GosbpHIHHCTBE
CJyyaep, aHa/Ju3y MOABEPraloTCsl He caMH MeTaJJoOpraHuuecKue coeluHe-
HHUfl, a NPOAYKTH HX NpeppauieHud. BapuaHTt raso-xpomartorpaduueckoro
aHaJu32, B KOTOPOM B aHAJIUTHYECKHX LeJadX HCIOJb3YIOTCS XHMHYECKHe
peakuuu AJs NepeBe[eHHs BelllecTB B OoJee yAoOHYyIO AJs ananHsa dopmy,
Ha3plBaeTCs PeaKIHOHHOH xpomaTtorpaduei. B najpHeiimieM MH OyAeM ymo-
TPe6JIsiTh 3TOT TEPMHH [IPH ONUCAHHH NOAOGHOTo poaa pabor.

1T pynna

Meron peakunoHHOR xpoMarorpadun NPUMeHAJH AJA aHANH3E JUTHI-,
HAaTPUH- ¥ KaJHHOPraHHUeCKHX COeIHHEHHH, KOTOpble B OOJBIIMHCTBE CAy-
yaep SIBJSIIOTCS TBEPIABIMH, TIPAKTHUECKH HeJeTYYHMH COeIMHCHHSIMH.
Jasa mepeona ux B 0oJiee JeTyuue COeJHHEHUsI NPHMEHSJIH PeaKUHIO FHI-
poausa. Ilpn ananause pacTBOpOB BHHHJJIUTHS B TeTParujpobypaHe HCIOMb-
30BaJIH CHCTEMY U3 ABYX xpomartorpactos®®. I'maposus ofpasua npoBOLHIH
Ha nepBOM xpomarorpade, B JONOJHHUTEJAbHON KOJIOHKE, 3aN0MHeRHOH 1, 2, 6-
reKCaHTPHOJOM Ha Xpamocopfe. DTH/IEH, BBIASAHMBINUACH INPH THAPOJHSIE,
uAeHTUOHUKPOBAIN H KOJHUECTBEHHO ONpefessiin Ha Kosonke ¢ 20% mome-
nusdranara Ha xpomocop6e W npu 75°. Ha BTopom xpomarorpade, coenu-
HEHHOM C NEePBHIM, IIPOBOJHJH ONpefesieHne MpHMeced B 9THIeHe, TAKHX KaK
anerusen u 1,3-6yraauen, na copbeure 209% aumernacyabdosaHa Ha Oree-
YHOPHOM KHpIHUE.

Meron peakumonnofi xpomMartorpaduu NPHMEHSIH TPH H3YUEHWH pAAa
peaxkuuil: MeTaJJIHpOBaHHS OPraHMYECKHX COeJMHEeHHH KalHHOpraHHYeCKH-
MH 2®~?% pH H3yueHHH KWHETHKHM NOJHMepH3aluud OyTajxueHa, H30IpeHa,
CTHpPOJIAa B NPHCYTCTBHHM AJKHJJINTHS **°, peaKUHH SMHXJIOPTHAPUHA C GyTHJ-
JuTHeM *” NpH HCCAeXOBAHHM MPONYKTOB DPeaKUHH MeTHJLHKJIOMEHTaHa B
OPHCYTCTBHH GeH3UIHATPHUSA %,
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I I pynna

Marsuii- 1 KanbluilopranuyeckKie COEIHHEHHS, TOJOGHO OpPTaHHYECKHM
COCNMHEHHAM MeTaj 0B I rpynnel, MastojeTyuHe H THAPOJUTHUCCKH HEYCTOH-
YHBBIe COEIHHEHHUS.

1. MarauiiopraHuyeckue COeJMHEHHUS

OTH COeJHHEHHs NPEJIOKEHO NpeBpaliaTs B GoJjee JeTydyHe, NPOBOAS
PEaKkUHIO THAPOJIN3a HJIH peakuuio oOMeHa ¢ raJoOreHHIaMH afKHJI0Jd0Ba H
ATKHIKPEMHUA 20212,

BrniepBhle MeTo peakUMOHHOH XpomaTorpaduu GLIT NpHMEHeH s aHa-
JIM3a PacTBOPOB ATHIMATHHIHOAMAA **, KOTOpPHIE I0/iBEpTaJi THAPONH3Y (oc-
dbopHOH KHCJIOTOH B MHKpopeakrope. I'a3oofpasHble IPOAYKTH uepe3 OaH-
[acHyo JIHHHIO BBOIH/IM B XpoMaTorpaguuecKkyio KOJOHKY H pa3iensau Ha
KOJIOHKE C aKTHBUPOBAHHBEIM CHJIHKATEJeM.

KoHueHTpaumo pacTBOpPOB 4acTHYHO Pa3JoXKHBIIMXCSA DeaKTHBOB I pHHBS-
pa (n-Tper-6yTHAMAarHHHOpOMHUIA) ONpeAesliM ¢ TOMOLIBIO IBOHHOTO XpO-
mMarorpaguueckoro a€anausa*'’. CHauaJa NPAMBEIM METOAOM ra3oBOH Xpoma-
Torpa(uu Ha KOJOHKE C IIOJHITHJICHIVIHKONEeM ONpelesaJn KOJIHUeCTBO apo-
MAaTHYeCKOTO YTJeBOJAOpoJAa, 0Gpa3oBaBIIerocsd NPH pasfoXeHHH peaKTHBA
I'pusbsipa. 3aTeM NPOBONHJIM THAPOJAH3 aHAJH3UDPYEeMOTO PacTBOPA METaHO-
JIOM M OTpemeNdsiid KOJHIeCTBO BblAeJuBIIerocs Tper-6yrunbensona. Mwmes
JaHHBIe JBYX aHAJMH30B, BRIUHCJAAJIH MCTHHHYIO KOHLEHTPAUHIO pPeaKTHRA
Fpunbspa B pacteope. IIpuBenennas MeTofuka ana-

NM3a aPUJABHBIX peakKTHBoB I pHHBApa ObLIA B 1aMb- 2
HedleM HCIIOIb30BAHA TIPH H3YUEeHHH KHHETHKH pe-
akuuu 1-aJkeHOB ¢ (eHHAMAarHHEOPOMHIOM >, _

Ilpn ananu3e BHHUJIMArHUAXJODHAA B KauecTBe J
peareHta NPHUMEHSIM XJOPHA TPuOyTHI0I0BA *'2, ’
B pesy/brarte 3TOH peakuuy NOJIydYaju BUHHATPHOY-
IMJI0JI0BO, KOTOPOE OTAENAJNN OT MPOJAYKTOB PeaKIluH
Ha KoJqoHke ¢ 209 dennncunukorna JC-550 mnpnu
NPOrpaMMHpPOBAaHHE TeMNepaTtypsl ot 120 mo 2107 p;
€O CKOpOCThIo 1H°/MHMH. DTa MeTOAWKa aHaJH3a
npeacTaBJsieTcs: HaM 0oJlee 1epClIeKTHBHOM, TaK KaK
B PeaKIHOHHON CMeCH IIPHCYTCTBYET MeHbIIee UHCJA0 I
KOMIIOHeHTOB. /s aHanM3a METHJIbHBIX PEaKTHBOB |
I'punbsipa HCHOMB30BAMH pEAKUHIO ¢ AHMeTHAde- | !
nunxaopcuaanom *°. IMoaygyeHHslt TpuMeruadenu- LJ v Ll
CHJIaH KOJHYECTBEHHO ONpeleIsind METOAOM BHYT- | :
peHHero CTaHpapTa. 7 z o

. Pue. 7. Xpomartorpamma
2. Kanbuunopraﬂuqecxue COCAUHEHHUA HPOAYKTOB THAPOJH3a IH-

OKCanaTta HOZHUCTOrO ¢e-
Peaxunonnas xpomarorpacus 6bl1a NPUMEHENA  yua xanmsuast: / — cepuuiil

IS aHa/li3a BIEPBbiE BHIIEACHHBIX B HHAUBHAYAJdb-  up, 2 — Geuson, 3 ~—
HOM COCTOSIHHM KaJbLHHOPraHHUeCKHX cOefHHeHHj  ToAyon (crammapr), 4 —
B BHJle KOMIIJIEKCOB ¢ JTHOKCAHOM M amMuHaMu **, Pa- AHOKCaR

CTBOD JHOKCAaHATa HOAUCTOrO apUAKAJbLus B 3dupe pasnaranu soxol. Oca-
1ok Cal(OH) orgensiiu uentpudyruposanuem. [TosyueHHBIH npyu IHAPO/IH3E
apoMaTH4eCKHA yraeBOJOpOd U JHOKCAH Pa3JessaJi Ha KOJoHKe ¢ 5% IH3TH-
JIeHTIUKOMbCYKIHHATA Npu 94° (puc. 7). KoauuecTReHHOE onpefesenie apo-
MaTH4eCKOro yIrieBoJOpojia H AHOKCaHa NPOBOJHJIH METOAOM BHYTPeHHero

13 Yenexu xumum, Ne 12



2290 B. A. YepnonaekoBa, B, M. Caxapos u K. Y. Cakoauuckii

cranpapra. MeroJ aHasM3a xanbLHAOPTraHHUECKUX COeJMHEHHHA ¢ NOMOLLBIO
razopofl xpomarorpaduu NO3BOJHJA paspaboTaTh ONTHMAJbHYIO METOAHKY
MOJIyYeHHS TH(EeHHIKaabLUS,

3. PryTrbopraHuyecKue coeAMHEHUS

Hawm nsBectna Tosibko ofiHa paGoTa 1O peaKHHOHHOH XpomaTtorpaduu
PYTbOPraHHYECKHX COEAMHEHHH, B KOTOPO /LIt HIeHTHDHKALIHH CMeCH rajo-
T€HHJI0B AJKHJPTYTH HCIOJb30OBAJHCh PEakKUUH € PasJHUHBIMH CepycOAep-
JKAIEMU BeLeCTBAMH THOCYJAb(aTOM HAaTPUd, CYJIb(QUAAMH MeTaJJOB U Me-
TAJATHIECKUMY TlopoIuKamu “°, Meroa 3ak/Jiouaercss B IBOAHOM XpoMaTorpa-
drMpoBaHUH aHAJIH3HPYEeMOH CMeCH; CHauaJa NPOBOAAT pasjeseHHe MpPsMbIM
METOMOM, a 3aTeM IocJje 00paboTKU aHaAU3MPyeMOro PACTBOPA Pa3JHUHBIMH
cepycoaepKalluMy COeJHHEHUSIMH UM NPONYCKAHUS Uepe3 HONOJHUTENbHYIO
KOJIOHKY, COJeprKallylo IOPOLIOK MeTasl1a, IPOBOASAT IIOBTOPHOE pasjeenHe.

H I pynna

Mero peaxklHoHHOH XxpoMaTorpaduu NPUMEHSJCS B OCHOBHOM [Js aHa-
Ji3a aJIOMUHUUOPTraHUUECKHX COeHNHEeHUMH,

AnoMMHBMIfOpraHMyecKue coeJlHHEeHNs

AmoMHHHHOPraHHUECKHE COeHHEHHS JIETKO Pas3Jjiaralorcs Mnoj AefcTBHeM
KHCJOpOAa H BOAb. TeMnepaTtypa Hauaja TepMHYECKOrO PAasOKeHHst 3THX
BEIECTB HIXKe HX TeMIlepaTyphl KUIEHHSI NpH aTMOChepHOM JaBJIEHHH,

Mertopn peaknmonHol xpomarorpaduu Oblyl OpUMEHeH AJAs aHaJadH3a TPHU-
3THJAJIOMUHESA, SABJAIONIErOCS KaTaJU3aTOPOM CHHTE3a MHMOJHsTHJena *'f,

PacTBop TPHUSTHIANIOMHHHS B LHKJOreKCaHe HCNAPAAA B TOKE BOJOPOLA
U NponyckKaau 4epes TPyOKy, 3anosauennywo 30% JaypuHOBOH KHCJAOTH Ha
cujocedsie, CoeluHeHHYI0 ¢ xpomarorpagoM. [IpoAyKTH THAPOJIH3Z Olpene-
JsIAd B IBe CTAalMHM, CHauaja 3Tad W OyTaH Ha KOJOHKe ¢ mAubyruiadTaga-
TOM, a 3aTeM BOXOPOI M 3TaH Ha KOJOHKE C CHJHKAarejeM.

[Ipn aHaaW3e TPHSTHAANIOMHHHS W TPUNPOIHJIANIOMHHHUS AJS THILPOJH-
32 3THX COeJHHEHHH NPUMEHSJH R-TeKCAHOJ, JHATHIEHTJIHKOIb H ero CMech
C BOAHBIM PacTBOPOM CepHOM KucaoTel *'"~*'%, Bogopod, meran, 3TaH, nponan
u GyTan pasfessaau Ha JUMeTHJACYJAb(oNaHe, HAHECEHHOM HA CHJHNKAresab H
IHHOHUHAGTaNaTe Ha nenute npu 30°.

Manamapuyk **’ npennoxed MeTOJ aHaJH3a TPHITHJIANIOMHHHA C NIpOBe-
JleHHeM paaJoxenus o6pasua HeloCPeACTREHHO B peakTope-fosartope. B ar-
moctepe cyxoro asora npofa passjarajach ZUSTHJIEHTJIHKOJAEM H IPOLYKTH
THIPOJIM3a T'a30M-HOCHTeJeM NEePeHOCHJHCh B Pa3leNIUTENbHyI0 KOJNOHKY ¢
OKHCbI0 aJioMuHuA, Eclu B TPUITHIEHTINIHKOJE NPHCYTCTBOBAJH NPHMECH,
HAanpuMep AWITHAAMIOMHHUAOKCH], TO BbIICJMBIIHHCS NPH €ro THIpPOJIH3e
CHHPT H 3TaH pasfelsyil HA KOJOHKe CO CMemaHHBIM copbentom 159% Tpn-
Kpesusdocdara Ha noancopbe u 10% cxpanauna Ha redione.

Meroz rasosoit xpoMaTorpaduu NpHUMeHsJICA NIPH aHaJH3e IPOAYKTOB pe-
AKUHMH o, O-NHEHOB C THAPHUAOM AUH30GYTHAMUTHA *° ¥ NPH HCCIeLOBAHHH

KVHeTHKH DEeakLyH aJKHJbHBIX COCAHHEHHH MeTaioB C alKeHaMH **'.

WV I pynna

Peakuuonnywo xpomartorpaduio NPWMeHSAH NPH aHaJH3e KPeMHHH- H
0JIOBOOPraHUYECKHX COeJHHEHHI.

>
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1. KpemMuujtopranuyeckue coeiHHeHHS

Meron peakuuoHHO#H xpomartorpadui Halles IMHPOKOe IPHMEHEHHe IJS
NpoBefleHUs] CTPYKTYPHOrO aHasu3a KPeMHHHOPraHHUeCKHX COeJHHEeHHH.
Paspa6orka sToro mMeroaa nposeicHa Ppanumom **7**7 ¢ corp. Merox 3a-
KJIouaeTcs B nposeneduu paga peakuui ¢ BF,;, BCl,, H,SO,, HNO,, HJ, Zn,
NaOH, KOH, B cnenunanpioM peakTtope (pHc. 8) ¢ Ledblo oOnpereseHHs
CTPYKTYPBl KPeMHHHOPraHHUECKHX COe/IUHEeHHI U HaJIHYus (QYHKIHOHAJbHBIX
rpyun. [Ipu nposenenun peaxkuuu ¢ BF, kpeMunAopraHHyeckHe coelHHEHHS
pacCILemasIoTCst 10 CHAGKCAHOBBIM CBA3SIM, FaJd0HA W BOLOPOA 3aMEUIAIOTCH
Fa §TOp, PeHUNbHbI paaHKaJ OTIelseTca B BUle Genszoaa ** **'. B rops-
Yelt KOHUEHTPHPOBAHHON CePHOM KHCIOTE aJKUI-, apUJl-, XJOPANKHJI- H XJIOP-
APHJICHJIAHBL pacCllelsiioTest ¢ 06pa3oBaHueM YrieBOJ0POAOB H IaJOHIHBIX
AJKAMOB 2% 225 27 MIoRUCTOBOJOPOAHAST KHCJOTA pacllelliser ajJKoKCHCOoe-
JuHeHus ¢ oOpa3oBaHHeM HOAHCTHIX ankuiaoB®*® **" Cpsasu Si—H u Si—Si
paculenJsIOTCH PACTBOPOM €4KOTo Kasnus ¢ ofpasosasueM Bojopoza. [Ipo-
AYKTbl peaklUHH alaJH3HDVIOT METOAOM Ta30-XKUAKOCTION XpoMaTtorpaguu u
xpomarorpadnu Ha Gymare.*’

Paspa6oraH Meton peakUHOHHOrO TEPMHYECKOro aHagau3a, NO3BOJAIOUIH
ONpefeNHTh NPUPOAY (YNKUHOUANLHON IPYNNL ¥ YCTAHOBUTH CTPOEHHE MO-
JIeKYJIbl, OCHOBAHHEIH Ha NPOBEHENHH peakIHM MeXAy HCC/IelyeMBIM Bele-
CTBOM ¥ TOJAXOJAAIIAM PCATEHTOM IPH IPOrPaMMHUPOBAHNY TeMIepaTy pui™ %,
MeTosl IPUMEHSIH Jisd ONpeleseHus CTPOeHHs JHHEeHHBIX H HUKJIHYECKHX
LONMOPTAHOCHAOKCATOB TIPH pacUleNaeHll 3TUX COEIMHEHHI cepHOM KHCJIO-
Toil. Ilpm 3T0M H3yuasach CBA3bL MeXKIy CTPYKTYPOH HCCJAEAyeMOro BeliecT-

Puc. 8. CreksstHHBIEL DeakTop s IPO-
BEJeHHUs DeakUuH pasjiokKenua mnepen
BBENEHHCM B XpoMmaTtorpadHueckylo Ko-
JOHKY: 0 — CTeKJASHHBA cocyd, 6 —
crexkasiHHas TpyOKa, 8 — caofi thTopHc-
TOrO Kaablis, & — CJI0H NOPHCTOro Ma-
Tepiuaja (pucopba), 0 — mpobka u3
CHJANKOHOBOR PE3HHBl, € -— IINPHL Ha
10 a4, o — maTPyOOK M3 CUAMKOHOBOM
pe3uHbl, 3 — MeIHBIA OJOK, 4 — LITPHL
Ha 1 ma

Ba U TeMrepaTypoll, IpH KOTOPOH NMPOHCXOJAHT OTHIEIVIEHHE HHIHBHIYAaJb-
HbIX QYHKUHOHAJNBHBIX Tpynn. IIpuBefeHs TEPMOrpaMMBbl [OJHOPTaHOCHIOK-
canos. Pan aBtopos ***~*° TakKe HCI0/Ib30BaJ METOJ PEaKUHOHHOH XpoMma-
Torpaduu /s aHafu3a KPeMHHHOpraHHuecKux coepunenusl. as onpenese-
HAf B METHJIOJHCHJIOKCaHaX rpynn Me,Si—, Me,Si= MeSi= npeanoxe-
HO JlelloJEMepH30BaTh noaunMep AeucrsueMm 2BF,- (C,H;),0 u xpomartorpa-
¢upoBaTs 00pa3oBaBIIHECS METHAPTOPCUNAHDI **®, Pazzesnenve U KOJHUYECT-
BellHVe OHNpeje/ieHHe CMecH QeHHIMeTHAJNXJA0OPCHIana, QeHUATPUXJIOPCHIA-
11a M YETHIPeXXJIOPUCTOIO KPeMHHS [IPOBOAMJIM IyTeM NpeBpalleHHss HX B CO-
OTBETCTBYIOINe (GTOPIPOH3BOAHBIE HA KOJOHKe ¢ Na,SiF, **.

Metoaom razopodl xpomaTtorpadus H3y4yasJHCh TePMHUYECKHe IIPOLeCCH,
NPoOUCXOASIIHe B noauMepax **. MMny/bcHbI MHpoOaH3 B Xpomartorpaguuye-
CKOM pexxuMe NPHMEHSJICS VIS Ollpe/le/ieHHsT BHHHABHLIX IPYNH B aJIKHJALHK-
JIOCHJIOKCaHax **%,

13+
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2. OnosoopraHuYecKue coeiHHEHHUs

Peakunonnas xpomartorpadusi npumensiiach A8 anajJH3a CMecH raJto-
FeHUJIO0B aJKHJIONOBA, KOTOpHIe ABJSAIOTCSH TePMHUYECKH HeyCTOHYHBBIMH COe-
AVHEHUSIMM M JIE€rKO BCTYNAIOT B PeaklUHH Iiepepacnpefielelus pajxka-
JIOB 233, 234.

lanorennas GyTHJI-, OKTH-, (PEHHJIONOBA NiPH B3AHUMONECHCTBAM C peax-
THBaMu | puHBApA IlepeBoAUNH B Goslee YCTONUHBLIE TETPAANKHIBULIC COELH-
HeHHst, ¢ MeHbIIeH TeMIepaTypoii KHIeHHs, HAarpuMep, 6pOMHEAL 6YTHJI00BA
KOJIHUeCTBEHHO NpeBpanlaay B OYTHIMETHAbHbIE AHAJOTH AeHCTBHEM MeTHJI-
marnuiibpomuna. Pasgenenue u KOJHYECTBEHHBIH aHaAJH3 OJOBOOPTAHHYEC-
KHX COe[HHEHHII MPOBOAUIM Ha KogaoHke ¢ 20% wmeruicuiankona SE-30 npu
[POrpaMMHpPOBAHUH TeMIlepaTypsl oT 50 g0 270°.

IIuponutnueckas raszosas xpomarorpadus NMpUMeHSJIACL AJsT ONpeiese-
HHsg npHMecell B TeTpabyTtusonose **. BewecTsa, paszesneHibie Ha XpoMaTo-
rpadHyecKoil KOJOHKe IOABEPraJHCh TEPMHUECKOMY Pa3JOMEHU, B CBOIO
ouepelp NPOAYKTH NHPOJHM32 DA3LENANd Ha KOJOHKE ¢ METHJICHIAKOHOM
E-301 u perucrpupoBasu NJaMeHHO-HOHH3aLHOHHBIM JeTeKTopom. MpeHTH-
duunporan pan npumeced obwedr dopmynn (R),.Sn(R.).—, (rme R, n R,—
3THJ-, IPONIAN-, OYTHJ-, BTOP-GYTHII-).

VII. TEPCNEKTHBDLI PASBUTHUHS F'A30-XPOMATOTPA®PHYECKOTO AHAJIH3A
METANJIOOPTAHUYECKUX COEOIVUHEHUN

IIpoHnKHOBEHHE METONOB ra30BOH XpoMaTtorpapuu B XHUMHIO MeTaJljio-
OpraHHyYecKux coejuuenuil npousomio 8 60—65 rogax. B Hacrosuiee spems
Fa30BYI0 XPOMAToOrpauio METaJJIOOPralHyeCcKHX COCJUHEHHH MOXHO CYH-
TaTh AOCTATOUHO paspa0OTaHHOH 0O6JaCTb0 NpPUMeHeHHs MeTOLa, OJHAKO
BO3MOXKHOCTH 9TOrG MeTOJa ellle He McuepraHnl. MOKHO 0XKUAATb pacIliHpe-
HHUs KJAaCCOB METAaJJOOPTaHHYEeCKHX COeJAMHeHHH, aHaJH3HDYeMBIX C TIOMO-
UIbIO TA30BOH XpoMaTorpaduy, a Takxe Kpyra peliaeMbX 3ajad H BapHaH-
TOB MCHOJBb3yeMBIX XpoMaTorpadHuecKHX MeTOA0B.

Jo cux nop B aHaJH3e MeTAaJJOOPraHHYecKHX COeJINHeHHd NouTH He MpH-
MeHsinach KamujuisipHasi rasosasti xpomarorpadwus, uTo CBSI3aHO ¢ aucopod-
Huel pasjesnseMbiX METaJJOOPraHHYeCKHX COeJHHEeHHH Ha CTeHKax Kalmu-
Jisipa ¥ TPYAHOCTHIO JETEKTHPOBAHUS MHKDPOKOJHYECTB METAJJIOOpPTaHHYec-
KHX coefiHHennil. [Tocsie yCTpaHeHHs STHX HeJOCTATKOB, OCOGeHHO Mepchek-
THBHO NPHUMeHEHHEe KANHJIISPHOH XxpoMartorpaduu [Js pasfpeseHus MHO-
FOYHCJEHHBIX CMeEMaHHLIX M30MEpPHLIX COeJHHEHHH HECKOJbKHX 3JIeMeH-
TOB.

Mo3KHO O0XHIATh, N0 AHAJOTHH C Ias30Boil XpoMarorpadHell npraHuyec-
KHX CO€JMHEHHH, PA3BUTHS MeTOH0B KOMGHHHPOBAHHOTO XpoMmarrrpadHuec-
KOro aHanu3a (coueTaHue MeTOJOB TIa30BOH U TOHKOCJIOMHOW, ra3oBOH W
KHAKOCTHON XxpomaTorpadun, ra3oBoil xpomarorpaguu M Xxpomartorpagpuu
Ha Oymare).

Tloka uMeroTca NUIIb eIHHUUYHBIE paBOTH TIO HCTOAb30BAHHIO BBICOKOUYB-
CTBUTEJbHLIX CEeJEKTHBHBIX JETEKTOPOB JJsI MEeTadJOOPraHHyeCKHX COenxHe-
Huit. TIpencrasusieTcss BEPOSITHBIM pacUiMpenye THIOB BBICOKOYYRCTBHUTEJb-
HBIX JeTeKTopoB, H OGoJiee HWHTEeHCHBHOE HX HCHOJb30BAHHE IIPH aHA-
JIH3e MHUKpompuMecelli M HAeHTHOHKAUMHM MeTaJJOOPTAHMJYECKHX COeNH-
HEHHH.

TpuMeHeHHE METOJOB XPOMATOMAcCC-CIEKTPOMETPUH (PTyThb- , KpeM-
HUROpTaHHIECKUe COeNMHEHHs **") 1o Bcelt BHIMMOCTH OyNeT 3HAUHTENbHO
pacIiHpeHo ¢ pelleHHeM Psifia TPYAHOCTeH, BO3HHKAIOIIMX B HacTosillee Bpe-
Msi, 4 HMEHHO OTCYTCTBHE MAacC-CIIeKTPOB MHOTHX MeTaJJI00PTaHHYeCKHX coe-
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JUHEHHH, CJOXHOCTb aHaJH3a MeTa/JIOOPTaHHYeCKHX COelHHEeHHUil B pexHu-
ME XpOMAaToMacc-CIeKTPOMETPHH, SIBJEHHS NaMsTH Ipudopa.

[azoBas xpomarorpadusi MHPOKO NPUMEHSIETCss NMpU ONpeleseHud (usu-

KO-XHMHYECKHX XapaKTePHCTHK BEIIeCTB, HCCAEJOBAHHH MeXaHH3Ma peaklHH
[PH H3YYeHHH KAaTAJUTHUECKHX NIpOlleccoB %%,

Crellyer 0XKHIAThb PA3BHTHS METOAOB, CBSI3aHHBIX C ONpejeneHueM (GH3H-

KO-XHMHUCCKHX XapPaKTePHCTHK H pacLI¥peHHs BHIOB peaKUuH, IPOBOAUMBIX
B XpoMartorpabdHueckoM pexkuMe (KaTajuTHUECKHE PpEakUHH C y4acTHEM
MEeTaJ/JI00PraHHUYeCKHX COeUHEeHHI).
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