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NCCJIENOBAHHE JII/I(D/(DYBI/II/I NIACTH®UKATOPOB
B IIOJJUMMEPAX METO/OM 3JIEKTPOHHO-30HIOBOI'O
MHKPOAHAJIN3A

Jaavtxe A. E., Muxatiaos I0. M., Aaues A. /1.,
Havurw M. H., Tommenyes 10, M.

B pa6orax [1—4] mokasaHo, 4To uccilefoBaHHe B3amMonuddysum, ompe-
JeleHune (a3oBOr0O pPABHOBECHS, OIEHKA TePMOJHHAMHTECKAX IapaMeTpoB
cMeTeHHA B OGUHAPHBIX CHCTEMaX CBA3AHBI ¢ AHANHMSOM paclpefelleHHd Co-
cTaBa B mpefelax nuddysHOHHON 30HHI, BOSHUKAOMEH OpH KOHTAKTHPOBAHAN
KoMmoHeHTOR, TeopeTHdeckue omeHKHN MOKaselBalT [5], 4To iA KOppeRTHO-
ro aHannsa AMPPY3HMOHHONR 30HBI HHCTPYMEHTANbHBIMH METOJAMH HeoOXomm-
Mo, 9roGE ee pasMepst B 20—100 pas DpeBOCXOAWIN PasSpeMIAlOIEYI0 CIOCOG-
HOCTh MeTOfa perucTpamuu. OnHaKo OpUMeHAeMBIe B HACTOAMEE BPOMA
B OpakTHKe AUPPY3UOHHBIX HCCIEJOBAHMIA METOAH XapaKTEPU3YIOTCA Cpas-
HUTEJbHO HU3KO{l JOKAJIBHOCTBI0 M paspellieHueM, 910, €CTeCTBEHHO, OTPaHH-
9UBAaeT W TeMOEPATYPHBIH MHTEPBAJ WCCIENOBAHUA, W MOJEKYJAPHYID Maccy
nuddysanra, Tpefyer AAMTENBLHOTO BpeMeHH [JIA IpoBeJeHHA onbiTa [6].
Tak, MeTog ONTHYECKOr0 KIMHA XapaKTepH3yeTCA LPOCTPARHCTBEHHEIM paspe-
mennem 20 mxm, meron ckauupyiomein WHK-cmexrpockomunm — 90—100 mrm,
MeTofbsl cpe3or m «cTomoky — 50—100 mxm [6—8]. Bepoarmo, staM MOMHO
00BACHUTH TO, UTO OCHOBHAS Macca HCCICNOBAHUI BHINONHEHA A MOJHEMEp-
HBIX MAaTpUN, HAXONAMMXCHA B BBICOKOAIACTHIECKOM COCTOAHHE M HHIKOMOJe-
KyJAPHBIX BemecTs (OPraHUYECKUX pPACTBOpPHTeNeil), amA koropeix guddysu-
OHHAsA 30Ha HEO6XOAMMBIX pasMepoB (HECKONBLKO COT MHKPOH) [IOCTHraeTCs
B TeYeHNe HECKOIBKHUX AeCATKOB MHHYT.

Opnako npn uccrenoBanmy AudPysun B CTEKI006pasHBIX MOJMMEpPax B CH-
CcTeMax HOJUMED — OJNTOMED W MOMUMEP — mOMUMep HpOTsuKReHHOCTH AEDPyY-
auoHHOU 30HH He mpeBeimaer 10—30 mxxm [3, 4], uro, ecrecTBenHO, Aemaer
HEBO3MOKHBIM IOJy4eHHEe KPHEBBIX pPAcIpefieleHHSA KOHOEHATPANHH OO0 HAmpas-
neHul0 Aupdysun ¢ MOMOIIBI HepeduCIeHHBIX BHINe MeTofoB. CoBepmieHHO
OYeBHIHO, YTO pellieHHe 3TOol NpobieMbl CBA3AHO ¢ HPHMEHeHHEeM M paspaloT-
Koif MeTofoB, 00IafalOmUX BHICOKON JOKAIBHOCTHI0. B KagecTBe Taworo Me-
TOa MOJKET OBLITH KCHONB3OBAH 3MEKTPOHHO-30HAOBON PEHTTeHOCHEeKTPANbHBIN
MHKpoaHaJu3. Boepssie ero mpumeBeHme jiA H3yIeHHs B3auMmopudysum u
drazoBoro paBHOBECHS B HOJEMep — HOJAMEDHBIX CHCTEMAX OOHCaHO B paGo-
Tax [3, 4].

Llensto HacToauteit paGoTsl ABAANOCH PACCMOTPEHHE HEKOTOPHIX METONUYE-
CKHX aCHeKTOR NPUMEHeHHA 3NeKTPOHHO-30HAOBOr0 MHKpOAHANW3A A HC-
cnefopanna qud@ysun NracTuQUKaTOPOB B MOIUMEpaX.

MeTog OCHOBAaH Ha AHAJNU3e¢ XAPAKTEPHCTHYECKOTrO PEHTTEHOBCKOTO HM3TydeHUs, BO3-
6ymTaeMoro ocTpo-cOKyCHpPOBAHHBIM 3JIEeKTPOHHEIM mydkoM [9]. AunmapatrypHO B MC-
MOMb3yeMOll HAMH YCTAHOBKE OH PEaJH30BAH B BAJE 3MeKTPOHHOTO CKAHUPYIOIIEro MHK-
pockoma «ISM U3» wmam «Philips-500» B xoMGumammm ¢ DeHTTeHOBCKEM CHEKTPOMETPOM
dupmn «Kevex» u «Edax». IIpuMeHeHNe CHEKTpOMeTpa C PHEPTeTHUECKOH NHCHepCHeir
MO3BONMUJIO 3HAYUTENHHO MOHMSUTH MAPAMETPH NEKTPOHHOTO NMYTKA: BelWIMHY TOKa N0
10-19 a, yexopsamomee Hanpsskemde — o 10 x2eé, 4T0 CBel0 K MUHUMYMY paspymmamoinee
BO3JeCTBIE 3MEKTPOHHOTO M3NyIeHHA HA MOBEPXHOCTH 00pasma.

JloKaAbHOCTE DIEKTPOHHO-30BJOBOTO MHUKPO3HANA3a B OOmMEM CIydae OMpefelfeTcs
TeM 3(PeKTUBHBIM 00BEeMOM, B KOTOPOM HPOHCXOgMT BO3(yKIeHde XapaKTepPUCTHISCKOTO
PEHTreROBCKOr0 H3ny4deHHA. PasMep oToit 06macT ANA YKASAHHEIX BHIOIE DPERHEMOB CO-
craeun 1,5-2,5 mkx, 4T0o, KaKk nokaszaHo B paGote [10], cormacyercsa ¢ JaHHEIMH IO pas-
MepaMm peructpupyeMiix (azosmx rpannn HeAuddysmommoro upomcxoxpenms. Taxmm
0obpa3oM, MeTOA IO03BOJIAET IPOBOANTH 2JIeMEeHTAPHBIH aHAIU3 B Hpefelax o0macTd. Awa-
MeTpoM 1,5-2,9 MkM U, CKAHUPYA el BAONbh AuQ@y3NOHHON 30HHI MO HANpPABIEHHI Au(-
$yanu, onpefieliATh KPHUBHie paclpejelJeHHs COCTaBa B O6NACTH cMelNeHHs KOMIOHEHTOB.
Opmao u3 TpeGosanuii kK nad@ysanTy ¢ TOUKH 3peHHA MHUKPOAHAJH3A COCTOMT B TOM, YTOGH
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OH CORepIKaJd 3JeMeHT, XAMAYeCKH CBA3AHHBIA C HUM, ¥ KOTODHIA GH OTCYTCTBOBAI B
“fIONEMEPHOIt cpefie. B KadecTBe TaKoBHX ObIIH HMCHONB30BaHBI TpHKpesmidocpar (THD),
duc-(1,2-gu6pommponun) prazar (ABP) u ux cMeck B coorHomemuu 1:1. JTuddysua
OCYIeCTBIANACh H3 CJOA mIacTHQUKATOpPa, HAaHECEHHOIO HA HOBEPXHOCTH NOIHMEPHOTO
obpaana (pmc. 1). Temmepatypa mpoBeleHuMA mpomecca 70-85°, Bpema 2-—4 gac. Ilocie
AuPPysAOHHOro OTKATA 06pasUpl Pe3Ko OXMAKTANM, cpe3ald B HampasleHud Auddysum,
Ha 0GpasoBapIIyIoCA MOBEPXHOCTH HANBUIANY CIOM YINIEPOAa, 3aTeM HPOBOMIIN MPOCMOTP
MOBEPXHOCTA B CKAHAPYIONEM JMeKTPOHHOM MUKPOCKOHNEe W MEKpoaHauaus (puc. 1). Bpe-

! z Fie 4

fnacmupuramop  [uppysuonnan sond

Puc. 1. Cxema moproToBkd 06pasmoB ¥ UX HCCIEIOBAHHA IJEKTPOHHO-30HI0-
BEIM MHKPOAHAJIU30M

1 — HaHeCeHHMe CJOA TAACTHPMKATOpA Ha IIOBEPXHOCTH MoJuMepa u Auddy3uoHHDBIR
OTHUT CHUCTEMEI, 2 — Cpe3 ¢ MOMOUIBI0 Y.JIbTPAMUKPOTOMA, 3 — HaNbLIerMe Yrjepona
Ha MOBepXHOCTh cPe3a, 4 — MUKPOAHAIU3

MA CKAaHWPOBAHUA ObLI0 BBIOpaHO TAKUM 00pasoM, 4To0bLl OTHOMIEHWE HHTEHCHBHOCTH
XapaKTepUCTHIECKOTO pPeHTTeHOBcKoro u3aydenua naumuidl K KoP m K Br npessimraso
wHTeACHBHOCTH oHa B 10 pa3. ITo 0GeCHEeYHBANO OTHOCHTENLHYK) MOIPEIHOCTH B OMpe-
JelleHAE KOHIOEHTPanZmd MiIacTuduxaTopa B ofgacTH ero Majuoro coxepskamus MeHee 3%.
Cpe3 mpopoguian Ha yasTpaMurporoMe «LKB».

Pe:xmm mpomeseAma aaddysmonnoro onbiTa GbuLT BHIGpaH TaKUM 006pa3oM, YTONBI
KOHIeHTPAOWA MIAcTEQUKATOPAa B LMOBEPXHOCTHOM ClI0e MOJHMepa HOJNEP/KIBAJACH
MOCTOAHHOM, a OpH OXJAKEEHUH CHCTEMH IPOMCXOAMIO CTeKIOBaHHE RUPPy3moHHOM
soHBL [IpefBapuredpHEIMH H3MepeHHUAMH OBUI0 ToKa3aHO, 4T0 TpH Torx<<T. 3a BpeMs
sKcmosuauem 10 Yac. HUKAKEX HU3MEHEHUH B pacmpefeleHud cocTaBa B AuddysmoHHOH
30HEe He NPOHCXOAUJIO.

Ha puc. 2 npupefens THOHYHBle OpPoQHIH pacOpefeleHHs HHTEHCHBHO-
CTH XapaKTePUCTHIECKOr0 PEHTTeHOBCKOTO M3JIYIeHHA B CHCTEME HHTDOIE-
aono3a (HI) — TR®. Ha toM ke pUCYHKe A CpaBHEHHS [OpefCcTaBieHA
uHTepdeporpaMMa 30HB B3AHMOPACTBOPEHUA B ITOH e CHCTEME.

Kpmsoie pacmpegenenus I—x (] — HATeHCHBHOCTh XapaXKTepPHCTHIECKOTO
PEHTTEHOBCKOTO HM3JIy4eHUS, I — PACCTOAHNE) OBLIM HCIONb30BAHBL A IO-
CTpOeHMA KOHIEHTPALIHOHHHIX npodmiedl. [Ins 3TOro Mbl BOCHOJb3OBAIHCH
KaquOpOoBOYHOI 3aBHCHEMOCTBIO, YCTAHABIHBANOINEH B3aUMOCBA3h UHTEHCUBHO-
CTH XAPAKTEPHCTHIECKOTO H3IYIeHHMA ¢ KOHIEHTpAlHel NaHHOTO JIEMEHTA.
Jlna mocTpoeHHA TaKol 3aBECHMOCTH OBUIM MCIOAB30BAHEL INIEHKH HUTPOHEN-
moxossl (12,69 asora) ¢ pasnuunbiM cofepskanneM TH® u 6poMHPOBAHHBIX
sllacToMepoB. BpoMUpoBaHme BIACTOMEPOB, COACP:HAIQUX PpA3NUYHOE KOJH-
9ecTBO ABOIHKIX cBsaseil, mposomuau B 10% -HoM pacrsope 8 CCl. mpu KoMHAT-
Hoii Temmeparype. BpoMHEpOBaHHEIN DOJUMep Hepeoca;kAAdN MOCHe 3aBepiie-
HEA Tpomecca 3TaHoJoMm. Mcroquka IPUrOTOBIEHHA 00pas3moB AJA MPOCMOTPA
B BIIeKTPOHHOM MMKPOCKOIe M MHKPOAHAIN3a He OTIMYaNach OT TPAJHUIMOH-
HOMt U omncada eeime. IlonmydeHHas ram@bpoBoYHAA 3aBHCHMOCTh IpHBefe-
ga Ha puc. 3. MokHO BHIeTH, 4TO MeMKIy HHTEHCHBHOCTBIO XapaKTePHCTH-
9eCKOTO MBIYyYeHHA M KOHLEHTpALieldl HMeeT MeCTO JHHeilHad 3aBACHMOCTS,
KOTOpasg M OBLIa MCIOJNB30BaHA NpY MHOCTpoeHmu NupdysnoHHEX mpodu-
neii (puc. 2, 2). B ciysae mpumenenna uatepdepennma (puc. 2, 6) obracTs
COCTABOB, OTHOCAINAACA I omTHYcckoii rpamuume [6!, kotopas BEITIANUT B
BHfle UepHOii MONOCHI, 0CTaeTCsA HepaciumdpOBAHIOR ¢ TOYKH 3PEHUS pacmpe-
DelleHUs B Heil coCTaBa CHCTEMBI, TOrIA KaK [JaHHBIE 3JIeKTPOHHO-30HKOBOTO
aHalIm3a AEMOHCTPHPYIOT JeTaly KOHIEHTPAIMOHHOIO pAacCHpefeleHds HMEeH-
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Ho B 2TOH o0macTtm coctaBoB. Momno Bugerh, 41o npu quddysuu B cTERIo-
00pa3HHIl DOJMMEpP MBI MOKEM BBIIEAMTH TPH 06aacTi: A — o4eHb MaJbIX CO-
nmepmanmit naactuguratopa (7<), B —o6macTe, B mpegeiax KOTOPOH Ha-
qunaerca paccrekaopeisanne cucrembl (I'=T.) u C—umpu I'>T,. Hpearudu-
Kanug o0IacTH HaMH BHIOJHENAa ¢ HCHOIb30BAHEEM KOHIEHTPAlMOHHON 3a-
BUCIIMOCTH TeMOepaTypsl crekiopanisg., (DuUKCHpyd H3MeHeHHe KOHIEHTpa-
nuornoro upodmia muddysadra Bo BPEMCHH, MOMKIO ¢ HOMOIIBI0 TPAJHIHOH-
#oro Merona Martamo-Bonpnmana [6] paccuurars koadumuenTs B3anMORug-

i

60
z, MAM

Puc. 2. 3aBHCUMOCTL XaPAKTCPUCTHYECKOr0 PEHTIeHOBCKOTO usiaydenus mo K,P B cucreme

aurponemronosa — THO (75°, 60 mum) (¢), muxpodororpadus MOBEPXHOCTH cpes3a R

PEeHTreHOBEIX Jydax (6), mHTepdeporpamMMa (8) H KOHIEHTPANHMOHHBLI mpoduias pacmpe-
penennsas TRD (e2)

Qysum M UX 3ARMCUMOCTh OT KoumenrTparumd, PaccunTamubie Takum o6pasoMm
Ro’(PUIHEATE] JuPPysnn B oOIacTH COCTABOB, MaXOAAMIMXCA B CTCRIO00-
PA3HOM COCTOSHHN, IPUBEIEHE HA PUC. 4.

JIeKTPOHHO-30H/I0BELl MMKPOAHAIN3 IIOBBOJAET WCCJHEN0BATE TOCICA0OBA-
TEJILHYI0, IapasliebHYI0 I BCTPEUHYI IUPPY3UI0 HECKOABKUX BEINECTH,
eca B WX MOJCKYJaX COACP/RATCH PABIHIHEIC XUMHYECKHE HIEMCHTBI, lI0-
CTyIHBIE AN MHUKpoaHaiusa. B Kadectse WIIOCTPARAU HA PHUC. O MPEICTAB-
JeHBl KOHIEHTPaNuondsle npodmwin st KUQPyHAAPYIOMMX HAPAIICHBIO
TH® n [IB® B nurponemionosy. Buano, 910 oHr gudyHInpy0oT IpaKTuie-
CKH C OJUNAKOBOH CKOPOCTBIO, WTO, BEPOSATHO, CBA3AHO CO CTERIOOOpa3HEIM
COCTOSHUEM MOIHMEPHOU MATpPHILbI.

ObmacTs 03LEKTOB HCCHENOBANMSE MOsKET ObITh 3BAYHTENHHO PACIIMPEHA,
€CIH HUCHONL30BATL METOAMKY MOIMOIHUTENBITOT0 KOHTPACTHPOBAHHA |3, 4).
B srom caygae K omHcamHOM BBHIE CXeMe MEMIy CTagmed cpesa o0Opasia
" HaOblJIeHHeM IPOBOAANIEr0O CJHOA AOMERHA HMPOBOAHTHCA oHOepamma KOHTpa-
cruposanna. [luddysant B8 9ToM CiIyIae NOMKEH HMETh PEaKIMOHIOCIIOCOD-
Hble TPYNNBI, WO KOTOPHIM MOIYT TPHCOEAHHATHCA XHMHUYECKH AKTHBHBIE
arenTsl. Hanpnmep, Gpom, HOJ, TeTHIPEXOKUCH OCMMA — IS IBOWHBIX CBA3ei.
B xavectse mpumepa Ha puc. 6 mpuBemeHa KpuBas pacupejerenus padpdyn-
aupylouiero B mojuctupon muannua@ranara (JIA®). B zaknouenme ciemyer
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Puc. 5. 3aBHCHMOCTh UHTEHCHBHOCTU XAaPAKTEPUCTHIECKOLO0 PEHTTEHOBCKOTO U3IydeHMs
mo KqP ot comepianns THO B mMaTpume HETPOMENIIOIOIBL

Puc. 4. 3aBucumocth Ko3pPunmenTor rzamMuoii Audpdysunm OT cocTaRa CHCTEMBI HUTDO-
memonoza ~ TH® opu 75° (@1 ~ 06. gona THD)

A X Lo, 002
Im; /° 169, omn. ed

dw - o7

4,25

a 20 Y0 z,mam

Puc. 5 Pue. 6

Pue. 5. PacupefenieAue KOHIEHTpamuu HapaliedbHo AuPPYHAEPYOMAX B HUTPOLEILIIO-
mo3y AB® (I) u TK® (2), 75°, 200 mun.

Puc. 6. 3a3ncnmoc'rb XapaKTepACTHYECKOr0 PEeHTIeHOBCKOro m3iaydyeHHsa mo K.Br B some
nrddysna ZAD B monuctupoxn 65°

OTMETHTb, UTO YCIOBHS LPOBEAEHUs MHKPOAHAIN33a, Pa3pellaliias CHocob-
HOCTH MeT0jJa, XUMHYECKAasA W pafualUoHHas cTa0MAbHOCTH o0pasia, HaKIa-
ABIBAIOT OTpPAHHYEHUA Ha 00JacTH NPUMEHEHHT MeTo[a /A HMCCIeOBAHHA
qup@ysun muacTUPUKATOPOB B moaumepaX. Kpome Toro, HeoOGxogmmo orTme-
TATh, YTO HIACTUPUKATOPH JOJKHBI HMETh JasieHue mapos He Bpime 10-°—
10~* 7op u He ymamAThca M3 o0pasua B TeYeHHE BPeMEeHH NpemapHpOBaHUA
u mpocMorpa. [ipyruM cymecTBenHbiM TpeGoBanHeM MeToJa K MCCHAelyeMBIM
00'bEKTaM ABIIETCA OTCYTCTBHE MHUrpalnu mIacTHPHKATOpPa HoJ HelcTBHEM
MEKTPOHHOLIO IMYIKA.

Heturyr Qusmueckoit xumum AH CCCP Ilocrynuna B pefarkunio
MOCKOBCKHHA XUMHKO-TeXHOJNOTHIECKHH 19 T 1979
wHCTATYT uM. [I. H. Mengeneena
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TEPMUYECKHHA PACIHAT HEKOTOPBIX KPEMHUNCOJEPKAIIAX
IMOIMMETARPHJIATOB

Tepman JI.M., Tydaroea B. A., Koempuroe H.H.,
Kocoaanosa H.T.

Panee namm Geuto moxasamo [1], uro B mpomecce mupommsa KpeMHHiECO-
MepAamux HOAUAKPUIATOR

—[CH,—CH—]—
C(O)OCH,SiR,
OTHUM us3 OCHOBHBIX OpPpOAYKTOB pearnun ABIIAETCA ARCHIIOKCAH

[R;(RCH.)Si).0, oTmemaenuio KoToporo upeAmIecTByeT IeperpynmHpoBKa
B GOKOBBIX CIIOKHO3(HPHLIX IPyHOax

wCHy—CH ~CH —CHwm
{ |
C=0 — 2 C=0
| R
OCH,SiR, OSiR,—CH,R

Moskuo 6bUIO O:¢HAATL, YTO OPOTEKAHHE MEPerpyMOAPOBKE 1IPU HAaTpeBaHUM
AHANOTHYHBIX DOJEMETAKPAAATOB :

‘CH, "
!
—| —CH,—C— n
|
C(0)OCH,Si(CH,),R

mpuBefieTr K o6pazoBaHMIO B Ipolecce AECTPYKIUH JBYX THUIOB MOHOMEPOSB,
conep:ramux B cnuprosoit wacru rpynme —OCH,SiR, 1 —OSi(CH,R)R,. Ha-
JauYfe BTOPOr0 MOHOMEPa MO0 OBl CJHYIKMTH NPAMEIM JOKA3aTeILCTBOM IPO-
TeKAHAA HePerpyHONpPOBKYE B CHOMHO3(HPHEIX TPyUmaX KpeMHHHCOAepHKa-
UMX aKPUIAOBRIX MoxumepoB. HamMu W3yYen TepMEYecKMH pacmaj] yKasaHHBIX
noanmerakpunaros, rge R=Me(I) wam Ph(II). Ha pmc. 1 mpepcrasmens:
XPOMAaTOrpaMMHI KUAKAX IPOAYKTOB pacmafa romomoammepos 1 m II. [an
HAeHTAQHKAOUY 3THX HOPOAYKTOB HaMH GBIIM CHHTC3MPOBaHBI HmpeAmoJarae-
Mble COEWHEHHS: HCXO/Hble KpeMHHilcofepiKaliMe MeTAKPHIATHI, AMMETHII-
ST~ U JEMETHAOCH3WICHIMIMETAKPHUIATEL, a TAKKe TeTPaMeTWA-IUATHI- K
TeTpaMeTHIANOCH3MITUCHIOKCAHB. Vcloab3ya HX B KadecTBe - XPOMATOrpa-
HUYeCKAX NOACATOK, Mbl OHOpENeNHIM, IT0 0003HAYCHHBIEe Ha pHC. 1 mHKEK
COOTBETCTBYIOT MCXOZHOMY (@), meperpynnupoBanHOMY MeTakpmiaty (6) o
. pucunokcany (6). B tabu. 1 npeactaBien GaJaHC NPOAYKTOB TEPMHUYECKOTO
pacoajfa KpemHHicomep:kiunx moauMerakpurator I u II opm 300° B Teuenue
1 =aca.

555



