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Ha ocHOBe Macc-CIeKTPOMETPHYECKOr0, PEHTICHO(A30BOro, XUMIYECKOrO KOJIU-
YECTBEHHOI'0 aHAJIM30B MPOBEIeHa HICHTU(HKALMSA HUTPUIA YIJIEPOIa, OTYYEHHOTO
B MaKpOKOJIMYECTBAX OPHIMHAJIBHBIM MCTOIOM CHHTE3a M3 HCOPraHUYCCKHUX COCAUHE-
HHUIT TI0 9KOJIOTMYCCKU YHCTON TEXHOJIOTUH. Pe3ysIbTaThl Macc-CIIEKTPOMETPUYECKOTO
aHAJIM3a ¥ TEPMOXUMHIECKHIX MCCIICIOBAHUIA CBUACTEILCTBYIOT O MOIYYCHUH UCIIOSb-
3yEeMbIM METOIOM CTCXHOMETPHYCCKUX 00Pa3IOB HUTPHUIA YIJIepOaa, COOTBETCTBYIO-
mmx popmyine C3Ny.

BosmoxknocTh cymectsoBanus coegunennii C;N,, e yriepon nmeer
SpP-rubpuauzanmio, 6bUTa Mpefckasana eme B 1985 1. [1]. TMoske Ha ocHo-
B€ KBaHTOBO-MEXAHMYECKHX pacyeToB ObLIa IOATBEPXAEHA TeOopeTUyYecKas
BO3MOXHOCTD CYLIECTBOBAHHMS LIEJION TPYMITE MOJIMMOP(HHBIX MOAU(UKALIII
U SKCIepUMeHTaIbHO noiydeHsl a-C;N,, B-C;N,, xyomueckmii C;N, m
Apyrue, ciocoOHble 00J1a1aTh NePCIEKTUBHBIMY NTapaMeTpaMHy, B TOM 4YHCIe
MeXaHUYeCKUMH [2].

JanbHeiimuye uccilefoBaHus IOKa3aiyd, YTO KpUcTauindeckas Moaudu-
Kauusa nurpuna yriaepona 3-C;N, ¢ TepMOIMHAMUYECKOH TOUKM 3PEHHS IIPU
HOPMAJIbHBIX YCJIOBUSIX HECTaOWJIbHA, a BOIPOC O BPEMEHH €€ CYIIECTBO-
BaHMsl B METACTAaOMJIBHOM COCTOSIHUM OCTaeTcsi OTKPHITBIM [3,4]. AHamus
JINTEPATYPHBIX AaHHBIX TIOKA3bIBACT, YTO PA3JIMYHBIC aBTOPBI MIOTYyYaloT HUT-
pHA yIVIepoia B OCHOBHOM B MHUKPOKOJIMYECTBaX M HECTEXHOMETPHYECKOTO
cocraa ¢ obmed dopmymorr C;N,, . Ilpu 3TOM OCHOBHBIM CIOCOGOM
CHHTE3a 9THX MUKPOKOJIMYECTB ABJICTCS OCAXKICHUE TAHHOTO COCIUHCHHS
Ha pa3/IMyYHble MOJJIOKKH B BHJI€ MEJIKOIUCIEPCHOIO MOPOIIKA MM TOHKUX
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IUICHOK M3 COAEpXalledl a3oT u yruepon rasoBoit ¢assr [5—-10]. IIpu oca-
YKICHUH IJICHOK B KQUECTBE MOMJIOKKH Yallle BCEro HCIOJb3YIOTCS METaJlIbl,
MoHOKprcTaUIbl Si 1 Ge, KBapll, a TaKKe pPa3jIMYHbIC MOTyIIPOBOTHIUKOBEIC
MaTrepuaIbL

Nnrepec x cunresy C;N, o0yciioBieH, Ipexae BCEro, TeEM, YTO OH
o0JyiaaeT BBICOKOH TBEPHOCTBIO, COIOCTABHMOI C TBEPHOCTBIO ajiMasa, M
MOXET OBITb MCIOJIb30BaH /Il HAHECEHUS CBEPXTBEPHbIX MOKPHITHH Ha
MOBEPXHOCTH PA3JIMYHBIX MHCTPYMEHTOB, AeTaseil, MEIUIMHCKIX IIPOTE30B
n T.n. Tpynnocts cunresa nurpupa yriepona C;N, cBA3aHa IJIaBHBIM
obpasoM ¢ ero Tepmudeckoil HeycroiumBocThio [11]. Ilpu Temmepartypax
Boime 800°C oH pasJiaraercs.

Memooduxa >xcnepumenma. Hutpun yriiepona CHHTE3UPOBAJIM 110 OPH-
TMHAIBHOMY METOMY, ONUCAHHOMY B [12—14]. PeHTreHOCTPYKTYpHBIN aHAIN3
npoBomwin Ha mpudope JIPOH-2 ¢ wucmonp3oBaHHEM KEJIE3HOTO aHOOA
k,-m3mygenus. OnpenesieHAe COEpKaHUS a30Ta M YIJIeposia B CHHTE3HpY-
eMbIX 00pa3lax MPOBOAMJIOCH METONOM BOCCTAHOBHUTENIBLHOI'O IUIABJICHUS B
TOKE ra3a-HOCHTeJIsA, Tesnst, Ipu TemnepaTtypax ~ 2800°C ¢ xpomarorpadu-
YecknM okoHYaHMeM. [lorpemHocTs MeTona cocrasisina +3%. Conepixanue
yIJIepofa ONpeNesIsiid TakkKe MeTofoM uH(pakpacHoi abcopOuuu raso-
agaymsaropoMm CS-200 ¢upmer ,,LECO* CIHIA. Macc-cieKTpoMeTpuiecKuit
Tepmudecknil anann3 (MTA) npoBoamig Ha MOOEPHHU3UPOBAHHOM CIIEKTPO-
metpe MX-1320 ¢ npsmMeiM BBOOOM 00pasiia, pasMeImaeMoro Ha mporpena-
€MOil 3JICKTPIUIECKAM TOKOM IOIUIOKKE (TaHTaIOBast JICHTA C IPHBAPCHHON
TepMmomnapoii). Obpasen Maccoil mopsizka 1mg Kpemwics Ha IOMJIOKKE U
BBOJIWJICS B KAMEPY CHEKTPOMETpa B HEIIOCPENCTBEHHO! OJIM30CTU OT UCTOY-
HHKa HOHOB. [Ipu nocTwkennyn Bakyyma nopsyika 10~4 Pa posogmm ym6o:
a) CTyHeHYaThli HarpeB obpasua ¢ maroM ~ 50°C, ¢ 3aIichi0 Macc-CIeKTpa
JIETyYMX OPOAYKTOB HA TEMIIEPATYPHOU CTyIEHW; ) MPH OTHOCHTEJIBHO
GbicTpoM Harpese obpasua (okono 25K -s~!) perucrpamuo nsmenenus ¢
TEMIepaTypoil MHTCHCHUBHOCTH BBIOPAHHOW JIMHUM MAacC-CIIEKTpa JIETYYHX
MIPOIYKTOB.

Pesyasmamel skcnepumenma u ux o0cysycoenue. Pe3ynbTaTbl KOJIU-
YECTBEHHOI0 XMMHYECKOIO aHa/u3a I0Ka3ajid, 4TO IOPOIHIKOOOpasHble 00-
pasLbl TeMHO-KOPUYHEBOI'O IIBETa, OTyYEHHBIE 10 IIPeyIaraeMoOMy METOLY,
comepkar (61 + 1.8) mass.% asora u (39 £+ 1.2) mass.% yriepona, 4To
COOTBETCTBYET CTEXHOMETPUYECKOMY cocTaBy coemunenus C;N,.

Ha puc. 1 npuBeneHa peHTreHorpaMma oOpasiia HUTpHA YIJIepofa.
JupakMOHHBI CIIEKTP UMEET MaKCUMYMBI, SIBJISIONINECS OTPAKECHUEM OT
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Puc. 1. PenrreHorpamMma MOpOmIKOOOPA3HOro HHUTPUAA YIiepopa (IOSICHEHHSI
B TEKCTe).

CEpUH IJIOCKOCTEH ¢ MEKIUIOCKOCTHBIMK paccTosiusivu 3.276; 2.506; 2.361;
2.105; 1.875; 1.613 A. B pabore [15] muK, COOTBETCTBYIOMIHUI MEXKILTOCKOCT-
HoMy paccTosiHuo 3.27 A, 6bu1 oTHeceH K C;N,. B [15] npuBoautcs Tospko
OIMH 3TOT MUK. B MOJyYeHHBIX HaMHM PEHTI€HOrpaMMax pPerucTpUpyIoTcs,
KaK BHIHO, HECKOJIBKO MHKOB, KOTOPEIE MBI OTHOCHM B OCHOBHOM K Q-C;N,.
Hamm raHHbBIe XOPOIIO COrVIACYIOTCS C TaHHBIME paboThl [16].
[IpoBeneHHbII HAMI MacC-CIEKTPOMETPHUYECKHUIA aHaIM3 MTO3BOJIIJI IeTa-
JIM3MPOBATh MEXAHW3M TepMOpacHajia IMoJyYeHHOTro coenuHeHus. [1pu aHa-
JIM3e CIEeKTpa Macc HeOOXOMMMO YUUTHIBaTh, 4To MTA siBiisieTcs paspymiaro-
[IAM METOJIOM MCCJICIOBAHMSI, IPUYEM BAXKIBL BO-TIepBbIX, HCXOTHAS CTPYK-
Typa o0Opaslia MpH HArpeBaHUU HPETEPICBACT MOJICKYJIIPHOE Pa3pylIeHHE,
pasBHBapoIIeecss 10 CBOMM CICIM(pHICCKIM MeXaHW3MaM TepMmosmsa. M3
obpasiia MOTYT BBIICIATECS HE TOJIBKO ,,MOHOMEPHBIC* CAMHUIIBI CTPYKTYPHI,
B HameM ciay4ae 370 C;N,, HO U pa3IMYHBIE OCKOJIKU MOJIEKY/ISPHON CETKH
U UX arjioMeparbl. Bo-BTOPBIX, KaKIblil HEATPAIbHBIA OCKOJIOK CETKH IO
[efiCTBEEM HOHM3UpYOLIEro 3sekTpoHHoro ymapa (E = 70eV) mucconuu-
PYET, XOTS U B pa3HOii CTENEHH, Ha ()parMEeHTaPHBIC HOHbI, CO3/IaBasi, TAKAM
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Puc. 2. Macc-criekTp mpomyKToB paciiaga HuTpua yriepona mpu 750°C.

00pa3oM, CyMMapHBIii Macc-CIIEKTp HMPOAYKTOB TEPMUYECKOTO Pa3yIOKEeHUs
COCTMHEHMSL.

He wMesi B Haymumm Macc-CrieKTpa JIETYYHX IPORYKTOB TEPMOpPasyio-
KGHUS] YUCTOrO0 HHUTPHAA YIJIEpoda, Mbl NMPoBedr (OpPMasbHBI aHan3
CHEKTPaIbHBIX JIMHUI, PEruCTpUpPYEeMbIX Ha 00pasiax, HPUTrOTOBJIEHHBIX
HallM criocoboM cuHTe3a. PopMasbHBI aHaIN3 TOApPa3syMEBaeT IOMCK
JIMHUI Macc-CIIeKTpa, YETHBIE MacChl KOTOPHIX KOMOWHMPYIOTCSI TOJIBKO U3
atoMoB C n N B pas3jIM4YHBIX COOTHOIICHUSIX, XOTs, B IPHUHIIUIIE, B COCTaB
JIETYyYHX HPOIYKTOB MOTYT BXOIHUTH M OCKOJIKH Ooyiblmx macc (M/z > 92).
B cooTBeTCTBMM C JIMTepaTypHBIMH HaHHBIMH [17] Mbl paccmaTpuBaeM
CTPYKTYpY HHUTpHAA YIJepofia KaK MOJIEKYIAPHYIO CETKYy KBasUTpHa3U-
HOBBIX IIMKJIOB, COCJMHEHHBIX aToOMaMH a30Ta. TepMopacriaj MOJIEKYJIsp-
HOW CETKM HAYMHAETCs, KaK IIPaBWIO, C paspblBa CJIAOBIX, NE(PEKTHBIX,
XUMHYECKHX CBSI3€H CETKU. YCTOMYMBOCTh LIMKJIMYECKHX COCOUHCHUM, B
qacTHOocTH C;N;, MO3BOJISIET NPEANOJIOKUTb BHICOKYIO BEPOSTHOCTb HX
COXpaHeHMsI KaK IpH MOBBIIIEHHBIX TEMIIEPaTypax, TaK U B YCJIOBUSIX 3JICK-
TPOHHOTO ynapa. JleiCTBUTEIbHO, B MacC-CIIEKTpe MPONYKTOB Pa3JIOKEHHS
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Puc. 3. TemnepaTypHas 3aBUCHMMOCTb CKOPOCTH OOpa3sOBaHHs JICTYYHX MPOTYKTOB
Tepmuyeckoro pacrnaga C;N, Ha pumepe JIMHAM Macc-CleKTpa ¢ M/z = 78.

HUTpUOa yriepona B uHTepBasie Temmepatyp 500—850°C mpucyrcTByer
JIMHMST, COOTBETCTBYyMOINass macce moHa 78 Da (m/z = 78). Kpome Ttoro,
PErUCTPUPYIOTCSl NMUKH (3eCh OHM PACIOJIIOKCHBl B HOPSIAKE YMEHbIIe-
HUs HMX MHTEGHCHBHOCTH) ¢ M/z 64 (C;N,), 68 (C;N,), 66 (C,N,),
78 (C3N;), 92 (C;N,) (puc. 2). Bmecte ¢ TeM OGHApy:KCHbI JIMHUN
MeHee MHTCHCHBHBIC, MMEIONHE APYrHe MacChl M B TOM UHCJIC HOHBI C
HEYeTHBIMU MaccaMH, OTHOCSILIMeCS K INpUMecsiM oOpaslia, NpPHCYTCTBHE
KOTOPBIX OOYCJIOBJIEHO TEXHOJIOTHEH CHHTE3a, YHCTOTON HCXONHBIX pea-
IEHTOB, HEMOJIHOHl OYMCTKOW HUTPUAA YIVIEpoaa OT MOOOYHBIX IPOIYK-
TOB cuHTe3a. Hammume B crekTpe Macc JimHMM ¢ M/Z = 78 Da o3Hadva-
€T, YTO B CHHTE3MPOBAHHOM OOpaslie IPUCYTCTBYET KJIOYEBOIl 3JIEMEHT
CTPYKTypH, a mMmeHHo kI C;N;. B mesom, perucrpupyemele JIMHAH
Macc-CIIeKTpa MOKa3aJld, YTO MCCIIeAyeMblil 00pasel] ABJIeTCs COeMHEHH-
em C;N,.

BaxXHBIM [IONOJIHEHHEM K Macc-CIeKTPOMETPHYECKOMY aHaJIN3y, IOf-
TBEPIKIAIONINM IIPABIJIBHOCT CHETaHHOTO BBIBOJIA, SIBJITIOTCS PE3yJIbTaTHI
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TEPMOKHHEeTHYeCKuX wuccienoBanuil. Ha puc. 3 mpuBeneHa xapakTepHas
3aBHCHUMOCTD OT TEMIIEPAaTyphl HHTEHCHBHOCTH JIMHUU CIIEKTpa ¢ M/z = 78§,
XapaxkTepusylomeil k. KuHeTuka BbIIEJICHHS COOTBETCTBYIOIIETO IIPO-
OyKTa OMMOJajibHA, T.€. PAcIoJIoKEHa B [BYX TeMIIepaTypHBIX O0JacTAX:
B uHTepBasie 500—700 u 700—850°C. C Hamieit TOYKH 3peHusi, 3TO O3HAYALT
MIPACYTCTBHAE B HCCJIEAyeMOM oOpaslie HUTpHAa Yrjiepoda Kak MHHIMYM
IBYX €ro COCTOSIHMI, HampuMep amopdHON M Kpucramwmmdeckoil ¢as. Bo
BTOPOI TeMIepaTypHOH OOJIaCTH C OMpeNesIeHHONH YBEPEHHOCTHIO MOXHO
TOBOPHUTDH JIaXKe O JIBYX OJM3KMX KpucTayumdecknx ¢aszax. OTMeTnm, 4To
IIPUCYTCTBUE B O0Opaslle KPUCTA/UIMYECKOH (pa3pl IOATBEpHkIAeTCs, Kak
MI0Ka3aHO BBIIIE, TAHHBIMU PEHTIC€HOCTPYKTYpHOro aHanu3sa. McciienoBanus
B 3TOM HallpaBJICHUH TPEIoJIaracTcst MporoHKUTb.

Pabota BrimonHeHa B pamkax [Iporpamver O®H PAH ,,Hobie marepu-
aJIbl U CTPYKTYpBL®.
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