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CHHTE3 OBBbEMHON KPHUCTAIJHYECKON ®A3BI HUTPUJA
YIJIEPOIA

B.I1. Aeimont?, E.M.Hexpamepuy, H.M.Crapyerko
HucTHTYyT du3nku TBepporo Tena H noaynpoeogHukoB HAH Benapycu
220076 Mutck, Benapych

Moctynuna B pefakumio 10 asrycra 1998 r.

C HcnosL30BARUEM TEXHHKH BHICOKMX NABAEHHH U3 MpeKkypcopa, COmepMamero yr-
nepoj, a30T, BOJOPOA, CHHTE3WPOBA&HA KpUCTalnMyeckad ¢aza, nmapameTph! KPHCTANLIH-
YecKod pemeTKH KOTOpoH GAM3KM napamMeTpam pellleTKH TeopeTHYeCKH NpeAcKas’aHHOro
HUTPKOA Yriepofa.

PACS: 61.66.Fn, 78.30.Hv

Pa6ots Jlny u KosHa [1,2], B KOTOpBIX Ha OCHOBaHHM KBAHTOBO-XMMHYECKUX pacye-
TOB CTPYKTYPHbLIX U 3I€KTPOHHBIX CBONCTB MIOTETHYECKOro HMTpHAa yriaepoma CsNy4
65110 ONYYEHO 3HaYeHHe MORYNA o6beMHolt ynpyroctu (427 I'lla), cpaBHumoe no Benn-
4YuHEe CO 3HAYEHMeM TaKoBoro Aia anMasa (443 I'lla), MEALNNPOBANN MHOIOUYKHCIEHHbIE
MONBITKM CUHTe3a 3Toro BemecTha. JocTaTOYHO MONHLI! 0630p paboT MO CHHTE3y M HC-
CNeoBAHUIO CBOWCTB HHTPUAA Yriiepofia mpeicTaBieH B paGotax [3,4]. BoabmuucTso
SKCIEePHMEHTaNbHbIX paboT OTHOCHTCA K NMOJYHEHHIO yIlepoA-a30THBIX NJIeHOK M Hccle-
JOBaHUIO MX (u3nyecknx cBoicTB. UTo KacaeTcA cUHTe3a o6beMHOH yriepoa-asoTHOR
KpUCTanauyeckoil ¢a3el, To HaM HM3BecTHa MWL ofHa paGoTa [5], B KoTOpO# M3 cMecH
yraepoga (rpadura, amopduoro yriepoga unu Cgg) 4 asota npu nasnennu 30 =5 I'lla n
temneparype 2000 — 2500 K 6112 nonyvena Kpucrannuueckas ¢asa, KoTopas Mo JaHHBIM
PEHTTEHOBCKOM AMdpakOuyN NMeeT KyGHUYeCKYIO CHMMETPHIO 1 He cOBNajaeT HH C OAHOM
KPHCTalINYecKoi CTPYKTYpo#i, npejcka3aHHoN TeopeTHYecKH.

B nannoit paboTe npeacTaBieHb] pe3ylbTaThl CHHTE3a 06beMHON yriepoa-a3oTHol da-
3bl U3 NPEeKypcopa, coleprallero yriepos, a3oT, BOAOPOA.
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Puc.l. JdudpakTorpamma, CcHATaA
npu koMHaTHON TeMinepaType B CuKo-
HM3NYyJYeHUH: a — AJIA npexypcopa, b —
A BellecTBa, CMHTe3HPOBAHHOro Nojg
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Scattering angle 2 © (degrees)

IIpexypcop CHHTE3UPOBaAN B AaMMHAYHOM PacTBOpe alleTHIEHHa HATPHA C UCHOIb30-
BaHHeM 3IeKTPOXHMMYECKOro Npolecca 0 MeTOAMKe, aHanoru4Holt onucanHoit B [6]. B
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UTOre MOMYYNAM BELECTBO, KOTOPOe MpeACTaBNAeT co60of MOPOMOK CBETIO-KOPHYHEBOTO
uBeta. PentrenodasoBelll aHAAu3, MPOBeJeHHbI NMPH KOMHATHOM TeMmepaTrype C Hc-
nonnaoaineM CuK,-U3NyueHHA, MO3BOAMI CAeNAThb BLIBOA 06 OTCYTCTBHM KaKoi-1nGo
KpHCTalIM4ecKoll CTPYKTypsI nopowka (puc.la). Ha puc.2a npuseaen HK cnexTp npe-
Kypcopa. B cnexTpe, cHATOM npy KOMHATHO#H TemnepaType B o6aacti 1000 — 4000 M1,
HabII0aeTCa PAA XOPOLIO ONpefeleHHbIX nofloc noraomenus. Illupokan nonoca B o6aacTu
3600 — 3100 cm~! MoskeT 6uITh cBA3aHA ¢ KonebauuaMu cBA3K N — H. Honoca nornomenus
B o6nactu 2800 — 3000 cm~! ceasana ¢ konebanuamu C — H, npuyem o dopme aToro nuka
ONpejeNeHH0 MOMHO CKa3aTh, YTO OCHOBHOH Bkuan BHocAT sp® — CHs-rpynml. Ilonocy
npu 1700 cm~! MozHo cBA3ATE ¢ KoneGanuAMY ABoiHoK cBAsu C = N, a 1630 cM~! ¢ sp?
~ C = C roneGanuamu, kotopble 06b1uHo B UK cnextpe He akTuBHbI. IlosBaenue aToi no-
N0Chl KOCBEHHO CBMJETEeNLCTBYET O HATMYUM cBA3ell yriepojga u asora. Ilonoca nmpu 1550
cm~! MozeT 6bITh npunucana KoneGauuam rpynnnt NH,. Vakan auuuna noraomenun 1380
cm~!, BepoaTHee Bcero, obycnosieHa npucytcreueM B matepuane CH;C rpynm.

Transmition (a.u.)

Puc.2. HK cnekTpnl nponyckaHuAa: a
- npekypcopa, b — BemecTBa, CHHTE3K-
w0 00 00 2300 2000 e 1000 POBaHHOTO NOA AaBlAEHHEM

Wavenumbers (cm ™)

HssecTHo [7], 4To nmpoBegeHue CHHTe3a B YCIOBUAX BO3ZEACTBUA BLICOKOTO JaBleHUA
MOMET OKa3aThCA YCHEIHBIM AJIA NONYYeHHA HUTPHAA yriepoga. Hamu Gblna Mcnonbao-
BaHa MeTOANKa CHHTE3a ¢ NPMMEHEHHeM TeXHHKU BbICOKUX JaBileHuit. Bricokoe naBnenne
co3zaBali ¢ MOMOLIBIO aNmapaTyphl THRA ”HaKoBalbHA ¢ NyHKo# — Topoua”. Ipunumas
BO BHHMaHMWe pe3ynbTaThl paGoThl [8], B KOTOpPOW NMpoBefeHa OLEHKA YCIOBHMI TepMopu-
HaMH4ecKo#l cTabUALHOCTH KOBaJleHTHOTO HMTpPHAA Yriepoja, MLl IPOBeld PAL CHHTe-
30B B CPaBHUTENBHO MATKUX ycloBHAX — naeienua go 6 I'lla, remnepatypnr mo 400 °C.
B pesynbraTe H3 npeKypcopa MONYYHIH NMOIUKPUCTANNIUYECKOE BelleCTBO YEPHOTO IBe-
Ta. PeHTreHorpaMma cHHTe3MPOBAHHOIO BelllecTBa NpHBefeHa Ha puc.1lb. Ha pone apyx
LWIMPOKUX JNHAUK (nonymupuHa okono 4°), KOTOpbIE 110 YIJNOBBIM MONOHEHHAM MOKHO
npunucaTh oTpameHuAM oT maockocrelt {002}, {101} noaukpucranmnyeckoro rpagura,
HabaonaeTcA pAsl y3kux pedrekcos HOBoK KpucTaanudeckoit dasel. HaGop natmionaempix
MEMILICCKOCTHBIX PACCTOAHKH MO#HO ONMCATH HAa OCHOBE FreKcaroHaabHOR 3j1eMeHTapHOMR
fAveltky c napamerpaMu a = 6.65A, ¢ = 4.82 A. Paccunrannsie nonomenus pediekcoB
oTMeueHbl Ha puc.lb crpeakamu. HempomnguuupoBannbie Ha oCHOBe reKcaroHalbHOM
Avedikyn muumn ¢ d = 2.02; 1.82; 1.63 A MoryT npunannexats orTpaenuam (206), (400),
(109) rap6una — nuHeiHO# annOTpPONHOK MoAMGbUKaLMK yriaeposa [9)].

B UK cnexTpe CMHTE3MpPOBAHHOrO BeljecTBa B AuanasoHe 1000 —~ 4000 cm~! mpanrtn-
YecKH OTCYTCTBYIOT NOJOCHI NMOrJoleHUA (puc.2b), YTo CBUAETENbCTBYET O PafiuKalbHOM
npeo6pa3oBaHNM COBOKYMHOCTH XMMHMYECKHMX CBA3elt MCXOMHOrO BelllecTBa Moj Bo3AeicT-
BHeM ycloBU#l CHHTe3a.
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Intensity (a.u.)
——
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L ] Puc.3. CnekTp paMaHOBCKOTo pacces-
Y S T T S HHR CBeTa BelllecTBa, CHHTE3UPOBAHHO-
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Raman shift cm”)

Ha puc.3 npuBeseH cneKTp KOMOMHALHOHHOTO pPacCefiHNA CHHTe3UPOBAHHOrO BelleCT-
B&, NMOJYYEHHbI NMPM KOMHATHOl TeMmepaType NpH NJAWHEe BOIHBI BO3OYMOEHMA A =
514.5uM. B cnekTpe MOMHO BHIJEIHThL OUYeHb caabble Mmojockl ¢ LeHTpaMH ~ 1350 u
1600 cM™!, cooTBeTCTBYIONME PACCEAHHUIO OT PA3YNOPARGUEHHOr0 rpaduTa.

Hcxona U3 pe3yanTaToB PeHTreHO(a30BOro aHalu3a, MOMHO CHENATH BLIBOJ, YTO IO-
QydeHHOe BelleCTBO NpejcTaBifdeT colGolt cmech, Mo KpaitHe#l Mepe, Tpex ¢a3: naoxo
YIOpALOYEHHOro rpadHTa, BO3MOMKHO, -KapOHHa M reKcaroHalbHO# ¢asbl, MapaMeTpbl
KPHCTAIINYECKO! pellleTKH KOTOpo# xocraToyHo 61M3KM napaMeTpaM pelieTKH FHAOTe-
THYECKOro HUTpHAA yriepoaa. [nA HUTpHUAA Yriepoda NPeQIOEeHO MHOFO PasNMuHBIX
KPHUCTAIMHYECKHUX CTPYKTYP, Pa3inyualolinxca KaK napaMeTpaMul 3lleMeHTapHol Aueiky,
Tak u cummerpheit [2]. Hanpumep, ana rexcaronansnoro a-CsNy a = 6.474, c = 4.71 4;
a anA rexcaroHanbHoro 8-C4N3, B KOTOpOM YacTh aTOMOB 830Ta 3aMeHeHa Ha yriepof,
- a = 6454, ¢ = 4.80A[8]. Ilapamerpb KpHCTANIMYECKON pelIeTKH MOXY4YeHHOH Ha-
MH rekcaroHanbHoi ¢aspl 6ausku napamerpam 3-C4N3;. Heckoabko Gonpmas BeanunHa
napamerpa a (otauune 3%), BepoATHee Bcero, o6ycnOBIEHa OCOGEHHOCTAMM CTPOCHHA
KOBaJleHTHOTO HATPHUJa yriepoja.

Jan Toro, 4yTo6b1 cka3aTb uTo-1MG0 Gonee ompesienieHHOe O CTPYKTYPE M COCTaBe Mo-
ny4eHHOH HaMM KpucTamIudeckolt ¢asni, TpeGyeTcA npoBeleHHEe AONONHHUTENLHBIX HC-
crenoBatuil. OHaKo ¢ GOnbIIOH CTENEHbIO BEPOATHOCTH MOHO NIPERNONOAKUTD, YTO HAM
YA&JI0Ch CHHTE3VPOBaTh KpUCTaLINYecKuil HUTPUJ yriepoaa.
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