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IHonyyenne coennnenusi AgsSnSe B cpeie AuMeTwipopmammujaa

Memooamu penmeenoghazo6o2o, Ough@epeHyuanbHO-mepmMuyecKoo U 1eKmpoHHO-
MUKPOCKONUYECKUX AHAU308 UCCIe008aHbL YCI08U NONyueHus coedunenus AgsSnSs 6
cpede oumemunghopmamuoa. Pazpabomarn memod nonyuenuss muocmannama cepebpa
63aumodelicmeuem Humpama cepedpa c cyivgpuoom onosa(lV). Yemanosnero, umo npu
353-453K u 6 pH=3—4 cpede nonyuaiomcs coedunenusn AgsSnSs 6 MOnbHbIX cOOMHO-
wenusax AgNO3/SnS2=8:3 coomeemcmeenno. B 3asucumocmu om memnepamypel u
BPEMEHU MEPMULECKOL 06pAbOmMKY NONYHAIOMCA YACMUYbL PASHBIX PA3MEPOS U POPM.
Pacwughposroii ougppakyuonnvix aunuii coeounenus AgsSnSs nomyuenvi credyowue
napamempuvl opmopombébuueckou pewemku (Ip. ep. Pna2;):a = 15,3338; b = 7,5620;

c=107244 A0 . Temnepamypa norumopgrozo nepexooa u niaenenust AgsSnSs 445 u
1 120 K coomeemcmeenHo.

KitoueBble CJIOBA: HAHOYACMUYA, XUMUYECKOE Ocaxdcoenue; Oumemunpopma-
MUO; NOTUMOPEHDBIL nepexoo; niasieHue.

HenpepsIBHBINM TTOWCK U UCCIIEIOBAHNE HOBBIX (DYHKIIMOHAIBHBIX MaTepHa-
JIOB SIBJISIETCSI BAKHEHIINM (PaKTOPOM pa3BUTHS COBPEMEHHOH HAyKH W TEXHU-
ku. TuocranHatel cepedpa (AgoSnSs3, AgoSnoSs, AgaSnszSg m AggSnSe) oTHOCSAT-
Csl K YHCIIy BaXHBIX (PYHKIIMOHATBHBIX MaTEPHAIOB COBPEMEHHOH TEXHHKH.
BonbMHCTBO COeMHEHUH 3TOro Kiacca IHUPOKO UCIIONIb3YIOTCS WM CUUTAIOT-
Csl IEPCHEKTUBHBIMU MaTepUalaMy C LEHHBIMU MOJIYNPOBOIHUKOBBIMH, (POTO-,
CETHETO- U TePMODJIEKTPUIECKMH CBOMCTBAMU.

B cucreme Ag—Sn—S m3BecTHBI coequHeHus cocTaBoB AgrSnS3, AgrSnsSs,
AgiSnzSs m AggSnSe. U3 Hux AgsSnSe 00nafgaeT YHUKAIBHBIMHU MOJYIPOBO/-
HUKOBBIMHU cBoiicTBamu [1-5]. JlanHOe coenuHeHne AgsSnSe TIIABUTCS KOHTPY-
sHTHO mpH 1 125 K [1]. Temmeparypa ero noauMop(HOTo MpeBpalicHns paBHa
444 K [2]. O6e momudukamun AggSnSs H30CTPYKTYPHBI C COOTBETCTBYIOIIUMHU
KpUCTaJUTMYecKUMH MoaudukanuiMu AggGeSs 1 UMEIOT CeIyIolIre napamer-
pHl pemetku: a = 15,298; b =7,548; ¢ = 10,699 A [3-5].

W3 nurepaTypHBIX DaHHBIX [ 1—5] M3BECTHO, YTO THOCTAHHATHI cepedpa CHH-
Te3UpyIOTCs Npu BeIcOKUX Temmnepatypax (1000-1150 K) B BakyyMHUpOBaHHBIX
(~1072 Tla) KBapUEBBIX aMITyJIaX ITyTeM CIIIABICHHUS EMEHTHBIX KOMIOHEHTOB
wiu cynbpuna onosa(IV) ¢ cynsdunom cepedbpa(l). st roMoreHn3auuu 3TUX
COCMHEHUN TpeOYIOTCs BBICOKAs TeMIlepaTypa M CIMIIKOM MHOTO BPEMEHH.
B cBs3u ¢ aTHM modydeHHe THOCTaHHATOB cepebpa(l) B pacTBOp mpW HU3KUX
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TeMIepaTypax sBJSeTCS OAHUM U3 HauOoJee aKTyalbHBIX BOMPOCOB. 3BecTHO,
9TO B IOCIIEIHEE BpeMsI IOIyUYeHHE XaIbKOTCHUIOB (-METaJIOB B MOJLSIPHBIX H
MaJIONOJISIPHBIX OPTaHUYECKUX PACTBOPUTENAX HMEET OO0JIbIIOe MPAaKTHYEeCKOe
3HAYEHHE, TaK KaK B COCTaBe TOJIYYCHHBIX COSAMHEHUH, B CpeJie OPraHNIeCcKOro
pacTBopHTeNs, IpuMecei OpBacT MeHbIe. Kpome Toro, popMupoBanne HaHO-
U MHUKPOYACTHUI] IIPOUCXOIUT OYCHB JIETKO. B jmTepaType nHpOpMamms o moiy-
YeHHH THUOCTAaHHATOB cepedpa B cpee TUMeTUIPopMaMua OYTH OTCYTCTBY-
eT. JlumeTundopmamMul — 4acTo MCIOIB3YEMbIH PACTBOPUTEND IS TPOBEICHHS
XUMHMYECKUX PEaKLUil M OYMCTKM BEILIECTB NEpeKpUcTauIn3auueil Omaromaps
BBICOKOH pacTBOPSIOLIEH CIIOCOOHOCTH KaK JAJIsl OpraHMYeCKUX COeMHEHUH, TaK
U ST HEKOTOPBIX HEOpraHWYecKux coneil. JAumMermiadopmamup sBISETCS TI0-
JISIPHBIM alIPOTOHHBIM PacTBOPHUTENIEM C BBICOKOW Touko# kunenwus (426 K). On
CHOCOOCTBYET MPOXOXKICHHUIO PEaKIUil ¢ MOJSPHBIM MEXaHU3MOM, TaKHX Kak
Sn2 peakuuid. HeycTolWuuB K JEHCTBUIO CHIIBHBIX KHCJIOT U OCHOBAHMM, YTO
MPUBOIUT K THIPOIU3Y, OCOOCHHO IPH BBHICOKUX TeMIeparypax. Jusnexrpude-
CKas MpoHUIaeMocTh paBHa 36,71 [2]. YuuTbiBas 3TO, B CUHTE3€ COCIMHEHHS
AgsSnSe B KaueCTBE PACTBOPUTEIISI MBI HCIIONB30BAITN JUMETHI(OPMAMILT.

B crarbe npuBeneHsl pe3ysbTaThl UCCIENIOBAHUS YCIOBUH IOIYyUYEHUsI CO-
equHeHust AgsSnSe n3 AgNO3z u SnS, B cpene numetmiipopmamuia.

JKcnepUMeHTaIbHAsI YaCTh M Pe3yJbTaThl

B kauyecTBe MCXOIHBIX BEUIECTB AJISl CHHTe3a coenuHeHHs AggSnSe ObLn
ucnonb3oBanbl AgNOz u SnS;. [ns cuHTesa SnS; Opanm coequHeHHE
SnCl,2H20 u pacTBOpsUTM B KOHIICHTPHUPOBAHHOM COJITHOW KHCIIOTE, a 3aTeM
OKHCIISLTH TepokcuaoM Bogopoaa a0 SnCly. B momyuennsiii SnCls nmpunusanu
pacTBOp THOAIETaMKIa U MOJydadd ocajok SnS,. 3aTeM ocaZok SnS; MpOMBI-
BaJIM AUCTHUTUPOBAHHON BOJOH M CYIININ B BaKyyMe Iipu Temmeparype 353 K.

Hagecku 0,118 T SnS; u 0,2293 v AgNO3 ObLTH B3SITBI B MOJIBHOM COOTHO-
LIeHUH, COTIacHO ypaBHeHHUIo peakiun 8AgNO3+3SnS;—AgsSnSs+2Sn(NO3)4,
MepeMelIanbl U K 3ToH cMecH npuiuBany 20 mi numetundopmamuia. Pactsop
nepeMennBany B TeueHue 30 MUH, 3aTeM KaXIbH U3 00pa3loB IepeMenalii B
3 aBTOKJaBa U B TeueHHe 48 4 HarpeBaiu Ipu Temneparypax 353, 405 u 453 K.
[locne cunTe3a ocamok oTGUIBTPOBBIBANN. [y M3BICUEHUS H3JIHIIKH OJIOBA
npombutd 0,1 M pacTBOpoM a30THOW KHCIOTHI, AUCTHUTHPOBAHHON BOAOH H
sTa”onoM. OUHIEeHHBIH 0caioK B TeueHue | 4 BeicymmBainy npu 353 K.

[omy4eHHBII 0CamoK MOABEPICsl MUKPOCTPYKTYPHOMY aHAIH3Y (B MHKPO-
cxone ¢pupmbl HITACHI TM 3000). beuto ycranosieno, uro npu 353 K o6pa-
3ytorcst HaHoyacTuusl. [Ipu 403 u 453 K nabmiogaercs popMupoBaHue HaHO-
crepxkHei. Hanoctepsxuu mpu 453 K o6pasyroTcs AmHHOM 4—7 MKM U IIHPUHON
382-487 um. IlpakTndecku OBLIO YCTAaHOBIEHO, YTO IIMPHHA W AJTUHA HAHO-
CTepKHEW M3MEHSIOTCS B 3aBUCHUMOCTH OT TEMIIEPAaTyphl U BPEMEHH TepMHYe-
CKO#1 006paboTKH.
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Ilonyuenue coeounenun AgsSnSs 6 cpede oumemungpopmamuoa
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Puc. 1. Mukpodotorpaduu HaHoIacTHIL] coenuHeHnst AgsSnSe mpu Temrepatypax:
a) 353 K; 0) 403 K; B) 453 K

WBanBuIyanbHOCTh CUHTE3HPOBAHHBIX COCIUHEHHN KOHTPOIUPOBATH Me-
tomxamu auddepernuanpao-repmudeckoro (JITA) (mupomerp HTP-70, mpubop
Tepmockan-2, uHepTHasi atMocdepa) u peHtreHodazoBoro (PDA) anamusos
(2D PHASER “Bruker”, CuKq, 20, 20-80 rpaz.). Ha xpusoit ITA coenuHenus
AgsSnS¢ 00HapyKEHBI J1Ba SHAOTSPMUICCKUX dPdeKrTa. DHAOTCPMUISCKUH -
¢bexT, oOHapyxeHHBIH mpu 445 K, cooTBeTcTBYyeT MOMMMOpPGhHOMY MpeBparie-
uuto coenunenns AggSnSe. [Ipu 3TOH TeMmepaType MPOUCXOAUT HOIUMOP(HOE
npeBparnieHue: aAgsSnSe—PAgsSnSe. DHmoTepMudeckuit apdext mpu 1 120 K
COOTBETCTBYET TeMIlepaType IUIaBIeHUs coemuHeHHs AggSnSe (puc. 2), dTo
COTJIACYeTCs C JIUTEPATYPHBIMH JAHHBIMHU, KOTOPBIC MPEICTABIICHBI BBIIIIC.
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Puc. 2. Kpusas ITA coenunenus AgsSnSe

ITo nanaeiM PDA yctaHoBieHO, uTo npu 353-453 K nmomydeHHOe coenuHe-
HUEe AgsSnSe B OCHOBHOM HaXOJHUTCS B aMOP(HOM cocTostHUU (pHc. 3, a). [locne
TepMHUUecKoi 00paboTku coenuHenus AgsSnSe pu 1 100 K B Teuenue 2 4 cHo-
Ba mposeiu PDA (puc. 3, b). B pesyiprate ux pacummppoBKH MOTYUYESHBI Clie-
oyrolye Tmapamerpbl  optopoMOmueckoir pemetkd (IIp. rp. Pna2i): a =

0
= 15,3338, b = 17,5620, c = 10,7244 A..
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Puc. 3. Tudpakrorpamma coeaunenus AgsSnSe: @) HaHOYACTHIL; b) KpUCTal

B pab6ote Taxke 6buto m3yueno BiamusHue pH cpensr (pH METER-pH410
«AKBUWJIOH») u TemmepaTypsl Ha HOJHOE OCaKAeHHe coenuHeHus: AgsSnSe.
J7st moTydeHns B pacTBOpPE KUCIOTHOM CPeIbl UCTIONB3YIOT a30THYIO KUCIIOTY |
IpU Pa3IUuHbIX 3HadeHUsX pH cpensl B TemnepaTypHoM uHTepBane 353453 K
KOHTPOJIMPOBAJIU BBIXOJ MPOAYKTA. YCTAaHOBJIEHO, YTO MAKCHUMAJbHBIH BBIXO]
coenuHeHnss AggSnSe Habmomaercs npu pH = 3,8 u temneparype 343 K. Ilo
naHHeIM PDA ycraHoBneHo, uto npu pH > 5 B cucteme obpasyercs cMech Mpo-
nyktoB: Sn(OH)3NOs, HaSnOs, Sn(NO3)s 1 AgsSnSe. Tlpu pH < 2 coenunenue
AgsSnSe pasnaraercs. Bousuue pH cpenbl U TemnepaTypsl Ha IOJIHOE OCaXie-
HUE coenHeHMs AggSnSe npecTaBieHo B Tabd. 1.

Tabnuma 1
PesyabTaThl HccieqoBanus BausHus pH-cpeabi
W TeMIepaTypbl Ha BBIX0/ coeiMHeHUsT AgsSnSe

Temnepatypa, K pH Macca coequnenns | Brixox coenuHeHus
7 AggSnSe, mr AgsSnSe, %
323 35 310,1 92,59
343 3,8 326,6 97,52
353 4 323,8 96,68
373 4 319,8 95,49
3akiroueHue

Pa3zpabotan metoa monydeHuss THOcTaHHaTa cepebpa (AgsSnSe) B3auMo-
JeiictBueM HUTpata cepedpa ¢ cynbpumom onosa(lV). beuto mony4yeHo MHIU-
BHIyaJbHOE COeJMHEeHHEe AgsSnSe B pe3yibTaTe peaknuu oOMeHa B cpefe IH-
MeTHwiIGopMamMuIa. YCTAaHOBIECHO, YTO MAaKCHUMAIbHBIA MPAKTUYECKHHA BBIXOX
3TOTO COeIUHEHUs HabmoaaeTcs mpu o0paboTke pactBopa SnS; u AgNO; B 1u-
Metmihopmamue npu Temreparype 353—453 K u pH = 3-4.
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The resulting compound AgsSnSe in dimethylformamide medium

In the article listed the results of the study to obtain the compound of AgsSnSe in
dimethylformamide environment. The found that at 453 K and at pH = 4 obtained
The compound of AgsSnSe in molar ratios AgNO3/SnS; = 8:3, respectively. The in-
dividuality of the synthesized compounds was monitored by X-ray diffraction and
DTA. According to X-ray diffraction data founds that the of 353—453 K resulting
compound of AggSnS¢ mainly in the amorphous state. After heat treatment the inten-
sity of the diffraction lines of AgsSnSs compounds are consistent with literature da-
ta. As a result of decoding, the following parameters of the orthorhombic lattice

(space group Pna21): a=15,3338; b=7,5620; c = 10,7244 ,OA On the curve DTA of
AgsSnSe compounds was found two endothermic effect. The endothermic effect
detected at 445 K corresponds to the polymorphic conversion of AgsSnSs. The endo-
thermic effect at 1120 K corresponds to the melting temperature of AggSnSs com-
pound. According to the microstructural analysis (in the microscope of the company
HITACHI TM 3000) found that at 453 K the formation of nanorods. The full nano-
rods formation is observed at 453 K with a height of 4-7 um, length 382-487 nm.

Keywords: nanoparticle; the chemical vapor deposition; dimethylformamide,
the concentration of components; the polymorphic transition, the melting.
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