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UMMOBWIN3AIIMSA HAHOYACTHIL CYJIb®UJIA CBUHIIA(I) B KEJATHHOBOM MATPHIIE

Knioueswvie cnosa: nanouacmuywt, SEM, cynopuo ceunya(ll), sceramun-ummobunuzogannas mampuya.

Memoodom cxanupyioweti 21eKmMpOHHOU MUKPOCKONUU 6bicOK020 paspeutenus (SEM) ocywecmeneno snexmponno-
MUKPOCKORUYECKOE UCCIe008AHUE ICENAMUH-UMMOOUTUZ0BAHHBIX MAMPULHBIX UMAIAHMAMOS, NOIYYEHHBIX 8 Pe3Yilb-
mame KOHMAKMA HCeramun-umMmoounuzogannozo mempaoxcogpocpama(V) ceunya(ll) Pb3;(PO,); ¢ 600no-wenounvim
pacmeopom smanoumuoamuoa (oumuoxcamuoa) H,N-C(=S)—-C(=S)-NH,. [lokazano, umo 6 coomgemcmeuu ¢ meo-
pemudecKumu oxcuoanuamu 30eco obpazyiomes Hanovacmuywl cyavgpuoa ceunya(ll) PbS ¢ auneiinvivu pazmepamu 0o

50 um.

Keywords: nanoparticles, SEM, lead(Il) sulphide, gelatin-immobilized matrix.

By scanning electron microscopy with high resolution (SEM), electron-microscopic research of gelatin-immobilized
matrix implants obtained as a result of the contact of gelatin-immobilized lead(Il)tetraoxophosphate(V) Pb3(PO,); with
water-alkaline solution of ethanedithioamide (dithiooxamide) H,N-C(=S)-C(=S)-NH,. It has been found that in har-
mony with theoretical expectations, nanoparticles of lead(Il) sulphide PbS having linear sizes up to 50 nm, are formed

here.

Kak yxe HaBHO M XOpOIIO W3BECTHO, TOHKOIUICHOYHEIC
CHCTEeMbl Ha OCHOBE XaJIbKOTEHH/IOB M B IEPBYIO Oye-
peap cynbbunos meramioB (MS) u mo ceit neHb pac-
CMaTPUBAIOTCS KaK MPOCTHIC MO0 COCTABY W MOyYCHHIO H
B TO k€ BpeMs d(PPEKTHUBHBIMH COPOEHTaMU JIJIs U3BIIE-
YeHHS Pa3TUYHBIX METAJUIOB U3 CTOYHBIX BOJ U OTPado-
TaHHBIX TEXHOJIOTHYECKUX PacTBOpPOB. V3BecTHBIE cHC-
TEMBI MOJ0OHOTO poJa, OJHAKO, OBUIM TIONYYEHBI B pe-
3yJbTaTe XUMHYECKOTO ocaxkiaeHus MS B Bume MHKpO-
KPUCTAUTHYECKUX IUICHOK Ha Pa3iWYHbBIC TOAJIOKKH, B
9aCTHOCTH Ha cTekJo [1], memmrono3y [2] wimn Tpuierar-
HeIUToNo3y [3] U ABISAIOTCS MUKPOCTPYKTYPHUPOBAHHEI-
mu. boiee MEPCICKTUBHBIMU B 9TOM OTHOWICHUN MOTJIN
OBl OBITH JKEIATHH-UMMOOMIN30BAHHBIC METAJLIOCYJIhb-
¢buaHBIe MaTpPHUIL, B KOTOPsIX MS mMerorT kBazumole-
KyJISIPHYIO CTeleHb JUCIIEPCHOCTH. B KOHIE mponuioro
croneTusi B pabote [4] OMHUM U3 aBTOPOB 3THX CTPOK CO
CBOVMIMH COAaBTOpaMH OBLT pa3paboTaH BecbMa MPOCTOM U
JIOCTATOYHO YHUBEPCAIBHBIA CIOCOO TONYYCHUS JKeia-
TUH-HMMOOWIIN30BaHHBIX METAUIOCYIbOUIOB p- U d-
AIIEMEHTOB HWCXOIS W3 COOTBETCTBYIOIINX >KEIaTHH-
HMMOOMITH30BaHHBIX TekcaruanogpepparoB(ll), cunTtes
KOTOPBIX B CBOIO OUYepeib OMMCAaH B 0Oojee paHHEW ero
paborte [5]. B pamkax cnioco6a [4] >xenaTruH- UMMOOUITH-
30BaHHbIN rekcanuadodeppar(ll) Toro wiaxM KHOro HOHA
metaiia M BHauane cienyer BBecTH B KOHTakT ¢ 10%-
HBIM BOIHBIM pacTBOp Terpaokcodocdara(V) HaTpus,
KaJisl WJIH aMMOHUS, B pe3yJbTaTe 4ero OH TpaHchop-
MHUpYETCs B COOTBETCTBYIOIIMH TeTpaokcodochar(V) mo
NIPUBEICHHOW HMKe OpyTTO-cXeme (KUPHBIM LIpU(TOM
B CKOOKax {...} yka3aHbl UMMOOWJIH30BAaHHBIC XUMIUE-
CKHE COCIMHCHUS)

{3M,[Fe(CN)e]}+4PO,> —{2M3(PO,);}+ 3[Fe(CN)e]*

MOJTyYeHHBIE TIPU 3TOM MeTaTeTpaokcodocdat(V)Hble
MaTpHibl — B KOHTAKT ¢ 10% -HBIMH BOJHBIMH PacTBO-
pamu cynb()UIOB HATpuUs, Kalnus WIM aMMOHHS, B pe-
3yJIbTATe Yero UMEET MeCTO OPYyTTO-PeaKius

{M3(PO,),} + 35°" — {3MS} + 2PO,*"

u 00pa3oBaHME LENEeBbIX METAIUIOCYIb(QHUIHBIX JKela-
THH-UMMOOMIN30BaHHBIX MaTpul. CnezlyeT OTMCTHUTD,
4To MpH KOHTakTe MerarekcanuaHodeppar(Il)abix
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JKEJAaTUH-UMMOOMIIM30BAaHHBIX MATPUYHBIX CHUCTEM C
BBILIIEYKa3aHHBIMH BOJHBIMU PacTBOPAaMH, COZIEp>Kallly-
MH CYJIb(QUA-aHUOH, XOTS ¥ HPHBOIUT K WUMMOOMIN3A-
MU CyIb(UIOB METAJUIOB, HO CONPOBOXKIACTCS OCANK-
neHneM Hapsmy ¢ MS takke cymsduna xeneza(ll) B co-
OTBETCTBHH C OPYTTO-CXEMOH

{M,[Fe(CN)¢]} + 35°— {2MS + FeS} + 6CN~

160 konrentpamus wonos Fe(ll), obpasyromiasicst B pe-
synbTare auccounaryn annona [Fe(CN)g]*™ mo cxeme

[Fe(CN)s]" = Fe** + 6CN~

IIpY UMEIOLIENCcs B KOHTAKTUPYIOLEM C MAaTpULER pac-
TBOpE KOHIEHTPALMHU CyIb(UI-aHHOHA IOCTATOYHA IJIA
JOCTHXEHUsI KOHCTaHTbI pacTBopumoctu (Ks) cynbduaa
xemnesa(Il), pasroro 5.0-10"® [6]. OmmcanHas TexHOMO-
U TONYYEeHHUs SKeIaTHH-HMMOOWIn3oBaHHOro PbS,
OJJHAKO, UMEeT TOT HENOCTAaTOK, YTO HPHXOAUTCS HC-
IMMOJIb30BAaTh PACTBOPLI, BBIACIAIOIIUC IIPU KOHTAKTE C
BO3JIyLIHOM aTMocdepoil BechbMa SIOBUTBIA Ta3 — Cepo-
BOOPOA. B cBa3u ¢ aTtuMm JJId IOJIYYCHUS KEJIaTUH-
UMMOOMIIM30BaHHOTO CYJb(HAa CBUHIA HAMH ObLT Haii-
JieH Ooiiee yIOOHBINH CIOCO0, B paMKax KOTOPOTO JKeJa-
TUH-UMMOOMIM30BaHHbIH Tekcaunanodeppar(ll) ceun-
na(ll) BBOAUTCS B KOHTAKT C BOJHO-LIEIOYHBIM PAaCcTBO-
pPOM CcepycoIepXallero peareHra — JUTHOOKCAMHIA
(arangurnoamuaa) HoN-C(=S)-C(=S)-NH,. [leranu
9TOro mpolecca W NpHpoaa OOpa3yroLIMXCS B €ro pe-
3yJbTaTe KOHEYHBIX NMPOIYKTOB IIOKa HE BBIICHEHBI, HO
OYEBUJHO, YTO BHAYaJle UMEEeT MecTO o0pa3oBaHUE Xe-
mataoro kommiekca Pb(ll) ¢ ykazanHBIM oprannueckum
coequuenneM u annona [Fe(CN)g]*, sarem — kakoe-to
BHYTpHC(EpHOE NpEeBpaIleHue AUTHOOKCAMUIHOTO JIH-
ragaa B 3ToM komiiekce cuHma(ll), mpuBoasimee kK 00-
pa3oBaHMIO JKeJTaTHH-HMMOOWIn3oBanuoro PbS, mpu-
4YeM Bce 3TO NPOMCXOJUT B paMKaX OAHOCTAIUHHOIO (C
TEXHOJIOTUYECKOW TOYKH 3peHus1) mporecca. KoTopsiid,
€CTECTBEHHO, 0osiee yIOOCH IO CPaBHEHHUIO C JBYXCTa-
JMHAHBIM, U, 4TO ele 0oJiee BaKHO, HE COTMPOBOKIACTCSI
BBIJICJICHUEM CepoBoJoposa. B mporecce nmmoOum3a-
MU TPOUCXOJAUT H3MEHECHHE OKPACKH >KEIATHHOBOTO
ciost ¢ xenroBaro-6enoit, npucymiein Pbo[Fe(CN)g], na



TEMHO-KOPHYHEBYIO PpAa3IMYHBIX OTTEHKOB, XapakTep-

HYIO JUIS TOHKHX cioeB cynbhuaa ceuana(ll).
- =

Puc. 1 - Hanowactunsi cyiabduaa ceununa(ll) B PbS-xkenaTun-uMmmMo0miin30BaHHoit MaTpuile

[MonyyenHble 00pa3ipl  KeITATMH-UMMOOMIN30BAHHBIX
MAaTpUYHBIX UMIUIAHTATOB OaJjiee 6I)IJ'II/I TMOABEPIHY ThL
AIIEKTPOHHO-MHKPOCKOIIMIECKOMY HCCICIOBAHHIO METO-
JIOM CKaHUPYIOIIEH 3JIeKTPOHHOW MHUKPOCKOIMH BBICO-
koro paspemenust (SEM). UccnenoBanust mpoBoIuiinch
Ha pa6oueii craniun AURIGA CrossBeam kommanuu
CARL ZEISS, coBMenieHHOlH ¢ MOHHOM KOJOHHOM
COBRA B pexxuMe IE€TEKTHPOBAHUS BTOPHYHBIX DJIEK-
tponoB (Inlens detector). Hccnenosanne npoBoAUiIOCH
MPU YCKOPSIIOLIeM HamnpshkeHun S5 KB u pabouem orpeske
2-5 MM, 4YTO TO3BOJISIET MHOJyYHTh ONTHMAIBHYIO CO-
XpaHHOCTh 00pa3lia OT BO3ICHCTBHS DJIEKTPOHOB U Hau-
JYYIIUH KOHTpAacT NpHU JAaHHOM DPEXHME eTeKTHPOBa-
Hus. TpaBjleHME HOHHBIM IIyYKOM IIPOBOAMWIIOCH IIpU
yckopsitorieMm HanpsbkeHud 30 kB u Toke 50 mA, yto
JIaBaJI0 BO3MOXHOCTh ¢ MHUHHMAJIbHBIMH MOBPEXKICHHS-
MH CHHMAaTh BepxHUE ciou obOpasua. Kapruposanue
MPOBOAMIIOCH JIETEKTOPOM HSHEPreTUYeCKON UCIEPCHU
INCA X-MAXS. DnemeHTHbIN aHanu3 MPOBOAMICS HA
pentreHoduiyopeciieHTHOM criektpomerpe M1 kowmma-
uun  Bruker. Uccrnemyemble  00pasibl  KeIaTHH-
MMMOOMIIH30BAHHBIX MATPUYHBIX MMIUIAHTATOB MpEBa-
PHUTEIBHO TOMEIIATNCh B KaMepy BBICOKOBAKYYMHOM
YCTaHOBKHU JUI HAHECEHHMs! MPOBOMAIIETO ciios 15 HMm,
3aTeM MOMEILIATINCh B KAMEPY DIIEKTPOHHOTO MUKPOCKO-
na. VMiccnenoBanue MpoOBOIUIIOCH C BHIOPAHHOTO POBHOTO
y4acTKa Ha MOBEPXHOCTH UCCIIEyeMOTro o0opasia.

C uenpl0 yCTAaHOBJICHHS XMMHYECKOIO COCTaBa
MMMOOMIIN30BaHHOTO BEILIECTBA UX BBIJCISUIM U3 BbIIIIE-
YKa3aHHbIX MAaTPUYHBIX CUCTEM C HUCIIOJIb30BAHUEM TECX-
HOJIOTHH, ONMCaHHOH B [7]. Iy 3TOr0 UX BBIIEPKUBAIH
B 5% BOJHOM PacTBOpE TPHIICHHA WM MPOTEONUTHYE-
ckoro (epmenra Bazillus mesentericus npu 25-30°C,
nocne 4ero obOpaOaThiBali ropsueii BOIOH, OTHENsUIH
o0pa3oBaBLIKECs OCAAKA MMMOOHIM30BaHHBIX BELICCTB
OT MaTOYHBIX PACTBOPOB M BBICYLIMBAJIM HUX IPH KOM-
HAaTHOH Temrieparype. OJIEMEHTHBI aHal W3 BBIICIICH-

HBIX BEUIECTB MPOBOJMIM METOJOM pEeHTreHo(Iyopec-
LIEHTHOW CHeKTpockonmuu Ha aHanmuzatrope VRA20L.
JlaHHBIE 3TOrO aHaJIM3a COOTBETCTBYIOT CTEXHOMETpHYE-
ckoMmy coctaBy PbS (maitneno, %: Pb 86.3; S 13.7; BbI-
yucieHo aist popmyiisl PbS, %: Pb 86.60; S 13.40).
SEM-¢dorocHuMkn u3ydaembix Hamu PbS- xena-
TUH-UMMOOMIIM30BAaHHBIX MAaTpHIl TPE/ACTABICHBl Ha
Puc. 1. Kak MOXHO BUJIETh, HA HUX OTYCTIMBO BHHBI
YaCTHIIbI, pa3Mep KOTOPHIX BApPbUPYETCS B OCHOBHOM B
nrana3zode 20-30 HM, YTO IMO3BOJSET B COOTBETCTBHH C
MPUHATHIMA HOpMaTUBaMHU [8,9] 0THO3HAYHO OTHECTH MX
K 00BCKTaM Haropa3MepHOro maciurada. IlpumeyaTesns-
HO, YTO OHU BE€CbMa OJHOPOJHBI ITO CBOUM pasMepaM U
Cpear HUX He OOHapy)KHMBAeTCs CKOJIBbKO-HUOYHIb BbIpa-
JKEeHHbIX arperatoB. [IpoBeaeHHBI HaMH MHKpPO30HIO-
BBII 3JIEMEHTHBIM aHaJIM3 B 30HEe 00pa30BaHUs 3TUX Ha-
HOYACTHII [T0Ka3aj, YTO OHHU COZIEpXKAT CBUHEI] U, CIIeIO0-
BaTeNbHO, IMPEACTABISIOT COOOH MMEHHO YacTHIbl HM-
MOOMIM30BaHHOTO B kenaTuHe cyiabduaa ceuHna(ll).
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