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KATAJJUTUYECKHUE CUCTEMBI JJIS1 PEAKIIUI KPOCC-COUETAHUSI
HA OCHOBE MOANPUNLNPOBAHHBIX YVJIbTPA/JUCIIEPCHbBIX AJIMA3OB

AnnoTtanus. Pa3paboTaHbl METO/BI NONYYEHUSI HAHOKOMIIO3UTOB MOAM(MHUIIMPOBAHHOTO YIBTPAJUCICPCHOTO ajlMa3a
JICTOHAIIMOHHOI'O CHHTE3a ¢ METAJNIMYECKUM MaJUlaJiieM U M3y4eHa UX KaTaJIUTH4YecKas aKTHMBHOCTb B PEAKLUH KPOCC-
couetanus Cy3yku—MHUsiypbl B pa3IM4YHbIX PEAKIIMOHHBIX cpefax. MceiaenoBaHbl METOAMKH PEreHepaliy najuiaauiiconep-
JKAIIMX HAHOKOMIIO3UTOB M3 PEaKLMOHHOI cMecH. KaTannTuyeckas akTHBHOCTh HAHOKOMIIO3HTOB HOJTBEPIKACHA HCCIIEI0-
BaHUEM KHHETHKH PEAKIIHH KPOCC-COUSTAHUS XPOMATOrpauIecKuM aHaIM30M PEaKkMOHHOW CMECH U COIIOCTaBUMa C YiKe
HCIIONIB3yEeMBIMHU TTOJJOOHBIMH KaTaJIn3aToOpaMu. PereHeprpoBaHHbBIE HAHOKOMIIO3HUTHI MOKA3aJIM COXPAaHEHNE KaTaJUTHUe-
CKO# aKTMBHOCTH IS 3 MOCJICJOBATENBHBIX LUKJIOB KPOCC-COYCTAHHS HAa MOJIC/IBHBIX CHCTEMaX.
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MODIFIED ULTRADISPERSED DIAMONDS BASED CATALYTIC SYSTEMS
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Abstract. Methods for preparation of nanocomposites of modified detonation nanodiamonds (DND) with metallic
palladium have been developed and their catalytic activity in the Suzuki-Miyaura cross-coupling reaction in various reaction
media has been studied. Methods for the regeneration of palladium-containing nanocomposites from the reaction mixture
have been developed. The high catalytic activity of nanocomposites is confirmed by kinetic analysis based on the results
of chromatographic analysis of the reaction mixture and is comparable to the literature data about similar catalytic systems. Rege-
nerated nanocomposites showed the retention of catalytic activity for 3 consecutive cross-coupling cycles on model systems.
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BBenenue. YibsrpagucrnepcHbie anMasbl IeTOHAMOHHOTO cuHTe3a ([{HA) sBustoTcs omHUMU U3
HamboJIee MepCIeKTUBHBIX YIIIEPOAHBIX HaHOMaTepuasos [1-5]. IHTepec k HaHOaTMa3aM BBI3BaH yHU-
KaJbHBIM COYETAaHUEM UX XapaKTEPUCTHK: MaJbIi pa3Mep (~5 HM) u O0IbIIas akTUBHAS IOBEPXHOCTH
YaCTHI], TOTEHI[MAIbHAS BOBMOKHOCTH YIIPABJICHUS €€ ()YHKIIMOHAIIEHBIM COCTaBOM, YCTOMYHBAs K (ho-
TOOOECIBEYMBaHUIO (DITyOpeCIIeHINsI, HU3Kasi TOKCHYHOCTh, XUMUYECKasi MHEPTHOCTh aJIMAa3HOTO sJIpa,
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a TaK)Ke OTHOCHUTEILHO HHU3Kas CTOMMOCTh M MacliTabupyemoe mpousBoactBo. JJHA yxke akTHBHO
HCTIOJB3YIOTCA B KauecTBe 100ABOK B pa3IMYHbBIE MATepUaJIbl U IMOKPBITUS, KOTOPhIE 00ECIIEYNBAIOT
YIIPOYHEHHE TTOJTy9YaeMbIX KOMIIO3UTOB [4, 6]. Ha ocHOBEe HaHOAMMa30B co3aaHbl Y(hPEKTUBHEIC TyOpH-
KaHTBI, a TaK)ke IMOJUPOBAIBHBIC MACThI [ (PMHUIIHOW MOJUPOBKH, 00ECIEYHBAIOIINE BBICOKYIO
qucTOTy 00paboTKH moBepxHocTH [1, 4, 7]. B mocnenHee BpeMsi akTUBHO MPOBOJSATCS UCCIICAOBAHUS
pPa3IMYHBIX HampaBlieHWH OnomenuuuHCKOro mpuMmeHeHus J|HA, Takue kak co3iaHuWe TUArHOCTH-
YeCKUX JIOMUHECIICHTHBIX METOK, IaTdopM IS aJpecHON MOCTaBKH JIEKAPCTBEHHBIX MPENapaTos,
paspaborka 3 GeKTUBHBIX aHTHOAKTEPHANIBHBIX IpenapaToB U ap. [4, 8—11]. [lepcreKTHBHBIM TaKkKe
SIBJISIETCSl MCNONb3oBaHue mopomkoB JJHA B kadecTBe HOCHTENS ISl KaTaJUTHYECKUX MaTepUAIOB
B IPOMBILIJICHHBIX IpoLieccax reTeporeHHoro karanusa [4, 12]. HakoniaeHHbI onbIT NOATBEPKIAACT
JyYIIAe IKCILTyaTaIl[HOHHBIE XapaKTePUCTUKN HEKOTOPHIX THIIOB TOJOOHBIX KaTaJIM3aTOPOB MO CpaB-
HEHHIO ¢ MaTeprallaMy Ha U3BECTHHIX HocUTeNsX [4]. Mcmonmp30Banne HaHOAIMAa30B B KAYECTBE OCHO-
BBI C BEICOKOH yJIEIBHON MIOBEPXHOCTHIO IS METAJIJIOB PACIIUPUIIO HX TPUMEHEHHE B TAKUX PEAKIUSAX,
KaK OKHCIICHUE, JISTHIPOXJIOPHPOBAHUE, THIPOAMIUHUPOBAHKE, TUIPUPOBAHUE, THIPUPYIOLICE Ae3aMU-
HUpoBaHue u ap. [13—-16].

Hacrtosmast pabora paccMarpuBaeT KaTaluTudeckne cuctemMsl JIHA-mammaauit B peakiiuu Kpocc-
couetanus Cy3yku—Musypsl. Llenb paboThl — pa3paboTKa TaKMX CUCTEM, CIIOCOOOB MX M3TOTOBJICHUS
Y OILIEHKA KaTaJINTHYECKON aKTUBHOCTH.

MeToabl ucciaenoBanmii. 113 n3BecTHBIX CIOCOO0OB METAILTH3AIIUN TIOAXOSIIUAM MO JOCTYITHOCTH,
MTOBTOPSIEMOCTH M KOHTPOIUPYEMOCTH SIBISETCS KUAKO(PA3HOE BOCCTAHOBIIEHHE COCAMHEHHH IMaJiia-
JIUsl B IPUCYTCTBUU MaTPHIIBI CHHTE3UPYEMOTr0 KOMIIO3UTa — CYCIIEH3UPOBAHHOTO HaHoaliMasa. B ka-
4eCcTBE BOCCTAHOBHMTENEH BBHICTYNalM Ta3o00pasHblii Bomopon u ruiapasus (JHA-Pd-H,, THA-Pd-
N,H,). CnekrpodoTomMeTpryecKuii aHaIN3 CyIEPHATAHTOB PEaKIMOHHEIX cMmeceld ¢ Apcenaso 111 [17]
IOKa3aJl OTCYTCTBHE MaJUTajnsl B IMpejienax OOHApYyKEHUS METO/a, YTO TOBOPUT O KOJMYECTBEHHOM
OCaKJIEHUW MeTaJllla Ha aJIMa3HON MaTpuIle.

Merton pacTpoBOH NEKTPOHHONH MUKPOCKOIIMH MCIIOJIB30BAJIM U1l U3YUYEHHS! OJHOPOJHOCTH pac-
Mpe/ICICHHS METAJTMYESCKOTO Najliaius B HaHOKOMIo3uTe. /115 00pa31ioB KOMIIO3UTOB KaTaIlM3aTOPOB
HMHA-Pd-H, u JIHA-Pd-N,H, Obuin nomydens MukpodoTorpaduu, mpuBeIeHHbIE Ha puc. 1.

Pe3ysnbTaThl M X 00cy:kAeHHe. Ha TTOBEPXHOCTH MEPBUYHBIX arperaToB HAHOAJIMa3a CPETHHX
pasmepoB 40—50 HM HaOJIOAAFOTCS YACTHUIIBI OCAXKJCHHOTO Hayuiaaus. CBeTbie 007aCTH COOTBETCT-
BYIOT OOJIACTSIM JIOKAJM3aIlMK TaJUIajiusl, TEMHbIC — arperaraM HaHoajiMmasa (B peKUME BTOPUYHBIX
JJIEKTPOHOB YUACTKH 00pa3iia ¢ AaTOMaMH 3JIEMEHTOB ¢ OOJIBIITM ATOMHBIM HOMEPOM UMEIOT OOJIBIITY O
SIPKOCTB).

O6pasoBanue arperaros Pd Gonbiiero pasmepa B ciyuae oopasua JJHA-Pd-H, o6wscHseTcs, Bepo-
SITHO, OoJiee BBIPaKEHHBIM 3(P()EKTOM aBTOKATAIUTHYECKOI'O POCTa 3a CYET PacTBOPEHHUS BOIOpOJIA

. e | . ¥
400nm 10.0kV x120k SE(U)

Puc. 1. Mukpodororpadpuu o6pasuos Hanokomnosutos JJTHA-Pd, nonydennsix Boccranosnenuem H, (a) u N,H, ()

Fig. 1. SEM images of the nanocomposite samples of DND-Pd obrained by reduction with H, (a) and N,H, (b)
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Fig. 2. XRD patterns of DND powders

B yke chopMupoBaHHOIt (paze MeTania, B TO BpeMsl KaK IMPH BOCCTAHOBIICHHH T'HIPA3UHOM B IPOIIECCE
nonyuenus obpasua JJHA-Pd-N,H, ¢ oTHOcHTENBbHO O0nbIIIEH BEPOATHOCTBIO TPOUCXOIMUT 3apOJIbIIIIe-
o0pa3oBaHue, YTO B KOHCYHOM HMTOrE YBEIWYMBACT YMCIIO arperaToB U COOTBETCTBEHHO YMEHBIIAET
CTENeHb arperupoOBaHNs, a TAKKE U UX CPEIHHUH pazMep.

OJeMEHTHBIN aHaJN3, BHIIIOJHEHHBIH C MIOMOMIBIO PEHTTEHOCTIEKTPAIBHOTO aHAIN3aTOPa, BBISBIII
conepxkanue Pd B oOpasijax mocsie BOCCTAaHOBJICHHUS BOJAOPOAOM U TuiapasuHoMm 5,3 u 2,7 Mac.% cooT-
BETCTBEHHO, YTO COINIACYETCS CO BHOCUMBIM KondecTBoM PACl,. [l NoATBEp K A€HUS JaHHBIX O KOH-
HEHTPAINH, pPa3Mepe KPUCTAIUIUTOB M arPeraToB METAJUTMIECKOTO MalIaaus IPUMEHEH METO]] PEHTTe-
HoaudpakuMoHHOro ananusa. Judpakrorpammer o6pasuos JJHA-Pd-H, u IHA-Pd-N,H,, a Taxxe uc-
xoxuoro JIHA npuBenceHs! Ha puc. 2, a.

Xopomuo BUIHO, 4T0 AudpakTorpammel oopasuos JJHA-Pd-H, u JIHA-Pd-N,H, npeacrasnusior co-
6oii cyneprosuumio nudppaxkrorpamm JJHA u gncroro merasuia, 4To o0nerdaet HHTEpIpeTaluio ped-
JIeKcoB. [[s mccnemoBaHHBIX 00pas3IoB HAOMIONAIOTCS HEKOTOPHIE OTIWYHUS B MOJIIOKEHUHU U TIONYIIHU-
prHe TUGPAKITUOHHBIX MAKCUMYMOB (pHC. 2, b), 4TO MOXKET OBITH CIICICTBHEM pa3lInvusi B pazMepax
KPUCTAJIITUTOB M/MJIM HAJIMYUS B HUX BHYTPEHHHUX HAIPSHKCHUH.

OneHOYHBIN pacyeT pa3MepoB KPUCTAJIUTOB MTPOM3BEACH 1o ypaBHeHHto CensaxoBa—Llleppepa:

d= 180KA
nBcos®’

rne K — koodpduuuent gpopmsl yactun (mocrosinnast Lleppepa; 0,9 niast chepsl); A — anuHA BOJTHBI HC-
MOJIB30BAHHOTO peHTreHoBcKoro uznyudenus (0,154 um ans uctounuka Cu-Ka); B — mupuna pediuexca
Ha TIOJTYBBICOTE, Tpaayc; 0 — yron qudpakiuu paccMaTpuBaeMoro pediekca, rpagyc.
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Hexommosunuio gudpakrorpaMM B AuanazoHe 20 = 35+50° npou3BoauIN Ipy MOMOITH QYHKIUH
Jlopenna (puc. 2, ¢). KonndyecTBeHHBIC pe3yIbTaThl IEKOMIIO3UIIUH TTPUBEICHBI B Ta0II. 1.

O6pasosanue kpucranauros Pd 6onsniero pasmepa B ciaydae oopasua JIHA-Pd-H, moxnO 00BsC-
HUTb PaCTBOPCHHEM BOJIOPOa B CPOPMHUPOBAHHOM 3aPOJIbIIIIE U MPEUMYIICCTBEHHOM BOCCTAHOBJICHUU
naJiiaivsl Ha MeTaJUTMYecKo (hase; 3apobiiico0pa3oBaHUE MIPU 3TOM CHUIIBHO 3aTPYAHEHO. MOXKHO OT-
METHTh TakKe cBHT tuHuu (111) anmasa nus ob6pasua JIHA-Pd-H, B cTopoHy 00JIBIINX MEXKIIOCKOCT-
HBIX PacCTOSHUH U ee HekoTopoe yrmuperue (ot 1,79 mo 1,91 rpam), 94T0, BEPOSITHO, CBUACTEITHCTBYET
0 HaJIMYMU MUKPOHAMPSHKEHUH B KPUCTAITMTAX U MOXKET ObITh O0YCIIOBJICHO PACTBOPEHHUEM BOJOPOA
B ITIOBEPXHOCTHOM 000JIOUKE HAHOAJIMA30B,

Tab6numna 1. Pe3yabrarsl JekoMmo3unun 1ndpaKkTorpaMm B quamasone 20 = 35+50°
U pacyeTa pa3MepoB KPUCTAJJINTOB

Table 1. XRD pattern decomposition in the range 20 = 35+50 ° and crystallite size calculation results

ITnomans nuka [Monymupuna, rpagyc Pacaernuiii pasmep Mapaverp
O6pasen KPHUCTAJLTHTOB, HM PELICTKH, HM
PA(111) D(111) PA(111) D(111) Pd(111) D(111) PA(111) D(111)
JAHA-Pd-H, 1,11 2,89 1,05 1,91 8,05 4,48 0,3907 0,3587
HAHA-Pd-N,H, 1,36 2,63 1,44 1.79 5,87 4,78 0,3918 0,3582

[lomy4yeHHbIe MONIOKUTENBHBIE Pe3yNbTaThl PA3TUYHBIX HHCTPYMEHTAJIBHBIX METOJOB MCCIIEI0Ba-
HHUSI JOKA3bIBAIOT KOPPEKTHOCTH BBIBEIEHHBIX METOAUK CHHTE3a NaJlJIaJuiCcoAepKaIluX HAHOKOMITO3H-
ToB Ha ocHoBe JJHA. Tax, u a5ieKTpoHHAs! MUKPOCKOINS, M PEHTTeHOAN(PAKIUOHHBINA aHAJIN3 ITOKa3a-
JIM BBICOKYIO CTENEHb IUCIIEPCHOCTH KOMIIOHEHTOB KOMIIO3MTA, UYTO SIBJISIETCS OCHOBHBIM KpUTEPUEM
AKTHBHOCTHU CO3/1aBa€MOI Ha €ro OCHOBE KaTaJIUTHYECKON CHCTEMBI.

Juist u3ydeHusi akTHBHOCTH M CIICHU(PUYHOCTH MOMYYEHHBIX KaTaJU3aTOPOB IMPEIJIOKEH aHAIN3
KUHETUKH peakiun Cy3yKu—MHusypsl B pa3IMuHbIX PEAKIIMOHHBIX CpeAax, NP1 U3MEHEHUH TeMIlepa-
TYpPbl U C Pa3IuHBIMU CyOcTpaTamu. B kadecTBe KpUTEpUEB MCHONB3YIOTCS TAaKUE HapaMeTphl, KaK
KOHCTaHTa CKOPOCTHU PEaKLMH, BBIXOJ peaKLi1, 4aCTOTa 000POTOB KaTaIu3aropa.

Uccnenyemsrit npumep peakunn Cy3ykKu—Musiypbl — coueTaHne apuiaOOpHON KUCIOTH U apuJira-
JoreHuga ¢ oOpa3oBaHHEM 3aMEIICHHOro OMQeHusa, TPOBOAMMOE B MPUCYTCTBUU METANINYECKOTO
namnanus Pd® (puc. 3). Coneprkanie KOMIIOHEHTOB B PEAKIIHOHHON CMECH OIEHHBAJIOCH IO COOTHOIIE-
HUIO IJIOMIAJIeH XpoMaTorpadMuecKux MMKOB BHYTPEHHEIO cTaHAapTa — Iud)eHuIa — 1 MICKOMOTr'O Be-
IecTBa.

J17151 OLIeHKH KaTalMTHYECKOW aKTUBHOCTH CUHTE3UPOBAHHOT O HAHOKOMIIO3UTA HCCleloBaHa KUHe-
tuka peakunit Cyzyku—Musiypsl. Cepust onbiToB Ne 4—6 nmoBTopsieT cepuro onbIToB Ne 1-3 ¢ o6pasuom
katanuszaropa JIHA-Pd-N,H, (Tabn. 2).

B ompitax Ne 2, 3, 5, 6 uiccnenoBaiach aerpananus KaraanzaTropa. [[7s 3Toro mopormok karaim3aTopa,
oTneneHHbIN B ombiTe No 1 1 4, mocneoBaTeNbHO BBOAMIIM B peaknuu 2, 3 u 5, 6 coorBeTcTBEeHHO. Ku-
HETHUYECKNE KPUBBIC MEPEUHUCICHHBIX PEaKIMil — 3aBUCUMOCTH CTENEHU NMPOTEKAHUs OT BPEMEHH —
oToOpakeHb! Ha puc. 4.

[Pd], base

Br +(HO),B \ / OMe

— OMe

Puc. 3. Cxema peakuuu Cy3yku—Musypst

Fig. 3. Suzuki-Miyaura reaction scheme
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Tabnuma 2. Pe3yasTaTsl HecJIeI0OBaHNS AerPaJallii KaTaJan3aTopa B ycaoBusax peakuuu Cy3yku—Musypsi

Table 2. Results of catalyst degradation study in Suzuki-Miyaura reaction

Howmep ombiTa Karanusarop OcHoBaHnune PacTBopurens Temneparypa, °C | Bpems, u | Boixog, % | TOF, mmons/uT
1 JAHA-Pd-H, K,CO; | Boma/metunnennosonss 1:3 60 5 61 24
2 JHA-Pd-H, K,CO; | Bona/meTunuennosonss 1:3 60 5 54 22
3 JAHA-Pd-H, K,CO; | Bona/meTunuennosonss 1:3 60 5 58 23
4 HAHA-Pd-N,H, | K,CO; | Bona/metunuenno3onss 1:3 60 5 64 26
5 JAHA-Pd-N,H, | K,CO; | Boma/metunuennos3onss 1:3 60 5 59 24
6 HAHA-Pd-N,H, | K,CO, | Boma/MeTnnuenno3onss 1:3 60 5 57 23

Hebompimoe majieHne CKOPOCTH W UTOTOBOTO BBIXO/Aa B CIy4Yae HCIOJb30BaHUs oOpasma JIHA-
Pd-H, B onbrtax Ne 1-3 ornocutensno JJHA-Pd-N,H, (onbiTer Ne 4—-6) nmoaTBepk1aeT 3aperucTpupo-
BaHHbBIC MHCTPYMEHTAJIbHBIMU METOJAMU Pa3JIMuusi B MOP(OJIOrMH U COCTaBE KOMIIO3UTOB: TaK, IO
pe3ynbrataM peHTIeHOAU(DPAKIIMOHHOTO aHAIN3a U PACTPOBOU JICKTPOHHON MUKPOCKOIHH B CIIy4ae
xommnosura JIHA-Pd-N,H, Oblnu 3aperucTpupoBaHbl MEHBIIME Pa3MEpbl KPUCTAJIIMTOB M arperaTon
METAJUTNYECKOTO TaJUIa s COOTBETCTBEHHO. DTO MOATBEP)KAAaeT MPUHIIUIHAIBFHYI0 HEOOXOAMMOCTh
MOJTYYEHHUsI KaK MOKHO 0oJiee BEICOKOAUCTIEpCHO (a3sl Pd B cocTaBe kommo3uTa.

CrnenyeT OTMETUTh, YTO B BOJHO-COJICBOW (pa3e pEeaKIMOHHOW CMECH HaOJ0aeTCs OTHOCHTEIBHO
HU3Kas arperanuoHHas ycronuubocth JJHA. DTo cBsizaHO ¢ Koaryisiiuel MOpOUIKOB KaTaiau3aropa,
YTO BU3YaTHHO MPOSBIISIETCS Kak 00pa3oBaHUE BOCKOOOPA3HBIX OTJIOKEHHUH Ha CTEHKAX PEeaKI[MOHHOM
KOJIOBI, HE TUCTICPTUPYIOMINXCS Take IPU HHTEHCHBHOM TiepeMenmnBannn. JlaHHbII mpoliece yCuinBa-
€TCsl C HAKOILIEHUEM B PEAKLIMOHHON Macce OCHOBHOIO M II0OOYHOr0 mpoaykToB (7, = 86 u 175 °C co-
OTBETCTBEHHO) KOHJICHCAIIMU. MaccolepeHoC B JIAaHHOM Cilydae KpaiHe 3aTpyJHCH, ¥ HaOmromaercs
nudy3noHHOE OrpaHUUeHUE CKOPOCTH peakiny. Bo3MOKHOCTh YBENTMUEHHS BIXO/Ia PEAKITUU MOXKET
OBITH TIOTyHYeHa 3a CYeT KOPPEKTHPOBKH YCIOBUHN TTPOBEACHNUS MTPOIIECca: YBEIWUYCHHS allpOTOHHOM T0-
JISIPHOM COCTABJISIONICH B CMECH PACTBOPUTENICH U 1T0I00Pa COOTBETCTBYIOIIECTO OCHOBAHUS, PACTBOPHU-
MOT'0 B IAHHOH CpeJie.

PesynbraThl mociienoBaTeNbHOTO BBOJA KaTajlu3aTopa HAa OCHOBE HAHOKOMIIO3UTAa B MOJCIBHBIN
OKCTIEPUMEHT TOKa3aJIM OTCYTCTBHE 3aMETHOM €ro Jerpauanuu. DTO TOITBEPKIAAET BO3MOXKHOCTH
MHOTOKPATHOT'O TIOBTOPHOT'O HUCIOJIB30BAHUS Pa3pad0TaHHOW KATATUTHISCKONW CHCTEMBI O3 TOTIOTHH-
TEJIbHOW OYHCTKH.

n A | - A | 4 >
% 60 1 :-"’-—_-—“ %0 60 I I m——
/’.—j 5 I? ‘
50 W 3 - 50 > 6
2
40 40
30 +—— 30
20 20
10 J{ 10 ‘
0 0
0 1 2 3 4 5 0 1 2 3 4 s
t, 4 b t,u
a
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(@ — onbIThI Ne 1-3; b — ombITEI Ne 4—-6)

Fig. 4. Conversion degree in the Suzuki-Miyaura coupling reaction in the set of experiments
(a — experiments N 1-3; b — experiments N 4—6)
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JKCIepUMeHTaIbHAS YacTh. VICXOAHBIM aMa30co/iepKallliM ChIpbeM B HacTosell padore mo-
ciyxuna cycnensus JJHA mapku «YAA-I'O-CID» npousBoactsa HIT 3A0 «Cunray (r. Munck). Ctan-
JMapTHasi cxeMa ToNydeHus mpemnosiaraer oopadboTky Alll KOHIEHTpUpPOBaHHONW a30THOW KHCIOTOM
B aBTOKJaBe mpu temmeparype a0 240 °C u maBnennu 10 100 aT™ ¥ HECKOJIBKO IMTOCIEAOBATEIBHBIX
CTaINi NEKAaHTAIIUH U MPOMBIBKH Bofon. st Y3 00paboTKu UCIOIb30Balu Y 3-BaHHY MOITHOCTHIO
150 Bt ¢ vactoroi 30 kI,

OTxur o6pasios YA npoussoaunu B Bakyyme (1072 ITa) B Teuenue yaca npu Temmeparype 750 °C
P OXJaXXACHUU 00pa31oB MOCje OTKUTa BMECTE ¢ nevbio. LieHTpudyrupoanue npou3BouIoCh
B neHtpudyre [1JIH-16 ¢ MmakcumanbHOH ckopocThio Bpamierus 8000 06/MUH U paguycoM poTopa
15 cM, YTO COOTBETCTBYET MAaKCUMAJIBHOMY OTHOCUTENIBHOMY ycKoperuto 5000 g.

Hns ananmsa obpasnoB JIHA wucmonp3oBanu ameKTpoHHBEIH Mukpockon LEO 1455 VP (CarlZeiss)
C DHEPrOAMCIIEPCHOHHBIM CIIEKTPOMETPOM ISl DJIEKTPOHHO-30HI0BOI0 MHUKpoaHanu3a AztecEnergy-
Advanced X-Max 80 (OxfordInstruments), ®ypsbe-cniekrpomerp Vertex 70 (Bruker, I'epmanust), penTt-
TeHOBCKUH qudpakrTomeTp obuiero nHazHadeHus Empyrean (PANalitical, Hunepnanner), ananuzatop
nJomaay nosepxHoctu u pazmepa nop SA 3100 pupmer «K BECKMAN COULTER» (CILA).

HAHA-Pd-H,. O6paszen JJHA maccoit 500 Mr aucneprupopanu ynsrpassykoMm B 10 Mt Bonsl. B nomy-
YEHHYIO CYCIICH3UIO MEIJIEHHO B TeueHue He MeHee 10 MuH 100aBIIsIM IOy YeHHBIH paHee pacTBOP CONH
najutagus. Ilocie BeinepkuBaHus cMecu 15 MUH, CyCHEH3MIO IIPOLYJIN NECATHIO IOPLUUSMHU BOLOPOAA
cHavasa 1o 1 Mi ¢ uHTepBaioM | MHH, a 3aTeM co ckopocThio 1,5 mit/c B Teuenue 5 muH. [lonydyennyto
cycnensuto TpexkparHo npombu 1 M HCI ¢ mocnenytomum nentpudyrupoanuem va 8000 o6/mMun
(5200 g), 3aTem eme Tpu paza Bogoi. IlonyuenHsiil nopomok metamnusupoBanHoro JJHA cymunu Ha
Bo3ayxe npu 120 °C 10 moCTOSIHHON MacChlL.

HAHA-Pd-N,H,. JIna npurorosienus obpasua HaHokomnos3uTa mnopomok JHA maccoir 500 wmr,
MpeaBaPUTEIBLHO N3MEIIBUCHHBIN B (haphopoBoii cTymnke, nucreprupoBard B 10 M BOABI 10 BO3aCH-
CTBHEM YJIBTPa3ByKa JI0 TMOJIHOTO HCYE3HOBEHHUSI BUIUMBIX arperatoB. K Hemy 100aBuin pacTBOp CONH
najutanus. Jlanee mpu Bo3JecTBUM yabTpa3Byka B cycrieH3nto npukamnsiBaiu 20 miu 0,1 %-nHoro pac-
TBOpa TUAPa3Ha CO CKOPOCTHIO He MeHee o/1HOM Kariu B 20 ¢. OTaeneHue, IpoOMbIBKa U CyIIKa aHAJIO-
TUYHBI METOJIUKE, OITMCAHHOM JIIsl 00pa3ia I[HA—Pd—Hz.
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