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HCCIIEJOBAHUE NNPUMECH XKEJIE3A B YJIBTPA/IUCIHHEPHBIX
AJIMA3AX JETOHAIIMOHHOI'O CHHTE3A

I'. A. chaKOBl, M. II. CaMuosl, AL A. JIerchlﬁZ,
B. A. HapXOMeHROZ, Hn. n. A33pK03

D Hucmumym npuknaonvix guzuveckux npoonem um. A.H. Cesuenxo, yi. Kypuamosa, 7,
220045, Munck, benapyco, e-mail: gga68@rambler.ru
) Vupeacoenue BI'Y "Pecny6rukanckuii yenmp npobuem uenogexa”, yi. Kypuamosa, 7,
220045, Munck, benapyco,
3 Benopycckuii 2ocydapemeennviii ynusepcumem, np. Hezasucumocmu, 4, 220030,
Munck, Beaapycs, e-mail: azarko@bsu.by

Metogom OIIP uccrnenoBaHo BIUSHHE MOCTPOCTOBBIX TEPMOOOPAOOTOK YIIBTPaIUC-
MEPCHBIX aJIMa30B JCTOHAIIMOHHOTO CHHTE3a Ha BO3IAyXE W B BaKyyMe Ha COICp)KaHHUE B
HUX TpuMecH xenesa. [lokazaHo, 4To TepMooOpabOTKa Ha BO3AyXe NPUBOJIUT K yBelUde-
HUIO KOHIIEHTPALMU TPUMECH JKeJie3a MPOMOPIUOHANBHO TOTEPSAM Macchl 00pasna. OTKUr
B BaKyyMe NPHUBOJAUT K CHIDKEHHIO KOHIIGHTPAINH JKeJe3a, TI0-BHINMOMY, 33 CUET IIepPEX0-
Jla 9acTH MMPUMECH B HemlapaMarHuTHoe coctosiane. [lokasano, Takke, 9TO yIbTpa3ByKOBast
00paboTKa yIbTPaAUCICPCHBIX AIMa30B B KOHIIHTPUPOBAHHOW COJSHOM KHcIOTe 3 dek-
TUBHO ounmiaetr YJIA ot npumecu xenesa.

Knrouessle cnosa: ynpTpaquciiepcHbIe anMas3bl; IpuMech xenesa; DI1P.
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INVESTIGATION OF IRON IMPURITY IN DETONATION NANODIAMONDS

G. A. Gusakov', M. P. Samtsov', A. A. Lugovsky’,
V. A. Parkhomenkoz, I. I. Azarko®

Y A N. Sevchenko Institute of Applied Physical Problems, Kurchatov st., 7, 220045, Minsk, Belarus
) Institution of BSU "Republican Center for Human Problems", Kurchatov st., 7,
220045, Minsk, Belarus
Y Belarusian State University, Nezavisimosti av. 4, 220030 Minsk, Belarus
Corresponding author: G. A. Gusakov (gga68@rambler.ru)

The effect of post-growth heat treatment of detonation nanodiamonds in air and in vac-
uum on the content of iron impurities in them has been studied by the ESR method. It is
shown that heat treatment in air leads to an increase in the iron impurity concentration in
proportion to the weight loss of the sample. Annealing in vacuum leads to a decrease in the
iron concentration, apparently due to the transition of a part of the impurity to a nonpara-
magnetic state. It has also been shown that ultrasonic treatment of nanodiamonds in con-
centrated hydrochloric acid effectively removes iron impurities.

Key words: ultrafine diamonds; iron impurity; ESR.

BBEJEHHUE

bnaromaps KOMIUIEKCY YHUKAIBHBIX (PU3UKO-XUMHUYECKHX CBOMCTB, YIIBTPAAUCIICPCHBIC
anMasbl JeToHalmoHHoro cuHte3a (Y/IA) B mocnenHee BpeMsi BBI3BIBAIOT BCE OOJIBIIUI
UHTEpEC IS Pa3IMYHBIX OMOMEIWIMHCKHUX TPHIOKEHUH. Maisle pa3Mephl yibTpaiuc-
MEPCHBIX aMa30B (€IUHUIIBI HM), HX HH3Kas TOKCHYHOCTh H OMOCOBMECTUMOCTD, BO3MOXK-
HOCTh HAINPaBJICHHOU CIO0XXHOW (DYHKIIMOHATIH3AIUH TOBEPXHOCTU U CIOCOOHOCTh HAHO-
anMasoB (hIyopecupoBaTh MpHU BO30YXKACHUHU YIbTPA(PHOIETOM HIM BUAUMBIM CBETOM -
COYETaHHE ITUX XapaKTEPUCTUK AeraeT Y {A NepCreKTHBHBIM KaHAUIATOM AJIsl ITHPOKOTO
WCIOJIb30BaHUS B COBPEMEHHBIX HaHOOHMOTEXHOJIOTHSX, BKIIIOUas pa3padoTKy 3¢ (eKTHB-
HBIX aHTHOAKTePHATBHBIX IPEMapaToB, CO3MaHKe MIAT(GOpM s aIpecHON JTOCTaBKH Jie-
KapCTBCHHBIX MPEIapaToB U JJIOMUHECHCHTHBIX MCTOK, IPEAHA3HAUYCHHBIX IJIA JUArHOCTH-
YeCcKO# BH3yallM3allysl MATOJIOTHYECKUX OYaroB M MX MOHHTOPHHTA B IMPOIIECCE JICUCHUS,
co3llaHue OMOCOBMECTUMBIX MOKPBITHH XUPYPTUUECKUX UMIUIAHTAHTOB U MCKYCCTBEHHBIX
cyOcTparoB Ayt TKaHEeBOM MHxkeHepuu [1-6]. OqHako HA MyTH MPAKTUYECKOTO MCIOIb30-
BaHMS aJMa30B JIETOHALMOHHOTO CHHTE3a OCTACTCs €IIe psA He peleHHBIX mpobdieM. Oc-
HOBHas Ipo0JieMa 3aKII0YaeTCsl B TOM, YTO CYIIECTBYIOMIAs B HACTOAIIEE BPeMsl TEXHOJIO-
rust noayueHus YA He obecrieunBaeT HEOOXOAUMYIO OJHOPOTHOCTH COCTaBa U BOCIIPO-
W3BOJAMMOCTh XapaKTePUCTUK JaHHOro marepuana [1,2]. Omnoit u3 ocobennocreir YA
SBJSICTCSl HAJIMYWE B COCTAaBE 3HAYUTENHHOTO KOJIWYECTBA TPYIHOYIANSEMBIX IPHMECEH.
ITocne craguu oumctkn B YJIA 0ObMHO HaOMIOMAaeTCS TNPUCYTCTBHE IKele3a J0
0,5 macc. % (B OCHOBHOM NPHUIIOBEPXHOCTHOTO), a TAKXKE XpOMa, TUTaHA, KPEMHHS, Mar-
HUS, HaTpud. Hamuune Takoro koiauyecTBa NMpHMEcel CHMXKAeT OMOJIOTMYECKYH0 aKTHB-
HOCTh Y/IA ¥ mpensiTCTBYyeT WX HCIOIb30BAaHUIO B MeAuIiuHe [2, 3]. B aT0il cBs3m, akTy-
ANBHOM sBJIAETCS 3aja4da 1o pa3padoTke 3(H(HEKTUBHBIX METOJ0B OYUCTKH MOPOIIKOB Y JIA
0T METAUTMYECKHUX MprMecei. KpoMme Toro, mpencTapisieT HHTEPEC UCCIICAOBAHUE TIOBE/IC-
HUSI IPUMECH JKeJIe3a MPH Pa3IMYHbBIX MOCTPOCTOBBIX 00padOTKaX, MPUMEHIEMBIX IS Ha-
MPaBJICHHON (PYHKIIMOHATM3AIMH TOBEpXHOCTH Y JIA.
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MATEPHAJIBI U METO/IbI

B nacrosieit pabore uccnenopaics mopomok mapku Y JIA-I'O-CIT npousBoactea HIT
3A0 «Cunta» (r. Munck). [ ounctku Y/IA 0T MOBEPXHOCTHBIX METAJUIMYECKUX IpPHU-
Mecell mpuMeHsuTach 00paboTKa HaHOAJIMa3a B KOHIICHTPUPOBAHHON COJITHOW KHUCIIOTE B
yibTpa3BykoBoil BanHe (35 kHz, 30W) npu xomHatHOU Temmnepatype. [locne o6paboTkn
ocaok YJIA MHOTOKpaTHO MPOMBIBIM TUCTUIUIMPOBAHHOW BOJOW M OTAEISUIM LIEHTPU-
(yrupoBanreM. KoimdecTBo IMUKIOB OYHCTKH BapbUpoBajock oT 1 1o 6. O6pasubl YA
IO ¥ IOCJI€ OYHCTKU OT MPHMECH XKeJle3a TakKe IOABEPralli Pa3IndHbIM TepMooOpaboT-
KaM, KOTOpBIE OOBIYHO HWCIIONB3YIOTCS JJIsl YHU(PHUKAUK COCTaBa MOBEPXHOCTHBIX (PYHK-
IIMOHAJIBHBIX TPyHI. TepMooOpaboTKa Ha BO3LyXe MPOBOIMIACH B TEMIIEPATYPHOM HHTEP-
Bane T=400-450°C B Teuenne 3—11 gacos. Tepmoo6paGoTka B Bakyyme (10> I1a) mpo-
Bogwiack ripu 1 = 720 °C B Teuennue 1,5 gaca.

CrtpyKkTypa ¥ IpUMECHBII coCTaB 00pa3L0B HCCIIEI0BaIaCh METOIAMH PACTPOBOH dIEK-
TpOHHOK MUKpockonuu (POM) 1 deKTpOHHOTO MUKPO30H/Ia Ha AJIEKTPOHHOM MHKPOCKO-
nme LEO 1455 VP (Carl Zeiss, I'epmanust) ¢ mpucraBkoit Aztec Energy Advanced
X-Max 80 (Oxford Instruments, BenmukoOpurtanus). B kauecTBe OCHOBHOTO METO/Ia aHAIH-
3a MPUMECH jKeJie3a MCIIOJIb30BaCd METOJ 3JIEKTPOHHOI'O MapaMarHUTHOTO pe30HaHca
(BIIP). Cnextpsl JI1P 3anuceBanu mpu 77 K Ha cnekrpomerpe «Varian E-112» (CLLA) B
X-nuamnazone Ha yactote 9,35 I'T'u npu moaymsium nonst 25 k[, aMmnmuTyne Moy nsanuu
1—4 T'c, momaoctr CBY 1-5 MBT. [TapameTpsr g-TeH30pa onpeaensiiii OTHOCUTEIBHO JIH-
Huit cBepXTOHKOiT cTpykTypsl (CTC) Mn”" B MgO.

PE3YJIBTATBI U OBCYXXJIEHUE

CorracHO TaHHBEIM MHKPO30HIIOBOTO aHAJM3a, CONEPKAHUE YIIIeposia B UCXOTHOM II0-
pomke Y/IA cocraBmsuio 93 Bec.%. Obpazen conmepxan mpumeck kuciopona (6 Bec.%),
npumech xenesa (0,38 Bec.%), mpumech tutana (0,21 Bec.%), npumecsk cepsi (0,14 Bec.%),
a TaKKe CJIeIpl XJIopa U amoMUHHA. J|aHHBIA MPUMECHBIA COCTaB XapaKTEepeH Uil Mpo-
MBIIIIEHHBIX TOpOImKOB Y JIA.

B cnekrpax DITP ucxomnoro obpasma YJIA peructpupyercsi OMMHOYHBIA CHTHAN C g-
¢axropom 2,0024, (opma JTHHUM KOTOPOTO XOPOILO OMHCHIBACTCS ypaBHeHHEM JlopeHma.
[vpuna nuHKUM cocTasiseT ~ 7,5 ['c. JlaHHas MMHUSA XapakTepHa Ul YIJIEpOJIHbIX MaTepua-
JIOB M COOTBETCTBYET OOOPBAHHBIM CBSI35IM aTOMOB YIJIepoa. Y3Kas JHHUS HaOlfo1aeTcs Ha

¢done ciaboit CBEPXIITHUPOKOI
(AH ~ 1200 I'c) nuanu ¢ g-hakTopom,
ONMM3KUM K 3HaueHWUsAM g-(hakTopa
CcBOOOJHOTO 3JekTpoHa g = 2,0023
(puc.). I[logoOHBIC JTMHUKM XapaKTEPHBI
it coennHennit skenesa (I11) B Huzko-
CITMHOBOM COCTOSTHUH [7].
Xapaktep HW3MEHEHHS CHrHaia
OIIP mpumecn xene3a B oOpasiax
YJIA B pe3yibTare pa3audHbIX 00pa-
060ToK TpuBejieH B Tabnuie. Bee mo-
1 5‘00 20‘00 25‘00 30})0 35‘00 40‘00 45‘00 queHHLI € p e3yHBTaTI’I H OpMHp OBa-
H, o JUCh Ha WHTCHCHBHOCTH CHTHAJIA B
HCXOJHOM 00pasIie.
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XapakrepHblii cnextp JIIP
HCXO0AHOro oopa3ua YA
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Xapakrep udmenenus curnasna JIIP npumecu skesie3a B oopazuax YA
B pe3yJibTaTe pa3jM4YHbIX 00padoToK

HHTEeHcuBHOCTD
Ne O6pazent QHCPH(;E;{:;I (rllﬁliMe [Tpumevanus
OTH.€/I.
| Wcxonubii 1
cymka pu 7 = 200°C
) OTKHUT Ha BO3yXe 128 Iorepst Macchl npu OT-
T=400°C, t=11 gacos ’ sxure ~ 16%
3 OTKHUT Ha BO3yXe 142 Iorepst Macchl npu OT-
T=425°C, t =5 4acoB ’ sxure ~ 25%
4 OTKHUT Ha BO3yXe 178 Iorepst Macchl npu OT-
T=450°C, t=3 yaca ’ sxure ~ 38%
5 OTXKHT B BaKyyMe 03 Iorepst Maccel npu OT-
T=720°C,t=1,54aca ’ sxure ~ 8,5%
6 | 1-xkparHas obpadbotka B HCI 0,72
7 | 3-xkparHas obpadboTka B HCI 0,28
8 | 6-xparHas oopadorka B HCI 0,025
3-kpatHas obpadbotka B HCI
IloTepst Maccsl pu OT-
9 | + Omxur Ha BO3.lyXe€ 0,6 o
T=425°C, =3 uaca wure ~ 30%
3-kpatHas obpabotka B HCI1
+ OTxHur Ha BO3/1yXe
10 T=425°C, t =3 yaca 0,125
+ 3-kparHas obpadorka B HCI
6-xparHas oopabdorka B HCI
IloTeps Maccel mpu OT-
11 | + Omxur Ha BO3JlyXe 0,03 o
T=425°C, t = 6 yacos xure ~7,5%

W3 nmpuBeieHHBIX B TAONHUIE TAHHBIX CIEAYET, YTO OTXKHT Ha BO3AyXE MPUBOJIMT K yBE-
JUYCHUIO KOHIICHTpAIMK Xkelle3a B oOpasie (oOpasusl 1-4). YBenuuenue curnama D[P
KOPPEIHPYET C MOTEPSIMH Macchl oOpasla mpH OTXHre. BO3MOXHO, TakkKe MPOUCXOIUT
JOOKHCJICHUE TpuMecH kene3a. OTxur B Bakyyme (oOpasell 5) mpUBOJUT K 3aMETHOMY
CHIDKEHUIO MHTeHCUBHOCTU curHana DIIP. IlpuunHa noka He sicHa. Bo3MoxHO uier Boc-
CTaHOBJICHHE OKHCJIOB XkeJie3a ¢ 00pa3oBaHUEeM KapOHuIoB.

MHorokpaTHas yibTpa3BykoBas oopadboTka B HCI (oOpasisl 6—8) NpUBOIUT K CYIIECT-
BEHHOMY CHIDKEHHIO COJepkKaHUA kene3a B oopasuax (1o 40 pa3 npu 6-kpaTHOH NPOMBIB-
ke). 3-kpaTHas 0O0paboTKa, OYEBUAHO, HEJOCTaTOYHA. VIHTepecHO, TakkKe, OTMETUTh, 4TO
3-kpatHas obpabotka Y/IA B HCI mpHBOAMT K YBEIMUYCHHIO CKOPOCTH OKUCJICHHS HAHO-
anmMa3oB. B To Bpems kak mocie 6-KpaTHOH 0O0pabOTKH CKOPOCTH OKHCIECHUS CHIDKACTCS.
Jannbiit 3¢ GexT Taxke TpeOyeT TOMOTHUTEIFHOTO H3YYCHHS.

3AK/IIOYEHUE

Hcnonp3oBaHHBI B HAcTOsIIIEH paboTe Croco0 «XOJOTHOW» YJIbTPa3ByKOBOH oOpa-
0OOTKH B KOHIICHTPUPOBAHHOM COJSIHOM Kuciore 3¢ dektnBHO ouninaet YJIA ot xeneza u
psaia Opyrux HeaaMasHbIX MpUMeced U MOXKET ObITh MCIIOJIb30BaH B Mpou3BoACTBE YA
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JUTE OMOMETUIIMHCKUX TIpUiIoKeHui. [l momHoW ouncTkid Y JIA OT mpUMecH Kele3a Tpe-
OyeTcsl, Kak MUHUMYM, 6-KpaTHas 06paboTka HaHoamma3zos B HCL.
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Pa3paborana KOMOMHMPOBaHHAs METOJUKA ISl ONYYCHHUs] HOBBIX PE3UCTHUBHBIX MaTe-
pPHAJIIOB HA OCHOBE MHKPOIOPOIIKOB JKeJie3a IyTeM HAaHECEHHs HAHOPa3MEPHBIX CIOEB Ha
WX YaCTHIBL. YCTAHOBJIEHbI 3aKOHOMEPHOCTH HM3MEHEHHS 3JIEKTPOCONPOTHBICHHS MOITY-
YEHHBIX MAaTEpHaJIOB OT TeMIepaTypsl B AuamnazoHe temmeparyp ot 150 mo 800 °C. INomy-
YEeHHbIC KOMIIO3MIUOHHBIC PE3UCTUBHBIC MaTePHAIIbl SIBJSIFOTCS KaHAIbHBIMU TPOBOIHH-
KaMH C MEepPKOJISAIHOHHBIM MEXaHU3MOM MPOBOIMMOCTH. BejlnvnHa yAenbHOro COMpOTHB-
JeHUS W XapaKTep ero M3MEHEHHS C POCTOM TEeMIIepaTyphl OINPEAENASTCS PEKHMOM Tep-
M000paboTku. Pa3paboTana TpexaTamHas METOJMKA U W3TOTOBIIEHBI DKCIIEPUMEHTAIbHbBIE
00pasiibl KOMIIOHEHTOB ISl SIICKTPOTEXHHUUYECKMX H3/IEIUil B BUJE IUICHOYHBIX Harpepa-
TEJBHBIX AJIEMEHTOB Ha METAIMYECKHX IMOJJIOKKaX C HPUMEHEHHEM pa3pabOTaHHBIX Ma-
TEpHAJIOB.

Kniouesvie cnosa: pe3nCTUBHBIA MaTepUall; MUKPOIIOPOLIKA METAJIOB; HAHOpa3Mep-
HBIC CJIOU; KOMITO3HI[HOHHBIN MaTepUa; yaeabHOE 3JIEKTPOCOMPOTHBICHHE.
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