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AHHOTANUA

B Hacrosmeit pabote ObLTH MCCIIETOBaHbI (a30BbIE, ONTUYECKHUE M CTPYKTYPHBIC CBOMCTBA
nmopomkoBoro oopasia ZnO B 3aBUCUMOCTH OT U3MEHEHHUsI TeMIIepaTypbl oTxKura. Jjist 3Toro ObuIH
WCIIOJIb30BaHbI CIIEAYIOIINE OCHOBHBIE METOJbI, Takue Kak Meroa CkaHUpYroIas 3JIeKTpOHHAas
Mukpockonusi, KomOnnanmonnoro paccesaue ceeta KP (Pamanckas ciekrpockomnusi), Y @ -BuauMon
CHEKTPOCKOIUHU U METOJI ToporkoBoi muddpakromerpun-XRD coorBercTBeHHO. C MpUMEHEHUEM
mporpaMmHOro  obecmeucHms  Search  Match!3  onpegensiin  crenenn  aMopHOCTH M
KpucTaITMYHOCTH. [lonydyeHHas BbICOKash MHTEHCHUBHOCTh PAMaHOBCKOTO PACCEsIHHs MOITBEp/IiIIa
BBICOKOUYACTOTHYIO (DOHOHHYIO MOJY TeKcaroHaibHOro Biopuura ZnO. MeToaoM ckaHUpYOIen
AIIEKTPOHHOU MUKPOCKOIIUU MOTYYHIINA CTPYKTYPHBIE KAPTUHKH 00pasiia.

KiloueBble ciioBa: reTepocTpyKTypbl, (DOHOHHas Moja KojeOaHui, KOMOMHAIIMOHHOE
paccesiHie CBeTa, BIOPIUT, aMOP(PHOCTH, TATUUKH.

BBeaenue

duznyeckue U XuMUYEeCcKre CBOMCTBA okcuaa IuHKa (ZnO) menaroT ero )XKU3HECTIOCOOHBIM U
Ype3BBIYAHO  TMPUBJICKATENbHBIM  COCJMHEHHEeM IS  HWCIOJb30BaHUS B Pa3jMYHBIX
HAaHOTEXHOJOTUYECKUX TMpuiokeHusx [1-3]. HekoTopble U3 OITHUX MNPHIOKEHUN BKIIOYAIOT
OMOMEIUITNHY, SHEPreTHKYy, MAaTYMKH W ONTHKY [4-5]. B pomoiHeHWe K CBOMM YHHUKAIbHBIM
XUMHYECKUM CBOMCTBAM OH TaKKe€ MMEET IMPOCTYI0 TEXHOJIOTHIO BBIPAIIMBAHUS KPUCTAIJIOB U

npeajiaract 3HA4YUTCIBHO 0ojlee HU3KHE 3aTpaThl HAa IMPOU3BOACTBO IO CPABHCHHUIO C APYrUMU
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MOJTyIIPOBOIHUKAMHU, MCIIOJIb3YEMbIMH B HAHOTEXHOJIOTUSIX M BO MHOTUX oOnactsx [10]. B cBsi3u ¢
3THM, HaMU ObLJIa MPOBEICHA UACHTH(PHUKAIUS 3TUX (a30BBIX COCTOSHHH I TOPOIITKOBOTO 00pasiia
npy pasiuyHbeIX Temmneparypax omkura oT 200°C -no 700°C. PesynpTathl HacTosmieil paboThl, a
TaKKe MPEIBIAYIIUX HAmux pador [6-7], ObutM ToNydeHBI Onaromaps Tomy, uto meron KPC
(paMaHOBCKOW CHEKTPOCKOIHMH) IIO3BOJIIET W OOECIEeYMBACT pEATHM3ALMI0 KAueCTBEHHOTO U
KOJIMYECTBEHHOTO aHajii3a IMOBEPXHOCTH M 00BbeMa HCCIenyeMoro obpasia, aHalu3a CTPYKTYP
TUICHOYHBIX TOKPBITHH, PETUCTpPAMIO Ne(EKTOB W HANPSIKEHUH B aHAIM3HPYEMBIX CTPYKTYpax,
KOHTpOJIs ()a30BOTO COCTOSIHUSA HCCIEAYEMBIX CTPYKTYP, B TOM YHCII€ WACHTU(PHUKALUIO aMOPPHOI
U KPUCTAJIMYECKOH (a3bl.

1. Metoanka 3KkcniepuMeHTa

B Hactosmeit pabote ObLIO NPEINPHUHATO IMOMBITKA NPENATCTBOBATH K HEXKeEJIaTEIbHBIM
s dekTaM ¢ MOMOIIBI0 TEMIEPATypHOTO OTXKUTa OOMyYEHHBIX B TPEX Pa3IMYHBIX TeMIepaTypax
opoIKoBoro oopasma ZnO. J1jis 3ToTo OBLIN UCTIOIH30BAHBI CIICAYIONINE OCHOBHBIC METOTbI, METOT
Kom6unanmonnoro paccestuust csera (KPC) Pamanckast criekTpockonusi U METOJT HOPOIIKOBOM
maddpaxromerpun-XRD, cootBeTcTBeHHO. CKaHUpYFOMIas dIeKTpoHHAs MUKpockomus JSM-1T210
(SEM) 6b1 ucmonb3oBaH iss usydeHus mopdosaoruu odpasnoB ZnO. CoctaB u mopdosoruu
aHanu3upoBaiu ¢ nomonipio COM u 3J1C cnekTpoCcKomuu.

MeTtoauka nmojiy4ueHue oopasua

HanouacTtuiel okcuaa HuHKa NOJydald METOIOM OCaXIeHus U3 pactBopa. CHHTE3 MpOTeKaeT
0 CIEAYIOIIeH CXEMBI:

Zn(CH3C0O0)2¢2H20+Na2C0O3—2Zn0 | +2CH3COONa+CO21+2H-0.

0.1 M pactBop Zn (CH3COOQO),; nobaBuwiu k 5% pacTBOpY MOJMBHHHUIOBOIO CIMpPTa Ha
MarautHo# memainke 30 munyT, motoM go6asuau 0,1 M pactBop NaxCOs, mpogoipkamu nepeMeniaTh
15 MUHYT TIpy KOMHATHOM TemriepaTtype. [loydeHHbIi 0caioK HEeHTPpU(PYrupoBaid CO CKOPOCTHIO
3500 o6/MMHYT ¥ TMpPOMBIBAIM JEUOHU3UPOBAHHOW BOJOW. BrICymMBanu m0pu KOMHATHOM
TeMIieparype.

JKCIePUMEHTATbHBIC Pe3ybTAThl H HX 00CyKIeHHE

B s10if pabote Mopdonorudyeckue, ONTHUECKUE, MEKTPUUYECKUE U CTPYKTYpHBbIE CBOHCTBA B
3aBMCHUMOCTH OT H3MeHeHHus TemmepaTypbl omxkura ot 200°C mo 700°C 6buiu HccieloBaHBI ¢
UCIOJb30BaHUEM MeToJa PaMaHCKOH CIEKTpOCKONHMM, M HOpouKoBoi nudpakromerpun-XRD

COOTBECTCTBCHHO.
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Puc.1. a) b). Ciektp KOMOMHAIIMOHHOTO paccestHus oOpasma ZNO, mpu pa3aHYHBIX TEMIIEpaTypax

omxura. Mexommslii o6paser ()Zn0, (b) T=200°C, (c) T=500°C, (d) T=700°C

Ha Pucynkax 1-(a,b) mpencrasnensr crektpsl KPC HaHOCTPYKTYp, a TakkKe H300paskeHHE
ydacTka MOBEpXHOCTell uccieayemoro obpasua ZnO. Kak BUAHO W3 MPUBEICHHBIX NAHHBIX IS
HICXOTHOTO 00pa3Iia MHTEHCHBHOCTB THKa -438 cM™* 42000, ocIeay oA OTKUT IPH TeMIIepaType
200°C mpHMBOJMT K yMEHBIICHHWIO MHTEHCHBHOCTH JAHHOTO TMHKa 10 24000, a mpu Temmeparype
500°C 20000, 3T0 rOBOPUT O TOM, 4TO C pocToM TemimepaTypbl 10 500°C HHTEHCHBHOCTDH
ymenbinaercs. [Ipu temneparype orkura 700°C MHTEHCHBHOCTB 3TOrO MUKA PE3KO yBETHYUBACTCS
10 56000. [{ns obnerdeHusi TOHUMAaHMS, MbI Pa3eiIUIN CIIEKTPhI Ha aBe YyacTd, oT 200 1o 510 emt
n ot 530 10 1300 cm? , kak mokaszano Ha puc. 1- (¢,d). TTuku ZnO mpu 331, 383 u 436 cm™ oTueTIMBO
Habmoganuch. Heckonbko MUKOB, COOTBETCTBEHHO TpH 584, 660, 1101 u 1154 cM™ GbLIH TaKKe
0OHapy’keHbl B 00IacTU GOJBLIMX BOJHOBBIX umced. Iluku mpu 352 u 654 cm™* — Al. mon
cumMeTpuu, muk Tpu 438 cml mpumuckiBaeTcs K HEMOJAPHBIM onTHYeckuM (oHoHam ZnO ¢
BBICOKOI Moot Ez, a muk mpu 381 cm™ cooTBercTByeT cuMMETpHH A1 K 4acTOTaM HONEPEedHO
ontuueckux (TO) ponoBBIX Moa. ITuku Ha 585 m 1154 cm? — cummerpust E1 cooTBeTCTBYeT K
npojonbHo ontudeckuM mogam LO u 2LO, coorBercTBeHHO. KpoMe TOro, MHTEHCUBHOCTH BCEX

Ha6J'IIO,[[aeMLIX K0JIeOaTeIbHBIX MOJ YMCHBIIAKOTCS C YBCIIMUCHUCM TCMIICPATYPhI OTKUT'a 10 5 OOOC,
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a 3aTeM Tpu Temmeparype omkura 700°C cHoBa yBenmuuBaercs. B pe3ynbpTaTe 3TOTO HPOMCXOIUT
YMEHBIICHHE pa3Mepa HaHOCTPyKTyp. Kpome, Toro wux (opMbel JHMHHH  CTAHOBATCS
ACUMMETPUYHBIMH.

Ha pwuc.3. mnpuBegensl tumuuneie mnpuMepsl COM—  u300pakeHHI MOBEPXHOCTH

HaHomopomkoB ZnO. HaHodacTUIBI OKCHIA IIMHKA IMMOJTYYadd METOJOM OCaXICHUS U3 PacTBOpA

00pasIoB.

c)

Puc.3. M3zo6paxenus ZnO, moyrydeHHbIE ¢ TOMOIIBI0 CKAHUPYIOIIETO IEKTPOHHOTO MUKPOCKOTIA

(SEM): (a) menarpertsiit, (b) narpersiit 7o 700 °C u (C) marpetsrii g0 1100 °C.

W3 puc. 3 BUIHO, YTO MOCIIE TEMIIEPATYPHOTO OTKUTA pa3Mephl 3epeH B oOpasie ZnO umeer
pa3dpoc OT eAUHUIL IO HECKOJIBKHUX JAECITKOB MHKPOMETPOB (cM. puc.3, a, b, ¢). Kak 0b110 cKazaHo
BBIIIIE COCTAB aHATM3UPOBAJIH C MOMOIIKI0 dHeproaucnepcuonnoit (EDS) cnexkrpockonumu.

AToMHBIe cooTHouleHuss Zn u O B HaHomopouikax ObulM HM3MepeHbl ¢ nomoibio EDS, un

OCHOBHBIE pe3y/bTaThl, 00001eHb! B Tabnuie 1. CoBepiIeHHO OYEBUIHO, YTO CYIIECTBYET Ae(UIUT

KHCJIOpOAa JJ1sl BCeX Mpoo.

Tabmuma. 1.

| bispiéy name | Standarddata  Quantification method ~ Result fype |
Spe_001 | Standardless | ZAF | Metal

| Element Line | Mass% | Atom%

1€ BLS 2012003 | 8.88+0.13
o] K 4404004 14.63+0.12

(Al K [ 0.30£0.01 0.59+0.02

Zn K é 93294026 75.90£021

Total 100.00 | 100.00

| Spe_001 Fitting ratio 0.0045 |
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Puc.4. DHEproaucnepcuoHHbIE CIIEKTPHI 00pa3oB, MOTYYCHHbBIE B pe3yinbrare aHam3a SEM-EDS
SICHO TTOKA3bIBAIOT, YTO 00pa3ell, MPUTOTOBJICHHBIN YKa3aHHBIM BBIIIE TyTEeM UMEET YUCThIE (pa3bl
Zn0.

Kpome Toro, Hamu ObLH i€ 0OHapy>KeHBI pHC.4. HATMYKE Yriiepo/ia U allOMUHHS B COCTaBe
HAHOTIOPOIITKA OKCHJIa MMHKA. HecMOTpst Ha 3TO Kak mokasbiBaeT pe3ynbratel SEM-EDS anammsa
oOpasell, MPUTOTOBJICHHBIN YKa3aHHBIM BHINIE MyTeM, UMeeT 4ucThie ¢da3pl ZNO. PeHTreHoBCckuii
aHaJM3 mokasal, 4to o0pasnsl ZNO UMEIT reKCaroHaabHYI0 CTPYKTYpY BiopuuTta ZnO ¢ mukamu B
2 - monoxenusx 31,7°, 34,4°, 36,2°, 47,5°, 56,6° n 62,8°, npuHamiexanmmu mwiockocta (100),
(002), (101), (012), (110) u (013) cooTBETCTBEHHO PHC.S.
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Puc.5. PentrenoBckuii (ha3oBbiid aHamu3 oopasna ZnO, uHaeKchl Mujuiepa 1 mapaMmeTphbl PEIIeTKH.

A Taxke ObUTM TIpOBeACHBI (ha30BbIE KOJMYECTBCHHBIE M KAYECTBCHHBIC aHAITHM3bI
HaHoMOpouIkoB ZnO. OGHapyKEeHO, YTO C POCTOM TEMIIEPATYPhl OTKUTa KPUCTAJTUIMYHOCTH 00pasiia
Zn0O HEe3HAYUTENHHO BO3PACTAETb.

13380: 100181

Takum oOpa3om, CrieKTpbl KOMOMHAIIMOHHOTO paccessHus HaHOMpoInkoB ZnO mokazaiu, 4To
CHJIa  DJIEeKTPOH-(GOHOHHOTO  B3aUMOJCUCTBUS  YBEJIMYUBACTCS C  yBEIMYCHHEM pazMepa
HAHOKPHUCTAJJIOB IIPU HAarpeBe UX 0 700°C. Cunbhbrit muk EoM (BBICOKOYACTOTHBIE (POHOHBI) MPHU

438 cM ! JeMOHCTpHpYeT OTIEYaTOK IeKCaroHalbHOH CTPYKTyphl Bropuuta ZnO ¢ Xopomiei
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KpUCTaTUIHOCTHI0. Konebanue Tsoxenon moapemeTky ZN U KoJiedbaHue KHCIopoa CBA3aHbI C 3TOU

HENnoJsApHOW MonuoHu. IloaTBep:KAEeHO, YTO HAHOKOMIIO3UTHBIE TIE€TEPOCTPYKTYpBI, IOJIYYCHHBIE

IIPOCTBIM XMMUYECKUM METO/I0OM, IPUMEHUMBI I CO3/1aHUsI ONTONIEKTPOHHBIX YCTPOMUCTB.
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