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AHHOTAIUs: 30JIb-TEIh METOJOM OCYILICCTBJICH CHHTE3 HAHOPA3MEPHOTO OKCHJA IIMHKA.
HccnenoBana crpykrypa HaHopasmepHoro ZNnO Ha cramguu reneoOpasoBanus. M3ydeHo
BJIMSIHME TEMIIEpaTypbl MNpokaiuBaHus reinedi ZNO Ha pasMep W TMOJIHAMCIICPCHOCTD
HaHOYacTUIl B oOpasmax, Ha wux @a3oBelii coctaB u cTpykrypy. IlpoBegena UK-
CHEKTPOCKOMHUS 00pa3lloB HAHOPA3MEPHOTO OKCH/JIA ITUHKA.

Knrouesvie cnosa: nanouacmuywvt ZnO, 3016-2e16 Memoo, [IOM, penmeenogpaszosulii ananus,
UK-cnekmpockonusi.

Beenenue

B nocnenHee BpeMs CYIIECTBEHHO BO3pOC HMHTEPEC K IOJIYYEHHIO U
UCCJIEIOBAaHUIO0 HAHOCTPYKTYp ZnO [1, 2]. DTo 00YyCIOBIICHO TEM, YTO IO
CPaBHEHUIO C JPYrUMHU MOJYNPOBOJHUKOBBIMU MaTepuaiaMyd OKCHJ IIMHKa
uMeeT 00Jiee BEICOKYIO SHEPTHIO SKCUTOHHOTO BO30YKIeHUS, 00JIee yCTOUYUB K
paavialuu U SIBISAETCS MHOTO(YHKIMOHAIBHBIM MaTepuaioM, 00JIaJarolumM
MbE30AICKTPUUCCKUMH,  (PEPPOIEKTPUIESCKUMA U (PeppOMarHUTHBIMH
CBOWCTBAaMH. Oxkcupg IMHKa  —  LIMPOKO30HHBIA  (Eg=3,37 3B)
IIOJIYTIPOBOTHUKOBBIN Marepual, [IEPCIEKTUBHBIN DINIG: CO3/1aHus
MOJIyIIPOBOTHUKOBBIX JIA3€POB U CBETOAMOAOB B yibTpaduosetoBoil (YD)
obnacTtu criekTpa. OKCHJ IUHKA MOKET MPUMEHSITHCS B COJTHEUHBIX 3JIEMEHTAX,
nbe30MpeodpazoBaressix, a TakKe B KAueCTBE KATAIUTHYECKUX YaCTHIl U
CEHCOPOB IPHU OMpPEACICHUH MOJIEKYJSIPHOTO COCTaBa CMECH T'a30B U JIp.

JKCIepUMEHTAJbHAS YaCTh
JIns cuHTE3a HAHOPA3MEPHOrO OKCHAA LHWHKA 30Jb-TE€Ib METOJA0M
WCIIOJIb30BAJIM LIUHKCOJEpKaly coyib — Zn(CH,CO0),-2H,0. B kauectse

ocagurenss — 25 % BoaHbll pacTBOp ammuaka NH,-H,O. Bce pacTBOpbI
FOTOBUJIM C HCIOJB30BAHUEM JIUCTHIUIMPOBAHHOW BOJIbI (MPOBOJUMOCTH
3,25+6,2 MKCMm).

Meroavka CMHTE3a HAHOPA3MEPHOTO OKCHJIA LIMHKA 30J1b-T€JIb METOI0M
COCTOSJIa W3 CICNYIONMX CcTaauid: 1) pacTBOpPEHHE IMHKCOJIEPIKAIIEro
npeKypcopa B JHCTUUIMPOBAHHOM BOJE;, 2) CHHTE3 30J1 OKCHIA IMHKA, 3)
nepeBoj; 30711 B renb; 4) neHTpudyrupoBaHHE IOJYYEHHOTO TeIsl M ero
OTMBIBKA JIUCTUUIMPOBAHHOM BOJO¥; 5) mpocylika U MpOKaIMBaHUE TeJIs PH
OIPEAEICHHON TEMIIEPATYpE.
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Du3uko-xumuuecKue acneKkmaol u3yuernusa Kiacmepoe,
HAHOCMPYKmYp U HAHOMAamepuaioe

Mopdosorusi TOBEpXHOCTHBIX CIIOEB HAHOPA3MEPHOTO OKCHJIA IIMHKA
U3y4asiaCh ¢ TOMOIIbIO MPOCBEUUBAIOIIEH AMEKTPOHHON MuKpockonuu ([I19M)
Ha Mmukpockorne JEM-1011, ¢upmer JEOL mpu yckopsitoieM HampsiKeHUU
100 kB.

@®a30BbIM COCTAaB U pa3MEpbl HAHOYACTHUI] OKCHJIA IMHKA, MOJYYEHHOTO
30JIb-T€Ib METOJIOM, HW3Yy4Yalld METOJOM TOPOMIKOBOW AU(PPAKTOMETPUUN
METOJIOM  MaJOYIJIOBOIO  PEHTTEHOBCKOT'O  paccesHuss Ha  mpuodope
«MUHWUJIAB — 6» (TY 4276 — 005 — 57958183 — 07). IIpoBeneHue aHanmmsa u
MOATOTOBKA MPENapaToB OCYINCCTBIBLIMCH COIVIaCHO TpeOoBanusaMm [3].
Wnentudukanus audpakrorpaMm mpoBoauiaachk mo meroauke [4]. O0padboTky
CIIEKTPOB  MAaJOYIJIOBOIO  PAcCEiHHMs NPOBOAWIA C  HCIOJb30BAaHUEM
crieranu3upoBanHoit mporpaMmmbel GNOM.

Jns  uccrnegoBaHUs — TOJNYYEHHBIX ~ OOpa3loB  HMCIOJb30BAU
HUK-cnektpomerp Mmomemu DOCM 1201 ¢ ¢dypwe-ipeoOpazoBaHuEeM.
Bo3moxkHOCTH mpubOopa MO3BOJIAIOT MNPOBOAUTH CKAaHMPOBAHHWE B HIMPOKOM
CHEKTpAJIbHOM Juarna3oHe 400-4000 cm’ B MK-06macTd ¢ MaibIM IIarom
ckanupoBanus. s cremkn MK-cTieKTpOB HaHOKPUCTALIMUECKUX MOPOIIKOB
ZnO WU3rOTaBJIMBAIMA TaOJIETKU. Jlist  aToro  0,0008 r  ZnO  THIATEIBHO

nepemerBaiM ¢ 0,1 T KBr B araToBOW CTYyIKe U MMOMEILAIN B Ipecc-popMmy.
2

[IpeccoBanue mpoBoAwIM TIpU AaBiAeHUH 6000 KIC/CM'B TEYEHHUE 5 MUHYT.

[epen HauaTOM M3MEPEHHI CHUMAIH CIIEKTP XOJIOCTOU MPOObI (YUCTBIN KBr ).

Pe3yabTaThl M HX 00CYKICHUE

I"'eneo6pa3Hble 00pa31bl HAHOPA3MEPHOTO OKCHUA LIMHKA UCCIIEOBAINCH
¢ mnomompio Mmeroga IIOM. Ha puc. 1 npencrtaBieHbl TOJIy4EHHBIE
MuKpodoTtorpaduu.

Puc. 1. Muxkpodororpaguu IIOM HaHOpasMepHOro oOKcuJa LHMHKA HPH Pa3IUYHOM
YBEJIMYEHUU M TUCTOTpaMMa paclpelelieHHUsi HAaHOYaCTUI[ 1O pa3MepaM Ha IOBEPXHOCTH
MIJIACTUHKA OKCHJA ITMHKA.
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Anamm3 MukpodoTorpaduii moka3aj, 9To CTPYKTypa Teliei OKcHuaa IMHKa
MpeACTaBsieT cO00W COBOKYIMHOCTh IUIACTHH Pa3IMYHOM JUIMHBI (OT 0,4 10
20 MKkM), mmpuHBl (0T 100 10 250 HM) M TOMIMHBI (OT 5 A0 15 HM).
VYBenmuuenue pazpemaromieii cnocodnoctu I[IOM mo3Bosmino uccienoBaTh
NOBEPXHOCTh OTAENbHOW IacTHHbl. Kak BHIHO u3 puc. 106, moBepXHOCTh
IUIACTUHKY DPaBHOMEPHO IMMOKPBITa HAaHOYACTULAMM CepuuecKoil (OopMbI C
Y3KUM pacIpeieieHueM 0 pa3Mepam, CPETHUI TUaMeTp KOTOPBIX COCTABIISAET
3+2 uM. Ha puc. 1. npuBenena rucrorpamma pacrpe/ieleHrss HaHOYaCTHIL IO
pazmepam. PacumdpoBka s7eKTpoHOTpaMM TOKa3aia, 4TO Ha MOBEPXHOCTH
IUTACTUH HAXOJATCS HAHOYACTULIBI OKCHUIA [IMHKA.

Jlnsg uccnenoBaHusl BIMSIHUSL TEMIIEpaTypbl MNpPOKaTIMBaHUS 00pas3loB
HaHOpa3MepHOro ZnO Ha uX (Pa3oBbIN COCTAB U CTPYKTYPY ObLII CUHTE3UPOBAH
psan o0pasnoB, KOTOpbIe MpocymmBaiy npu 125 °C, a 3areM NpoKaIuBaiu Mpu
TeMIieparypax otr 175 xo 750 °C. Tlocne BBICYIIIMBAHUS BCE€ OOpa3IIbl
noaBepram  peHrreHogazoBomy aHamuzy (P®A). Pesympratet PDA
NpeCTaBJICHbl Ha pHC. 2.
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Puc. 2. ludpaxrorpammer o6pas3ioB ZNO , MpOKaJeHHBIX TP Pa3IHYHBIX TEMIIEpaTypax.
Kak BunnO U3 puc. 2 Ha qudpakrorpammax o6pazioB ZnO , IpOKAIEHHBIX
NPH pa3IMIHBIX TEMIIEpATypax, NPUCYTCTBYIOT ITUKH, XapaKTEPHBIE T OKCHIIA

IIMHKa B CTpykType THma Broopuuta [4]. Kpome Toro mnpu Bo3pacTaHHH
TEMIIEPATYpbl TPOKAIMBAHHUS TMPOUCXOJHUT YBEINYCHUE HWHTCHCUBHOCTH H
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Cy’KE€HHE MHUKOB Ha Ju(pakTorpaMmax, YTO CBSI3aHO C YBEJIMUYEHUEM Pa3MEpOB
HaHO4YacTHUIl ZnO BCICACTBUEC pa3pyLICHUS CTPYKTYPhI I'€JIsl U arperaiuuy 4acTHI]
IIpU CIICKaHMUU.

C uenbro onpeaeneHus CPEAHEro pa3Mepa HaHOYacTUI ZnO U Xapakrepa
pacmpesielieHlsl HaHOYaCTHUI[ M0 pa3MepaM Bce 00pas3lbl HCCIEAOBAINCH C
INOMOIIBI0O METOJAa MAJOYIJIOBOTO PEHTIEHOBCKOro paccesdHus. Ha puc. 3.
MPEACTABJICHbI THCTOTPaMMbI pacHpeaeiCHuss HaHOoYacTul ZnO IO pa3Mepam
U1l MCCJENyEeMbIX OOpa3loB IO JaHHBIM MAJIOYIJIOBOTO PEHTIE€HOBCKOIO
paccesHus.
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Puc. 3. T'mcrorpammbl pachpeseieHus HadodacTuni ZnO 1o pasMepaM 110 JaHHBIM
MAaJIoyIIoBOro0 peHTreHoBckoro paccesuus: 1 — 125 °C, 2 — 225 °C, 3 - 400 °C, 4 -
750 °C.

Anamu3 puc. 3. MO3BOJIET CJeNaTh BBIBOJ, YTO MPH BO3pPACTaHUU
TEMIIEPaTypbl NMPOKAIMBAHUS ITPOUCXOANUT YBEIMYECHHUE PA3MEPOB HAHOYACTHII
OKCHJIa LIMHKA, a TaK K€ UX MOJIUIUCIIEpCHOCTH. JlaHHbIN (haKT MOATBEpAMIICS U
00CyX1aJICsI TP UCCIIEA0BAHUN 00PA3IIOB C MMOMOIIBIO (DOTOTFOMUHECIIEHTHOM
cniekrpockonuu U nuddy3HOro paccesHus cBera B padore [5].

Ha crnenyromem »stame wuccienoBanuii Obu mosydeHbl WK-criekTpsi
o0pa3ioB HaHopasmepHoro ZnO. Ha puc. 4. mpeactaBiensl UK-cnextpsi
00pa310B HAHOPA3MEPHOTO OKCHJIA IIMHKA, BHICYIICHHBIX U MPOKAIECHHBIX MPH
Temreparypax ot 125 go 750 °C.

PacimdpoBka MK-cniektpa oOpasziia HaHOpa3MEpHOTO OKCHIA IMHKA,
BBICYIIIGHHOTO Tmpu Temmeparype 125 °C, mnoka3ama, 4YTto B oOpasie
OPUCYTCTBYIOT TOJIOCHI TMOIJIOUICHHUS, TOSBJICHUE KOTOPBHIX OOYCJIOBIIEHO
HaJIMYUEM TUIPOKCUIBHBIX (1020-1067 CM'l) U aleratHbix rpymm (725, 1332,
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1400, 1550, 2880—2970 cM "), XUMHUECKH U (PH3UIECKHU a[COPOUPOBAHHO BOIBI
(677, 877, 918, 1550, 3145-3435 cM), a TaK e aMuHO- (677, 877, 1550 cM™)
aKBAaKOMILIEKCOB (677, 877,918 cM ™) muHKa Zn(H,0)2" 1 Zn(NH,)? [6-10].

JlanpHelmi aHam3 puc. 4. OKa3all, 4YTO C YBEJIMYEHUEM TEMIIEPATYPhI
NpOCYIIKM 00pa3loB B JTaHHOM TeMmIiieparypHoM uHTepBasie B MK-cmekrpax
HAOIOAIOTCSI  W3MEHEHWs TOTJIOMEHUS Kak B OOJACTH  BaJICHTHBIX
(2800-3900 cM™'), Tak u B o6mactH aeopMamHOHHEIX (4000—900 cM)
KOJIeOaHUil.
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Puc. 4. HK-cmekrpbl 00pa3loB HAHOPa3MEPHOTO OKCHJAA IIMHKA MPOKAICHHBIX IpU
Pa3IUYHBIX TEMIIEpPATYpax.

B o6mactu nedopmarmonseix kosebanmii B MK-cmektpe oOpasma
HaHOpa3MepHOTO ZnO, BBICymIEHHOTO mpw 125 °C, HaOMIOgaeTCs IMpOKas
rnojoca npu v=_3800-+1250 M ¢ MakcuMymaMmu noriomeHus Ha 1020, 1045 u
1067 cM", KOTOpas 3HAYMTENBHO Cykaercs (950+1100 cm™) ¢ moTepeii
MHTEHCUBHOCTU Yy oOpa3na, BbICyIIEHHOro npu 175 °C, u mHpakTU4eCKd
OTCYTCTBYET y oOpasia, BeICymeHHOTO Tpu 225 °C. Tak Kak IMOTJIONMICHUE B
stoit obmactu MK-cnektpa oOycioBieHO AehopMalMOHHBIMU KOJICOAHUSIMU
CBsI3M Zn—O—H, TO MOKHO 3aKJIIOUHTh, UTO MOJIHOE PaA3JI0KEHUE TUAPOKC uaa
UHKa MPOUCXOAUT IpHU Temmeparypax npocymku Beime 175 °C. Takxke B
obmactm  gedOpMaMOHHBIX  KoOJeOaHWU MPUCYTCTBYIOT  TIOJIOCHI,
00YCJIOBIICHHbIC HAJMYMEM aMHHO- W aKBaKOMIUICKCOB IMHKa, Zn(H,0):" u

Zn(NH,)3", COOTBETCTBEHHO. VIHTEHCHBHOCTD ITHX IOJIOC IAJacT MPAKTHYECKH
0 HyJs TpU JOCTHXKEHHHM TeMIieparypbl npocymku 175 °C, npu KOTopou
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MIPOMCXOIUT TIOJIHOE paspylieHre 3Tux KoMmiuiekcoB. B MK -crektpe oOpasia
HaHOpa3MepHOTO  ZnO, mpokajieHHoro mnpu 225 °C, B  oOnactu
nedopMaIMOHHBIX KOJIEOAHUH MPUCYTCTBYIOT TOJBKO TPU SBHO BBIPAKEHHBIE
MHTCHCHUBHBIC ITOJIOCHI C MAKCMMYMaMHU NOTJIOMICHUA Ha 1332, 1400 u 1550 cm™,
HAJIMYUE KOTOPHIX OOYCIOBJICHO MNPHUCYTCTBHEM KapOOKCHIATHOTO aHWOHA,
IPOYHO aJCOPOMPOBABIIETOCS HAa MOBEPXHOCTHBIX BAaKAHCHOHHBIX Je(eKTax
HaHo4acTull ZnO.

B oOmactm BaneHTHBRIX KoneOanmii B MK-cmektpax oOpasios
HAaHOpPa3MEPHOI'0 OKCHIA LIMHKA, BBICYLICHHBIX IIPU TEMIIEparypax oT 125 1o
225 °C, HaOmromaercs IIOCTENEHHOE NOHW)KEHHWE HMHTEHCHBHOCTH IIOJIOC C
MakcuMymMaMu Ha Vv =3400 em’ m v=3140 CM'l, YTO TOBOPHUT O CHMIKCHUM
KOHIICHTpAlMK BOJBI B rene. Takyke M3MEHSAETCS U THUIl CBS3BIBAHUS MOJIEKYJ
Boabl. Tak y oOpasima HaHOPa3MEPHOTO OKCHAA IIMHKA, BBICYIIEHHOTO MpPH
125 °C, mpeBanupyer mojoca Ha 3400 cM™, mosiBeHue KOTOpPOH 00YCJIOBIIEHO
HaJIMYUEM OJIMTOMEPHO- WK JUMEPHOCBI3aHHBIX MOJIEKYJI BOABL, TO €CTh BOJBI,
HaxXOJSIIEHCS B Topax reii. JlapHeninee yBeIMm4eHne TeEMITEpaTyphbl MPOCYIIKU
10 175 °C npuBOAUT K HE3HAYUTEILHOMY YMEHBIIICHUIO MHTEHCUBHOCTHU 3TOM
[I0JIOCBI W YBEIWYEHHUI0O HHTEHCHUBHOCTU II0JIOCHI Ha 3140 CM'l, HAJIM4Ue
KOTOpPOl OOYCJIOBJIEHO TPUCYTCTBHEM MOJIEKYJ BOJBI, CBS3aHHOU C
KapOOKCHJIATHBIM aHMOHOM. Y 00pa3siia HaHOpa3MepHOTo ZnO , BHICYIIEHHOTO
npu 225 °C, HaOroaeTcs eme O00JIbInee TOHWKEHINE MHTEHCUBHOCTH TTOJIOC Ha
3400 1 3140 cM ™ M OTHOCHTENHHOE BbIPAaBHHUBAHUE MHTEHCUBHOCTH JTHX I10JIOC.
JlanHblli QakT MO3BOJIAET CAENaTh BBIBOJ, UYTO BOJA, HAXOJsIIasics B Mopax
rens, uCHapsieTcs Tmpu  OoJiee HU3KMX  TeMIleparypax, dYeM BOJa,
arcopOupoBaHHass Ha TIOBEPXHOCTM HAHOYACTUIl W  CBsI3aHHasA C
KapOOKCHJIATHBIM aHUOHOM.

IIpu Temneparypax npoxanuBaHusi Bbilie 225 °C MOJOCHI BaJEHTHBIX
KoJje0anuii cBsi3M —O—H TMOJHOCTHIO OTCYTCTBYIOT, YTO TOBOPHUT O TOJHOM
YIaJI€HUU MOJIEKYJI BOJBI U3 IOP I'€ilsd U ¢ MIOBEPXHOCTH HaHOYacTUL] ZnO .

B UK-cnekrpax o0Opa3noB HaHOpa3MepHOTO ZnO, MPOKAIECHHBIX MpPH
Temreparypax 400+750 °C, HaOmoaercs TOJLKO OJHA SIBHO BBIPaKEHHAs
110J10Ca ¢ MaKCUMyMOM Ha 450 cM ™, MOSIBICHHE KOTOPOU B CIIEKTPE CBA3AHO C
KoJje0aHusiMu cBs3u Zn—-0.,

3ak/oueHne

OcymecTBACH CHUHTE3 HAHOPA3MEPHOTO OKCHAa IMHKA 30JIb-Teib
metogoM. [lo pesympTaTtam mcciaenoBaHUs 3aBUCUMOCTH ()a30BOT0 COCTaBa M
CTPYKTYpPbl OKCHJIA ITMHKA OT TEMIIEpaTyphbl CYIIKH YCTaHOBJIEHA ONTUMAJIbHAs
TEeMIIepaTypa, Ipu KOTOPOW MPOUCXOJUT Pa3JIOKEHUE THAPOKCUIA LIMHKA 10
OKCHAa ITMHKA, yJaJleHUE BOJBI M OCTATKOB YKCYCHOHW KHCJIOTBI, TIPHU 3TOM
yacTUllbl ZnO COXPaHSIOT HAHOMETPOBBIC Pa3MEPHI.
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Ilo pe3ynbTaraM MajOyIrjO0BOI'O PEHITEHOBCKOI'O PACCESAHMS I10JTyYEHBI
JIJaHHBIC O pacHpeacICHUAX MO pa3MepaM HaHo4dacTull ZnO, BBISIBJICHA HX
3aBUCUMOCTh OT TeMIICpaTyphbl IPOKAJIMBAHUS.

[Iposenena aeranpHas pacumpponka IK-ciekTpoB, cienanbl BEIBOIBI 110
M3MCHECHHIO COCTaBa, CTPOCHUS U CTPYKTYPHI B 3aBUCHMOCTH OT TEMIIEPaTyphI
MIPOKaJIMBaHUS OKCHA IIUHKA.
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