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HccnenoBaHo cOCTOSIHUE TTPUITOBEPXHOCTHOTO CJIOS MOJIMPOBAHHBIX KPEMHUEBBIX MOIIOXKEK U BIIMSIHUE
Ha Hero IMpoLeaAyp OYMCTKU MOBEPXHOCTU — IPOMBIBKHU B YJIbTPa3ByKOBOI BAHHE, TPaBJIEHUSI U BAKYYMHO-
ro oTkura. MeTomoM PEeHTIeHOBCKON pedIeKTOMETPUU OIpenesieHbl CpeIHeKBaIpaTUUHAs IIEPOXOBa-
TOCTb, TOJILLIMHA U TJIOTHOCTh MPUIIOBEPXHOCTHOrO HapyIlIeHHOTo cj1os1. [Toka3aHo, YTO MOMJTOKKHN UMEIOT
MIPUIIOBEPXHOCTHBIN HAPYILIEHHBIN CJ10#1 ToauHO#i 1.5 HM, HauboJee IPKO HNPOSIBISIOLINIACS TTOCIE OT-
xwura rmpu 350°C. Ha ocHOBe Tpolieayp TpaBJIeHMS U OCISAYIOIIETO BAKYYMHOTO OTXXHUTAa IPEIJIOKEH MO/~
XOJI K OUMCTKE IMOBEPXHOCTU OT 3arpsI3HEHUI, HAPYILIEHHOTO CJI0SI ¥ MOJIYYEHUIO MOMIOXEK CO CpeaHe-
KBaIpaTUYHOM LIEPOXOBATOCTHIO G, = 0.42 HM. DTOT MOAXO MOXKET ObITh MPUMEHEH, B YACTHOCTH, IPU

HaHCCCHMU TOHKUX OPTraHNYCCKUX ITJICHOK.

KioueBble ci1oBa: peHTreHOBCKas peIEKTOMETPpUsI, IIIEPOXOBATOCTh, KPpeMHMEBas ITOJIOXKA, IMTOBEPX-

HOCTb, OTXKWT, HAPYLLIEHHBI CJIOM.
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BBEAEHWE

KpeMmHueBbie TUIACTUHBI IIMPOKO MCIOIb3YIOTCS
B KauyeCTBE OCHOBBI IS (DOPMUPOBAHUS OpTaHUYE-
CKUX, TUOPUOHBIX IUICHOK. Takylo NONyJIsIpHOCTh
OHM 00peJIN BCIICACTBUE XOPOIIO PA3BUTHIX TEXHOJIO-
Ui OJIyYEeHUS TJIAAKOM MMOBEPXHOCTHU C YJIbTpaMaJIoi
IIIEPOXOBATOCThIO M aKTUBHBIX MCCIECHOBAHUI MOP-
¢oorun MOBEepXHOCTU. B MHOycTpun MHMKpO3JIeK-
TPOHUKU, TI¢ KPEMHUEBbBIC OMIOXKI IIPUMEHSIOTCS
B IIPOM3BOJICTBE B KAYECTBE OJHOIO M3 OCHOBHBIX Ma-
TepHAaJIOB, XOPOIIIO U3YYEHBI POCT 1 CTPYKTypa OKCH -
J1a KpeMHUS Ha TIOBEPXHOCTHU IJIacTUH [ 1, 2] 1 Bimsi-
HUE TOJATOTOBKM IOBEPXHOCTH C MCIIOJIb30BaHUEM
MIPOLIeAYp ITOJIMPOBKU U TpaBJICHUSI Ha ee IIIepOX0OBa-
TocTh [3]. IToBEepXHOCTh TaKMX ITOIUIOKEK M3y4daloT
pa3IMYHBIMMA METOIaMM: aTOMHO-CHJIOBOII MMKpPO-
CKOIINU, 3JIJIUIICOMETPUU, MaJIOYIJIOBOIO PEHTTEHOB-
CKOTro paccestHUs [4], peHTTeHOBCKOI pedieKToOMET-
pum [5-7].
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B nociiemHue rogbl aKTUBHO pa3BUBAIOTCSI TEXHO-
JIOTUM CO3JaHUSI U NTUATrHOCTUKU OPTaHWYECKUX U
TMOPUAHBIX MJIaHAPHBIX CUCTEM, B YACTHOCTHU C IO-
MOIIBIO JICHTMIOPOBCKOII TEXHOJIOTUM IIepeHOoCca
clioeB Ha TBepable TomnoxXkn [8—13]. Crenmdnka
TaKUX CUCTEM MPEABSIBISET HOMOTHUTEIbHBIE TPE-
OOBaHMS K XUMHUYECKOI YMCTOTE W HEUTPaJIbHOCTU
IOBEPXHOCTHU IIOJIOXKEK ITO OTHOIIEHUIO K M3ydae-
MBIM O0OBEKTaM (CJIOSIM), MJIST YEro IIUPOKO ITpUMe-
HSIOTCS YABTPAa3BYKOBBIE BAHHBI M OYUCTUTENN [14].
XapakTepHbIe TOJIIINHBI CJIOEB B € IMHUILIBI HAHOMET-
pOB HeaeT HEOOXOAUMBIM MCITOJb30BaHME MOMIO-
KEK C COOTBETCTBYIOIIEH TJIATKOCThIO ITOBEPXHOCTH.

CyliecTByeT psii METOIOB XUMUYECKOM OUUCTKU
KPEMHUEBBIX MOMIOXEK OT OPraHMYECKUX U Heopra-
HUYECKUX IMTPUMECEH U TIOJIydeHUs ITOBEPXHOCTU C
IIepoxoBaToCThIO He Bhilre 1.0—1.5 um [15]. OgHako
IIpUMEHEHE TAKMX METOJ0B OYNCTKN MOXKET ITPUBO-
INTh K (DOPMUPOBAHUIO MTPUIIOBEPXHOCTHBIX Hapy-
IIIEHHBIX CJIOeB. Majias I COMOCTaBUMas 10 cpaB-
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HEHMIO C TOIJIOXKOI paccemBaloasi ClitocCOOHOCTD
OpraHMYeCcKMX TUIEHOK TPeOyeT ydeTa BIMSHUS Ha-
PYLIEHHOTO IIPUTIOBEPXHOCTHOTO CJIOSI, 3aTPYIHSIO-
[IETO MHTEPIIPETALNIO PE3YJIBTATOB PEHTIEHOBCKOTO
SKCIIEpUMEHTA.

B HacToseit pabote npoBeaeHoO pedieKToMeT-
puyecKoe HCCleNOBaHUEe BIUSHUS psda MPOUELyp
OYNCTKHU TOBEPXHOCTHU (TIPOMBIBKU B YJIbTPa3BYKO-
BOIl BaHHE, TPaBJICHUSI U BAKYYMHOTO OTXWra) U Ux
COUYETaHUI Ha CTPYKTYPY NPUITOBEPXHOCTHOTO CJIOS
MOJIMPOBAHHBIX KPEMHUEBBIX MOIIOXKEK.

OBBEKTbI 1 METO/1bl
Mamepuansi u nodeomoska uccaedyemvix 00pa3y06

IMommoxkm mpeacTapisyiv co00if MOHOKPUCTAIIIIN -
yeckue KpemHueBble 1iactTuHbl BITK2K 90.01.000 TY
tommupuHou 380 + 20 MKM C OTHOCTOPOHHE! XMMUKO-
MeXaHN4YeCKOM MoJImpoBKoii [16]. Cpe3 TToBepXHO-
CTM OTKJIOHSIJICSI OT KpUCTajjorpaguieckoro Ha-
npasienust [100] Ha 4° + 0.5° B HanpaBneHuu [110].
Pasmep mnactuH cocrtasist 20 X 15 mm. Uccnenosa-
JIV TOIJTOKKY ITOCJI€ IPOBEASHMS BAKYYMHOI'O OTKM -
ra 6e3 mpeaBapuTEeIbHON OYMCTKU, BAKYYMHOI'O OT-
JKWTa TI0CJIe TIPOMBIBKM B YJIbTPa3BYKOBOI BaHHE,
BaKyyMHOT'O OTXKUTa MocJie IPOMBIBKU B YJIbTPa3By-
KOBOI BaHHE U TPaBJICHUS.

BakyymHBbIii OT>KUT 00pa31ioB MTPOBOAUIU B TE€P-
MoBaKyyMHoIi siueiike (Anton Paar, DHS-1100) c
MPO3PavyHbIM JJIsI pPEHTTEHOBCKOTO U3TyUYeHUs KyIO-
JIOM, YCTAaHOBJIEHHOI1 Ha pEHTTeHOBCKOM AU(PPaKTO-
MmeTpe. Harpes ocyiectsisiu B Bakyyme 10~ m6ap
co cKopocThio 3.6 rpan/mMuH. [locie Toro Kak obpa-
3ell HarpeBajics A0 3aJlaHHOI TeMIlepaTypbl, TTOBEPX-
HOCTb MCCJIEIOBAJIA METOJIOM PEHTTEHOBCKOI pediek-
tometrpuu. Ilepen Hayamom u3MepeHuit oOpasell
BbIIEPKMBAIU TIPU 3aJaHHOM TeMIiepaType B Teue-
Hue 5 muH. [Tociie JoCTUXXEHUSI KOHEYHOM TeMImepa-
TYpbI OTXKHTA 00pa31bl OXJIAXKIAUTUCH (B BAaKyyMe) CO
CKOpOCThIO 12 Tpag/MUH A0 KOMHATHOI TeMIiepaTy-
pBbl, TOCJIE YEro TaK ke MPOBOJAUINCH PEHTTEHOBCKUE
HCCIeJOBaHMSI.

O4YMCTKY B yIBTPa3ByKOBOI1 BAHHE OCYIIECTBISLIN
B pacTBOpE 3TaHOJIa 0COOO0 YMCTOrO TIPU TeMIiepaTy-
pe 50°C Ha npotskeHuu 1 4. 3aTeM IOIOXKHU IIPO-
MBIBAIM CBEPXYMCTON BOmOil  (COIPOTHUBICHHE
18 MOM - cM), TIOJIy4EeHHOM C ITOMOIIBIO CHUCTEMBI
Simplicity 185 (Millipore). Bony ¢ moBepXHOCTH IO~
JIOXKKH CTOHSIJIA CTPYSI CXKaTOTO BO3ayXa.

TpaBineHUe MPOBOAUIN C UCITOJIb30BAaHUEM IT0-
JIMPYIOIIEro TpaBUTENSI B BUIE BOIHOTO pacTBOpa
46% mNNaBUKOBOM KUCIIOTHI C IOOaBJIEHUEM COJIU
NiSO, - 7H,0 B cootHomieHuu 6.52 : 1 mpu temie-
patype 25°C. CKopocTb TpaBJIeHUSI COCTaBJIsijia
=] aM/c. Ilocae TpaBiaeHMs MOIJIOXKHU TaK XKe IPO-

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCITEJOBAHUA  Ne 9

MbIBaJI CBEPXUYMCTONI BONOIA, a BOAY CTOHSIIU CTpyeit
CXaTOTO BO3IyXa.

Memoo penmeernosckoil pegprexmomempuu

DKCNEepUMEHTbl MO PEHTIEHOBCKON pedIeKTO-
METPUM MPOBOOMIM Ha OudpakToMeTpe Smartlab
(Rigaku), ocHallleHHOM PEHTT€HOBCKUM MCTOUYHU-
KOM MOIITHOCTBIO 9 KBT ¢ BpamarommMcs Momome-
HOBBIM aHOAOM. VICITONIB30Bajiv CEKTPaIbHYIO JIV-
H1io MoK, (A = 0.70932 A), uHTeHCUBHOCTb TTyuKa
PETUCTPUPOBAJIM C MTOMOIIBIO CHUHTULISILIUOHHOTO
nerekTopa. s dopMupoBaHusl KBa3UIIapaIeIbHOTO
MyJyka TIPUMEHSTI MHOToCJIoHOe 3epkaimo I'eberrst
(CBO, Rigaku). YrnoBoe pa3peliieHue B ILTOCKOCTH T~
dpakumu, obecrieurBacMOe CHUCTEMOM ITamamolleii 1
MpUEMHBIX 1eseii, coctapisuio 0.012°. Ilepen nerekTo-
POM NIOTIOJIHUTEIIBHO ObLT yCTaHOBJIEH Kyg-britbTp, uro-
Obl MCKJIIOUUTH BKJIAI CHEKTPAJbHOM JIUMHUU
K peHTTeHOBCKOTO M3JIyYeHHUsI B YIIIOBOE pacIpe-
JeJieHre MHTeHCUBHOCTHU. B monepeyHoMm HampaB-
JICHUW Tafaloluii MydyoK 3acBeUuMBasl MpakTUde-
CKM Bech obOpaszell. PediekToMeTpu4YeCcKyo KPUBYIO
PETUCTPUPOBAIM B JAMarna3oHe 3HAYeHUU BeKTOpa
paccesanus g 0—10 um—.

AHanu3 0anHbIX peHmMeeHOBCK oI peghreKkmomempuu

I1s1 aHam3a 3KCIepUMEHTAbHBIX TaHHBIX TTPU-
MEHSUITM cienyromuii monxon. Mccimemyemsurit oopa-
3ell MPEeACTaBIIsI COOOM CIOUCTYIO CUCTEMY C XapaK-
TEPHBIM CTYIEHYAThIM TIpoUIeM pacrpeneeHust
3JIEKTPOHHOM TIJIOTHOCTU IO HOPMaJIu K MOBEPXHOCTU
(1o rmyouHe). Kaxnplit ciioii Takoit CuCTeMbl OTJIMYaI-
Csl TOJMIIMHOM U TIONSIPU3YEMOCTBIO, OIpene/sieMOoi
aToMapHbIM cocTaBoM. sl yyera He WAeaIbHOCTHU
rpaHul] pa3aesa (IIepoXoBaTOCTH, TIEPEXOIHOTO CJI0s)
IpaHUIly pasfena MeXIy CIOsIMU 3aJaBajiyd B BUIE
CTJIaXXeHHOM (DYHKIIUU OIINOOK.

CriaxkeHHBIN TTpodIIb IEKTPOHHOM IJIOTHO-
CTH, MOCTPOCHHBIN C YYE€TOM II€PEXOIHBIX CJIOEB,
pazouBaii Ha B3JeMEHTapHbIe JIaMeau (IIOACIION).
TomuuAay namMeneil moadbupanu TaKk, YTOOBI B IIpeae-
JIaX MX TOJIIIUHBLI U3MEHEHUEM 3JICKTPOHHOM IJIOT-
HOCTU MOXKHO OBLIO IIpeHeOpeub. dnsa chopmupo-
BaHHOIo Habopa JlaMeJieii METOIOM PEKYPPEHTHBIX
cootHomreHuii Ilapparra [17] mpoBogunIM TeopeTH-
YeCKMI pacdeT peIeKTOMEeTPUIECKON KPUBOI s
naHHo# Mozenu. [Tyrem MUHUMU3ALMN DYHKLINU X2,
XapaKTEepU3YIOIIEH PacXOXIECHUS MEXTY SKCIIEpU-
MEHTAJIbHBIMU TAaHHBIMU 1 TEOPETUIECKUMU 3HAUYEe-
HUSIMM, HEJIMHEMHBIM METOIOM HaMMEHBIIINX KBaJI-
paroB (Meton JleBeHOepra—Mapksapara [18]) 6bu1n
MOJIy4eHBI TIPOoGUIIM pacipedesieHUl 3JIEKTPOHHOMN
TJIOTHOCTH T10 TITYOMHE TIPUITOBEPXHOCTHOM 0071aCTH
HACCIIeIyeMbIX 00pa3IoB.

2021
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Taomuuoa 1. TTapamMeTpbl MOIEIN TPUTTOBEPXHOCTHOTO CJIOS IMPU CTYTIEHYaTOM BaKyyMHOM oTkure 10 150°C

Temneparypa, °C d, um O, HM x?
25 1.1 0.89 0.29 1.5

50 1.1 0.90 0.27 1.6

100 0.7 0.85 0.22 1.8

150 0.8 0.88 0.22 1.8
[Tocne orxura 1.0 0.90 0.28 1.4

HpI/IMe‘IaHI/ICI d — TommuHa TIIPUITIOBEPXHOCTHOTO CJI04, P, — JIEKTPOHHA ITIOTHOCTh IPUITOBEPXHOCTHOTO CJIOSI OTHOCUTEIBHO MO/ -

JIOKKH, Gz — HIEPOXOBATOCTb IMPUITOBEPXHOCTHOTI'O CJIOA.

PE3VJIBTATBI 1 X OBCYXIEHHUE

Cmynenuamolil 6aKyyMHbLIL OMICUS
0e3 npedsapumenbHoil OHUCMKU

HarpeB o6pa3siia ocyIecTBIsIM MOCTaAuiHO — C
marom 25°C go 50°C u ¢ marom 50°C go 150°C. Toce
KaXIOW CTaayuu Harpesa mnepel HayajaoM U3MEpPEeHUIA
00pasell BbIACPKUBAIM MPU 3aJaHHOI TeMIiepaType B
TedeHne 5 MuH. BpeMs peructpannm pedieKToMeT-
pUYECKOI KpUBOIi IIp1 (PUKCUPOBAHHOI TEMIIEpATY-
pe cocTabiisiiio 30 MUH.

st o6paboTKM 3KCMEPUMEHTAITBHBIX JAHHBIX
WUCIIOJIb30BaJIM  OUCIOMHYI0O MoAedb  (MOIJIOX-
Ka/TIPUIOBEPXHOCTHBIH CJI0#), TaK KaK MpOCTeIIas]
MOJIeJIb — TIOJJIOXKKA — He TO3BOJIsiJla OMUcaTh IKC-
NepUMEHTAIBHYIO 3aBUCUMOCTb. B Tabn. 1 mpen-
CTaBJIEHbI Pe3yJbTaThl 00pPaOOTKU pedIeKTOMETPU -
YecKOll KpMBOMI: yKazaHa pacueTHas ToJIIUHA d,
MPUBENEHBI 2JIEKTPOHHAS MIIOTHOCTD P, OTHOCUTEIb-
HO MOUTOXKH, ILIEPOXOBATOCTb O, U 3HauUeHue 2. J1o
OTKUTa IIEPOXOBATOCTh MPUIIOBEPXHOCTHOTO CJIOS
rcxoaHoi nmomioxku cocrtasisiia 0.29 um. Ilpu yBe-
JIMYEHUU TeMIIepaTypbl HarpeBa MPOUCXOINIO YMEHb-
IlIEHWE IIEPOXOBATOCTU W YBEJIWUYEHUE JIEKTPOHHOM
IJIOTHOCTU MPUIOBEPXHOCTHOI o6aactu. Hanbosee
3HAYUTENILHO epoXoBaTocTh AG, = 0.05 HM U1 371€eK-
TPOHHasl MJIOTHOCTb U3MEHSJIUCh B AUAIIa30HE TEM-
nepatyp oT 50 mo 100°C (puc. la, 10), 4TO MOXET
OBITh CBSI3aHO C MCTIAPEHUEM BOJIbI U JIETKUX OpTraHu-
yeckux coenuHeHuit. Ilocnemywoomuii Harpes no
150°C cnabo IoBIMSI Ha IIEPOXOBATOCTb IOBEPX-
HOCTHOTO CJIOSI.

IMocme oximaxmeHWs] MOMIOXKEK OO0 KOMHATHOI
TeMIlepaTyphbl M MOCJIEAYIOLIEro HaycKa Bo3ayxa B
TEePMOBAKYyyMHYIO siueiiky (puc. 10, 1r) HaGomaeTcs
BO3pacTaHUE IIePOXOBATOCTU IPUIIOBEPXHOCTHOTO
ciost Ha AG, = 0.06 HM — 10 0.28 HM — U yBeIMYeHUE
2JIEKTpOHHOI TUIOTHOCTH 10 (.90, 4TO, BOZMOXHO,
CBSI3aHO C OKMCJIEHHEM IIPUIIOBEPXHOCTHOIO CJIOSI U
3arpsi3HEHUEM BCJICACTBHE HamycKa Bo3ayxa (aTMO-
cdepnl) B sueiiky. MI3aMeHeHue 111epoXoBaTOCTU MPU-
MOBEPXHOCTHOTO CJIOSI IO HAarpeBa 1 MOCJIe COCTABUIIO

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

0.01 am. Bakyymusriii orxur nipu 150°C cimabo BiausieT
Ha TMTOBEPXHOCTb KPEMHUEBON TTOITOKKM (TabI. 1).

Cmynenuambolii eakyymuuiii omyucue npu 350°C
nocne oMUCMKU 8 YAbMpa3eyKoeoll 6aHHe

J1J11 OYMCTKM TTOJTOXKKHU OT OCEBILEH ITHUIA U JIeT-
KX OpTraHWYECKMX 3arpsi3HEHMI €€ OTMBIBAJIN B YJIb-
Tpa3BYKOBOI BaHHE B 3TaHOJIE 1 TTOTOM ITPOMBIBAIU
muctriuisiToM. [locie mpoMBIBKHM 0Opa3sell ToaBep-
rajicsg CTyINeHYaTOMY HarpeBy OO TeMIlepaTyphl
350°C c nepemMeHHBIM maroM: ot 25 no 50°C ¢ marom
25°C, ot 50 no 150°C ¢ marom 50°C, ot 150 mo 300°C
¢ marom 75°C u ot 300 mo 350°C ¢ marom 50°C. Io-
cJie KaX Mol cTaluy HarpeBa Iepel Ha4yaJloM U3Mepe-
HU 00pa3el BBIIEPKMBAIN B TeueHre 5 MuH. Bpems
peructpaiuu pedIeKTOMETPUIECKO KpUBOil mpu
duKcupoBaHHOI TemMIiepaType cocranisiio 30 MuH. B
Taba. 2 IpeAcTaBJIEHbI Pe3yabTaThl 0OpaOOTKU YIJIO-
BOT0 pacnpeIeeHUs UHTEHCUBHOCTH C TIPUMEHEHUEM
OucIoitHON Momenu (MOIIOXKa/TIPUITOBEPXHOCTHBIN
cioit). CienyeT OTMETUTh, YTO IOCJIE OYMCTKU O0-
pasiia B yJIbTPa3ByKOBOI BAHHE IIIEPOXOBATOCTh CJIOS
yBeanumiachk Ha 0.05 HM ¥ yMEHBIIMIACh DJIEKTPOH-
Hasl TUIOTHOCTb IPUIOBEPXHOCTHOI 00JacTy TI0
CpaBHEHUIO ¢ 00pa3loM 0e3 OYMCTKHU (puc. 2a, 20),
YTO OOYCIOBJICHO BEIMBIBAHUEM JIETKOPACTBOPUMBIX
OpraHM4YeCcKUX (GpakiIunii ¢ MOBEPXHOCTH MOIJTOXKMN.

XapakTep yMEHbIIIEHUsI 1IIEPOXOBATOCTU MPUIIO-
BEPXHOCTHOTO cJj10s1 Tipu Harpese no 150°C (tab6a. 2)
aHAJIOTUYEH TOMY, YTO HaOIIOAICS ITPU BaKyyMHOM
OTXKHUTe 0e3 MpeaBapUTebHOM ouucTKu (Tadi. 1).
IIpu Harpese ot 150 mo 300°C mepoxoBaTOCTb U3Me-
HsleTcsl He3HauuTesibHO. B nmamazone 300—350°C
TUIOTHOCTb TTPUIMOBEPXHOCTHOTO CJIOSI YBEJIUYUBACT-
Csl, YTO BMECTE C YMEHBITIIECHHEM IIIePOXOBATOCTH ITPH-
BOIOWT K TIPOSIBIICHWIO Ha Tpoduie pacrpeneaeHms
BJIEKTPOHHOM TIIOTHOCTH TPAaHWIILI pasmesna Cloi—
NoIIOXKKa B BHAe cTyneHM (puc. 2B, 2r). MOXHO
MPEATONIOXUTb, UTO AaHHBIN 3(h@dEKT 00YyCIOBIEH
HCIIapeHreM JIETYYUX 3arpsi3HeHUi U3 MPUITOBEPX-
HOCTHOTO HapylIEHHOTO cJjios1 oOpasia. TommunHa
TaKOTO CJI0s cCOCTaBJsIeT 1.5 HM.

Ne 9 2021
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a (@)

0.2

(6)

1.0

0.8

0.6

0.4

Pg» OTH. €]I.

0.2

P, OTH. €I

Puc. 1. Pe3ynbraThl vccieqoBaHUA TIPU CTYTIEHYATOM BaKyyMHOM oTxure 1o 150°C: a, B — KpUBbIe pEeHTTEHOBCKOI pedieKk-
TOMEeTpuH; O, T — COOTBETCTBYIOLIME UM MPOGUIN JIEKTPOHHON TJIOTHOCTU MO miyOouHe obOpasua npu Harpese 1o 50 (1),

100 (2), 150°C (/), nocne otkura (/1). ns HarassqHOCTA KPUBBIE PEHTIEHOBCKOI pedIeKTOMETPUM HOPMUPOBaHbI Ha qg.

Touxku — OKCIIEPUMEHT, IMHUMU — pacyeT.

IMocme oxmaxmeHust oGpaslia U MOCIEAYIOIIETO
HaITyCKa BO3AyXa B TEPMOBAKYYMHYVIO STUEIKY LLIEPO-
XOBAaTOCTh HE3HAYUTENbHO yBeamumniach Ha 0.02 HM,
Tak>Ke HaOII0IaIoCh YBEIUYEHUE TOIIIMHBI IIPOSIB-
JIEHHOTO MPUITOBEPXHOCTHOTO ciost. CeayeT oTMe-
TUTh pa3IndMe B U3BMEHEHUU IIIePOXOBATOCTH 00pa3-
IIOB Ha BO3IyXe Mmoce oTkura. Ecim mist oopasia 6e3
NpeaBapuUTEIbHOM OYMCTKM II0CJIE€ BaKyyMHOIO OT-
xwura 1o 150°C yBenuuyeHuMe IIepPOXOBATOCTU COCTa-
Buuto 0.06 HM, ToO It 06pa3iia Mocae OUMCTKHI B YiIb-
Tpa3BYKOBOI BaHHe 1 oTxura n1o 350°C — 0.02 um.
DTO TOBOPUT O TOM, UYTO HA OYUILIEHHYIO B YJIBTPA3BY-
KOBOI1I BaHHE MOBEPXHOCTh MOIJIOXKU IPU OTXKUTE
10 350°C 1 3aIToJTHEHUM BO3IyXOM TEPMOBaKyyMHOIA
SIYeIKM oceacT MEHbIIIE MBI M OpraHUYEeCKUX 3a-
TpsI3HEHUI 13 aTMocdephl, YeM Ha ITOBEpXHOCTH 0e3
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MpPEIBAPUTEIILHON OYMCTKUA Y C MEHBIIIEH TeMrmepa-
TypoO¥i Harpesa.

HM3MmeHeHMe 111epOXOBATOCTU IIPUIOBEPXHOCTHO-
ro ciaod mo M mocie orxkura coctaBmiio 0.04 HM.
MOXXHO TIPEAIONA0XKHUTh, YTO IOCJIE OTXHUIa C IO-
BEpPXHOCTH oOpa3slia BhIIIapuiiach He TOJIBKO BOAA, HO
U ObUIM yHaJIeHbl TSDKEJIble 3arpsi3HEHMSI, KOTOpbIe
“3aMBIBaJIN KapTUHY BOJIM3U TPaHUIIBI ITPUITOBEPX-
HOCTHOTI'O CjI0s Ha Ipoduie 3JIEKTPOHHON TUIOTHO-
CTU, MAaCKUPYS 3TOT CJIOM.

Oorocmadutinwlii 8aKyymmbiii omucue npu 350°C
nocne RPOMbIEKU 8 YAbMPAa38yK060Ill 6AHHE

IMTockoabKy BpeMst U3BMEepPEeHMsI OJHOI KPUBOii pe-
diekroMeTpun coctaBasieT 30 MUH, TO TIPEACTaABISI-
JIO MHTepeC MTPOBECTU SKCITEPUMEHT, MUHYSI PETUCTpa-
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Taoauua 2. [TapaMeTpbl MOIEIM MPUITOBEPXHOCTHOTO CJIOS TIPY CTYIMIEHYaTOM BaKyyMHOM oTxure 10 350°C ¢ mpeaBa-

PUTEJBHOM OYMCTKOM B yJIbTPAa3ByKOBOM BaHHE

Temrmeparypa, °C d, HM Pe O, HM x2
25 0.7 0.75 0.34 0.9

50 1.1 0.84 0.33 1.0

100 1.1 0.90 0.29 1.2

150 1.1 0.87 0.29 1.4

225 1.1 0.83 0.29 1.4

300 1.4 0.90 0.29 1.5

350 1.5 0.92 0.28 1.5

IMocne oTxwura 1.8 0.95 0.30 1.1

HpI/IMe‘{aHI/ICZ d — TonmuuMHa TMPUITOBEPXHOCTHOI'O €104, P, — JEKTPOHHAA INIOTHOCTb IIPUIMTOBEPXHOCTHOI'O €101 OTHOCUTEIBHO MO~

JIOXKH, O, — IIEPOXOBATOCTH MTPUIIOBEPXHOCTHOTO CJIOA.

Ta6auna 3. ITapameTpbl MOAEIN IIPUITOBEPXHOCTHOTO CJI0SI IIPU OJHOCTaAUitHOM BaKyyMHOM otxure 10 350°C ¢ npen-

BapUTEIBHOI OYNCTKOU B yJIbTPAa3BYKOBOU BaHHE

Temneparypa, °C d, HM Pe O, HM X2
25 1.6 0.80 0.35 1.2

350 1.5 0.94 0.27 1.4
ITocie oTxura 1.5 0.91 0.29 1.0

HpI/IMe‘{aHI/ICZ d — TonmuuMHa TMPUITOBEPXHOCTHOI'O €104, P, — JEKTPOHHAA INIOTHOCTb IIPUIMTOBEPXHOCTHOI'O €101 OTHOCUTEIBHO MO~

JIOXKH, O, — IIEPOXOBATOCTH MTPUIIOBEPXHOCTHOTO CJIOA.

LIMI0 KPUBOI MPHU TPOMEKYTOUHBIX TeMIleparypax.
IlpoBommimace oumcTKa obOpasiia B YIBTPa3BYKOBOM
BaHHE, Iajiee OCYIIECTBIISIICS HENPEPHIBHBIM HArpeB
1o 350°C 6e3 mpoMeXXyTOUHBIX cTaguii. Bpems Ha-
rpeBa coctapisuio 1.5 4, BbiaepxkuBaHue mpu 350°C
rnepen peructpanyveil pedaeKToMeTpUu4ecKoil Kpu-
Boit — 5 muH. [Ipu 06paboTKe IKCIIEpUMEHTATBHBIX
IaHHBIX (Taba. 3) TakKe ObLIa MpUMEHEHa OMCIION-
Has MoAesb (ITOIJIOXKKa/TIPUITIOBE PXHOCTHBIN CJIOI).

JlaHHBIC PEHTTEHOBCKOI pedIIEKTOMETPUM TTOKA-
3bIBAIOT AaHAJIOTUYHBIN XapaKTep M3MEHEHUs IIepo-
XOBaTOCTU U TUIOTHOCTHU ITPUITIOBEPXHOCTHOTO CJIOS
oOpa3sua Impyu MHOTOCTAAUAHOM M OJHOCTaIUITHOM
orxure 10 350°C. Ha npodnie 31eKTPOHHO IIJIOT-
HOCTH TIpOSIBISICTCS “CTyINeHbKa”, oTpaxKarolas
TIPUTTOBEPXHOCTHBIN cJ1oii TommuHou 1.5 am. Tlocie
OoXJIaXIEeHMsST oOpaslia IIepOoXOBaTOCTh YBEJIMYMUIIACH
Ha 0.02 HM, KaKk B clly4ae CTyIIEHYaTOrO OTXKHWTa
(Tabin. 2). B magpHeimx ucciaeqoBaHUSIX OOpa3Libl
MOABEPrajIuCh OMHOCTAAUITHOMY OTXKUTY.

Oonocmaduiinslii 6aKyyMHbLLL OMICU2 NOCAE OYUCMKU
8 YAbMPA38YK0BOU 6aHHE U MPABGAEHUS

C uenvlo yaajeHHUs IIPUIIOBEPXHOCTHOIO Hapy-
IIIEHHOT'O CJIOSI M MCITApEHUS JICTY4YMX 3arpsi3HEHUM
OCYIIECTBJISUIN TpaBJIeHUE TTOBEPXHOCTH, TIPOMBIBKY
IUCTWLIATOM M mociaeayroumuii orxur npu 350°C.

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

XapakTepHasi TOJIIMHA BBISIBICHHOTO TIPU OTXUIE
HapylIeHHOTO MPUIIOBEPXHOCTHOTO CJIOSI COCTaBJISI-
eT okoio 1.5 aMm (tabi. 2, 3). Mcxoms u3 TOIIIMHBI
HapyIIeHHOTO CJIOSl U KOHIIEHTpallu1 pacTBopa Tpa-
BUTEJIST (CKOPOCTh TpaBjieHUs = 1 HM/C) ObLIM MOA0-
GpaHbI BpeMeHa TpaBiieHus — 2, 4, 6 u 12 c.

ITocne TpaBiaeHMsI pErUCTPUPOBaAIN pedheKTOMET-
pUYECKYI0O KPUBYIO INPM KOMHATHOI TeMIlepaType.
Hanuuue ocummisdiuumii Ha KpuBbIX (puc. 3a, 306) cBU-
JIETEIbCTBYEeT O (hOPMHUPOBAHMU Ha MOBEPXHOCTHU
TMOAJI0XEK CJIOS TOJLIUMHOM OKOJIO 1 HM, KOTOpPBIit
MOXET OBITh OOYCJIOBJIEH OCTaTKaMM KaK HapyIlIeH-
HOTIO IIPUITOBEPXHOCTHOTO CJIOSI, TaK W TpPaBUTES
IOCJIe IPOMBIBKM ITOBEPXHOCTH MOMJIOXKHM JTUCTUII-
asaToM. IToaTomMy TIpu 00pabOTKe JaHHBIX 00Pa3IloB
MOCJIe TPaBIeHMsI, HO OO OTXKWTa MCII0JIb30BaJIl MO-
JIeJIb IOIJI0KKAa,/ MBYXKOMIIOHEHTHBII cy1oii. B Ta6ii. 4
IpeacTaBiICHBI HapaMeTPEl MOAESIN CJIOST HAa ITOBEPX-
HOCTH TIOIJIOXKEK IT0CJIe TPaBJICHUS C pa3HbIM BpeMe-
HEM BbIIEPXXUBAHUS 110 JaHHBIM PEHTIEeHOBCKOM pe-
¢IeKTOMETpUHU, TTOJIyYEHHBIM IIPU KOMHATHOM TeM-
nepatype. [ToCKoIbKy Takoi CJI0M MMEET CIOKHYIO
CTPYKTYPY, IIPU YBEIMUYCHUN BpEeMEHU TPABJICHUS OT 2
10 4 ¢ cHayaja YMEHBIIAETCS €r0 TOJIIIMHA 3a CYET
KOMIIOHEHTa, COOTBETCTBYIOIIEIO OCTaTKaM Hapy-
IIIEHHOTO CJIOS TOIJIOXKHW, 4YTO COIIPOBOXKIACTCS
yMeHblIIeHHeM IiepoxoBaTocTtu. Ilpu manbHeiiem
yBEJIMUYEHUM BpeMEHM TpaslieHus oT 4 mo 12 ¢ Ha-
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Puc. 2. Pe3ynbpTaThl KCCIeAOBaHUIM ITPpU BaKyyMHOM oTkure 10 350°C mociie IIpOMbIBKHU B YJIbTPa3ByKOBOI BaHHE: a, B — KPU-
Bbl€ PEHTIT€HOBCKOI pedIeKTOMETPUHU; O, T — COOTBETCTBYIOIINE UM MPOMUIN 2JIEKTPOHHOM MIOTHOCTHU MO ITyOrHe oOpas3ia
6e3 mTpoMbIBKHU ( /), ¢ MPOMBIBKOI (2) IpU KOMHATHOM TeMIlepaType B BaKyyMHoOI Kamepe, ripu Harpese 10 300 (1), 350°C (/1),

" 4
nocie oxnaxaenus (/11). J1ns HarisiHOCTH KpUBbIE PEHTTEHOBCKOM pedIeKTOMETPUM HOPMUPOBAHbI Ha g, . Touku — sKcre-

PUMEHT, JIMHUM — pacyeT.

OromaeTcs YBEJIMYCHUEC TOJTMIMHBI CJIOA 3a CUCT ITPU-
CYTCTBUA OCTAaTKOB TPABUTECJIA.

B nanwsHeiinieM oOpa3ibl ObLIN MOABESPTHYTHI OT-
xwury ipu 350°C (BpeMst HarpeBa 1.5 4, BeIOepKUBa-

Taomma 4. ITapamerpsl ipu 25°C MoIeIn caosl Ha I10-
BEPXHOCTH ITOUIOKKH TTOCTIE TPABIIEHUS

Bpewms tpaBiienus, ¢ | d, HM Pe 0., HM XZ
2 1.2 0.57 0.60 1.3

4 0.7 0.77 0.42 1.4

6 0.9 0.50 0.31 1.2

12 1.1 0.73 0.38 2.2

IIpumeuaHue: d — ToIIMHA CJ104, P, — 2JIEKTPOHHAS IUIOTHOCTD
CJIOSI OTHOCUTEJIBHO TMOJIOXKH, G, — IIEPOXOBATOCTb IPUIIO-
BEPXHOCTHOTO CJIOSI.

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIIENOBAHUSA  Ne 9

Hue npu Temreparype 350°C B TedeHHe 5 MUH) U TI0-
CJIeIyIONIEMY OXJIaXKISHUIO 10 KOMHATHOI TeMIlepa-
TyphI (25°C) ¢ HAIlyCKOM BO3IyXa B TEPMOBaKyyMHYIO
SA4eiiKy. DKCIIepUMEHTaJIbHbIE pedaeKToMeTprIe-
cKkue KpuBbie (puc. 3B, 3r) XOpOIIO OIMCHIBAIOTCS
VIIPOIIEHHOM MOJIEJIbIO — IOJIOKKOMN 0e3 JOMOJIHM-
TEJbHBIX MOACI0EB, YTO TOBOPUT O TOM, UTO Hapy-
IICHHBIN CI0M OBIJT yIaJeH ITyTeM TPaBJIeHMS, a CJIOM
13 OCTAaTKOB TPaBUTEJISI MCIIAPMIICS TOCIE OTKuTra. B
Tabj. 5 mpMBeOeHBI 3HAUYEHUSI CpeTHEKBamapaTUd-
HOII IIIepOXOBAaTOCTH IIOMJIOKEK IIOCJIe TPaBJICHUS,
orxura 1pu 350°C 1 mocCaenyolIero OXaaxXIeHu s .
ITocne oTxura 11epoXoBaTOCTh MOBEPXHOCTU 00pas-
1I0B, IIPOTPaABJICHHBIX B TeueHUe 2 U 4 C, yMCHbIIIAeT-
Csl, UYTO MOXKHO OOBSICHUTH MCIIapeHUEM OCTaTKOB
BOIHOIO pacTBOpa TpaBUTESI. ¥ 00pa310B CO BpeMe-
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Puc. 3. PesynbTaThl MicciienoBaHMiA TIPY TPABJICHUHU U TTOCIIEAYIONIeM BaKyyMHOM oTxure 10 350°C: a, B — KpUBbIE pEHTTeHOB-
CKOI1 pedIeKTOMETpUU; O, I — COOTBETCTBYIOLIME UM MPOMOUIN I€KTPOHHOM MIIOTHOCTH IO TJIyOMHE 00pa3loB Mocie TpaB-
nenwust B teuenue 2 (1, 1), 4 (2, I1), 6 (3, 11]) u 12 c (4, IV), noirydeHHbIe IPU KOMHATHOM TemItepatype (/—4) u mocje Harpesa
U OXJIAXKIEHUST IO KOMHATHOM TeMrniepatypbl (/—1V). 1ns HarasiiHOCTH KPUBbIE pEHTTEHOBCKOM peIeKTOMETPUM HOPMUPO-

4
BaHbI Ha qZ . Touku — OKCNIEPUMEHT, TMHUUN — paCyeT.

HeM TpaBJIeHUS 6 1 12 ¢ IepoXoBaTOCTh YBEJIMINBA-
€TCsl, YTO, BO3MOXHO, CBSI3aHO C yAajJeHUEeM CJIOosl
TOJIIIUHOM Ooibliie 1.5 HM 1 obpa3zoBaHUEM ITyCTOT
BCJIEICTBME HEOTHOPOJHOCTU TPaBJIEHUS TIOBEPXHO-
CTU KPEMHMUSI.

Tab6auna 5. CpegHekBagpaTUYHAs ILIEPOXOBATOCTH IO -
JIOXEK (O,) mocie TpaBienus, okura npu 350°C u nocJie-
IYIOIIETO OXJIAKIEHUST

Bpems tpaBneHus, ¢ G, HM x>
2 0.54 2.7

4 0.42 1.8

6 0.45 2.9

12 0.56 4.1

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

JaHHBIe peHTTeHOBCKOI pedIeKTOMETPpUHN MOKa-
3bIBAIOT, YTO ONTUMAIILHBIM BpEeMEHEM TpaBJICHUS
M3Y4EeHHBIX 00pas31oB gBisgeTcsd 4 ¢ — HaOJomaeTcs
HaMMeEeHbIIasl 11epOXOBATOCTh MOMJOXKU M Haubo-
Jiee pe3kasi rpaHulia paszaena (puc. 3a, 36, Tabm. 5). B
pe3yJibTaTe TocJie TPaBICHUS U OTXKMUTA yaaeTcs Mo-
JIYYUTb OYUILIEHHYIO OT IPUMECHBIX U OPraHUYECKUX
3arpsI3HEHMH TTOIOXKKY C IIepoxoBaToCThIO 0.42 HM
W yIJIUTh MPUITOBEPXHOCTHBIN €TI0, HaOIoAaeMblii
B o0Opa3liax KpPeMHMEBBIX IIJIACTUH MO TpaBJICHUS
(puc. 3B, 3r, Tabiu. 5). CTOUT OTMETUTDh, UYTO DJIEK-
TPOHHAasl TUIOTHOCTb MOMJIOXEK MOCse TPaBJeHUS B
TeueHue 2 1 12 ¢ u orxkure npu 350°C 3aMeTHO MEeHb-
111e, YeM IPU JUTUTEIbHOCTH TpaBiieHus 4 u 6 ¢. U npo-
GUITh BIIEKTPOHHOM INIOTHOCTH MMEET 0oJiee “pa3MbI-
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TBIe” TPaHMIIBI pa3denia B IEPBOM ciydae 1o CpaBHe-
HUIO CO BTOPBIM.

3AK/IIOYEHHME

ITpoBeneHo uccieqoBaHue BAUSHUSI BAKYYMHO-
ro OTXWra, OYMCTKU B YJbTPA3ByKOBOW BaHHE U
TpaBJIEHUS MOBEPXHOCTU KPEMHMEBBIX TOIJIOXEK
Ha CTPYKTYpY MPUITIOBEPXHOCTHOTO CJIOSI METOIOM
pEHTIreHOBCKOU pedraekTomerpun. [lokazaHo, 4dTO
MpeaBapuTeIbHasl OYMCTKA B yJIbTPa3ByKOBOU BaHHE
0e3 rocaeayIoNnIero OTXKura ynaiaseT JIerkopacTBOpHr-
MbI€ B 3TaHOJIe OPraHWYECKHME 3arpsi3HEHUS, HO yBe-
JIMYMBAET IEPOXOBATOCTb MPUIMTOBEPXHOCTHOTO CJIOS
nomioxky Ha 0.05 HM. OTXUT IIpU TeMIIepaType
150°C BbIITapuBacT BOOHYIO COCTABIISIIOIIYIO IIPUAIIO-
BEPXHOCTHOTO CJIOSI U TIO3BOJISIET TIOJYYUTh TTOBEPX-
HOCTb IOJIOKKU C IIepoX0oBaToCcThio 0.28 HM. OTXUT
npu temiiepatype 350°C DOMOJHUTEIBHO OYMILIAET
IMIOBEPXHOCTH OT 00JIe€ TSLKEIbIX (IPEUMYIIIECTBEHHO
OpPraHMWYECKMX) 3aTPSI3HEHUI U TI03BOJISIET BbISIBUTD
MPUIIOBEPXHOCTHBIN HAPYILIEHHBIN CJION TOMLIMHONK
1.5 HM ¢ iepoxoBaTocThiO 0.3 HM.

IIpuMeHeHrEe 00pabOTKU ITOBEPXHOCTU KPEeMHU-
€BBIX IUIACTUH B BUJIE TPaBJIEHUS CO CKOPOCThIO 1 HM/C
B TeueHre 4 ¢ U mociaeaylomero orkura npu 350°C
MO3BOJISIET MOJIYYUTh OYUIIIEHHYIO MOMIOXKY O0e3 ITpH-
MMOBEPXHOCTHOTO CJIOS C IIEpOX0BaTOCTHIO 0.42 HM.

KpeMHUEBBIE TTOIIOXKHA ¢ MOAUGUIIMPOBAHHOMN
BBIIIEYKA3aHHBIM 00pa3oM ITOBEPXHOCTbIO MOTYT
OBITh MCITOJIB30BAaHbI MPU HAHECEHUU U U3YYECHUU
OpraHMYeCKUX M TUOPUIOHBIX IJIAHAPHBIX HAHOCHU-
cTeM (B TOM Ymciie c1abo pacceuBaloIuX peHTIEHOB-
CKO€ U3JTy4eHUE), YTO MO3BOJIUT MOBBICUTh TOYHOCTD
OIpeeeHUs MTapaMeTPOB UX CIOUCTOM CTPYKTYPhI U
KCCIeA0BaTh BIMSHUE ITOBEPXHOCTU TMOMIOXKHU Ha
¢dopMUpOBaHUE TOHKHX TIEHOK.

BJIIATOOJAPHOCTHU

Pa6ota BbImOJIHEHA Hpu Homaepxkke MMHUCTEpCTBa
HayKu U BbIciiero oopasoBaHus P® B pamkax ['ocymap-
crBeHHoro 3agmaHust @HUII “Kpucramiorpadus u ¢poro-
Huka” PAH c wucnonb3oBanueMm obGopymoBaHus LIKII
(mpoekt RFMEFI62119X0035) B yacTH ITOATOTOBKU 0Gpa3-
IIOB U peajn3aluy 3KCIIePUMEHTOB, a TakKe TTpu (hUHaH-
coBoit monaepxkke POPU (mpoekT Ne 19-29-12043 mK) B
YaCTU Pa3BUTUSI BBIYMCIUTENIbHBIX METOAOB aHajau3a
PEHTTEHOBCKUX TaHHBIX.
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X-Ray Reflectometry Study of the State of the Surface Layer of Polished Silicon
Substrates Depending on the Methods of Their Cleaning

Yu. A. Volkovsky" % *, A. Yu. Seregin!-2, M. S. Folomeshkin!-2, P. A. Prosekov’-2, M. D. Pavlyuk!,
Yu. V. Pisarevsky' 2, A. E. Blagov'2, and M. V. Kovalchuk! 23
! nstitute of Crystallography FSRC “Crystallography and Photonics” RAS, Moscow, 119333 Russia
2National Research Center “Kurchatov Institute”, Moscow, 123182 Russia
3Saint Petersburg State University, Saint Petersburg, 199034 Russia
*e-mail: irlandez08@yandex.ru

The state of the surface layer of polished silicon substrates and the effect of surface cleaning procedures, such
as washing in an ultrasonic bath, etching, and vacuum annealing, was studied. The X-ray reflectivity tech-
nique was used to determine the root-mean-square roughness, thickness, and density of the damaged near-
surface layer. It was shown that the substrates had a surface damaged layer 1.5 nm thick, which was most pro-
nounced after annealing at 350°C. Based on the etching procedures and subsequent vacuum annealing, an
approach is proposed for cleaning the surface from contaminants, a damaged layer and obtaining substrates
with a root-mean-square roughness 6, = 0.42 nm. This approach can be used, in particular, for the deposition
of thin organic films.

Keywords: X-ray reflectivity, roughness, silicon substrate, surface, annealing, damaged layer.
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