SKCMNEPUMEHTAIJIbHbIE METOAbI B UCCJIEAOBAHUN
KOHOEHCUPOBAHHOI'O COCTOAHUA

MoAaAyJib 3. MEXAHUYECKUE XAPAKTEPUCTUKU TBEPAObIX TEJ

Jlexus 15.

HaHounHaeHTupoBaHue. NpuHumn paboTtbl npubopa. BrnivaHue TBepaoCcTy NOANOXKKN Ha
MEXaHUNYEeCKNEe XapaKTEPUCTUKN TOHKUX MIEHOK, onpeaensieMblX METO40M
HaHOWHAeHTUpoBaHus. OnpeaeneHne napamMeTpoB MHOEHTUPOBaHUA meTogom Onmeepa
— Gappa. MeTopq onpeaeneHnsa UCTUHHON TBEPAOCTN.
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IpuHOMI U3MepeHus

N3ameputenbHOe yCTPOUCTBO OMyCcKaeTcd 40 TeX Nnop, Nnoka ornopHoe
KOSibLO He DyaeT B KOHTaKTe ¢ 0bpasuom.

Harpy3ska npunaraetcsa npuBogoM CMELLEHUS, COCTOSLLMM U3
SNEeKTPOMarHUTHOWM KaTYLLKW.

BepTukanbHoe nepemelleHme NHOEHTopa KOHTPONMPYETCA EMKOCTHBIM
OATYMKOM, PacMonOXeHHbIM OKOJ10 KOHLA MHAEHTOopa.
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Nanotest 600

Permanent 2 ool
magnet =1
—— Limit stop
Frictionless ‘EE Indenter
pivot # (
Capacitor ____ m=1]
plate
Sample stub or
hot stage
Balance
weight
Damping
plate

Hanounnentop Nanotest 600 mo3BosieT mpoBOAUTH U3MEPEHUS B TPEX PEKUMAaX:
WHJICHTUPOBAaHUE, yIap, llapananue rnpu temneparype 10 500°C.

NanoTest ocHallieH aHTUBUOPAITMOHHBIM CTOJIOM, HA0OPOM MHACHTEPOB, YCTPOIMCTBOM, 4
MO3BOJISIFOIIMM COOMIOATh TOYHYIO TEMIIEPATYPY B Kamepe.



NHOoeHTpoBaHMe Npon3BoanTCS BAaBNMBaHUEM B N3y4aeMbl obpasel, MHOEHTopa,
obnapgatoLwero N3BeCTHbIMWU MeXaHM4YeCKMMIN cBorcTBamMu (oopmMon, Moayrem
yrnpyroctn n T.4.), C 3agaHHbIM YCUITUEM.

HaKOHCYHHK

KperieHHe 1
S

JepKaTenb

W 65.03°

[Mpy HOEHTNPOBAHNKN NCMNOMb3YIOTCS:
- KOHUYECKNN NHOEHTOP

- KyBMYECKNN MHOEHTOP, MMEIOLLNK
doopMy TpexrpaHHOW nupamuibl C
yrnom 90° mexay pebpamu

- MHOeHTop bepkoBuya - TpexrpaHHas
nupamMmugka c c yrinom 65,03° mexay ocbio
N rpaHbio

- tHAeHTop Bukkepca — 4veTbipexrpaHHas
nnMpamMmnaka ¢ KBagpaTHbIM OCHOBaAHMEM U
YrIIOM Npu BEPLUNHE MeXayY
npoTMBosiexalmnmm pebpamm 136°



sUltra-thin coatings less than 100 nm thick
*Micro/nano-composites

sFracture of samples

*Higher resolution in-situ imaging

cube corner 90°

*Bulk ceramics, glasses and metals
_ *Thin, hard films and coatings greater than 100nm
Berkovich thick
*Hard, smooth biomaterials (polished bone)
*Hard polymers (modulus greater than 1GPa)
*in situ imaging

sHarder polymers (modulus greater than 0.5 GPa)
conical, 3 um 90° *Hard biomaterials

*Nanoscratch testing

*Measuring coefficient of friction

*in-situ imaging of tested region

«Soft polymers (modulus less than 0.5 GPa)

«Soft biomaterials (tissue, skin, contact lenses, etc.)
*Nanoscratch testing

*Measuring coefficient of friction

conical, 100 ym 90°
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KpuBasi uHIeHTHUPOBaHUA

LOAD, P

UNLOADING

DISPLACEMENT, h

Phax - MaKkcumasibHasi npusioXeHHasl Ha2py3kKa,

hhax — MakcumasibHasi 271y6uHa nPOHUKHOBEHUS
UHOeHmopa,

h; - ocmamo4Hasi any6uHa omneyamka.



37.1nm

—— d =100 Hm
—— d =250 Hm
—— d =400 Hm

37.6 nm

d = 400 am

40.7 nm

0.25um  0.50 ym

0
1.8 um 0 0.1um 0.6 um 1.8 um

ACM-u300pakeHuss U OpoduiorpaMmbl
MOBEPXHOCTH TUIEHKH A(J 10 (a) U mocie
omkura npu Temmeparypax 150 (0) wu
200°C (B).

Pasmep nzoopaxenuii 1.8x1.8 Mxm?

KpuBble HaHOUHIEHTUPOBaHUA TUICHOK AJ C
pPa3JIMUHBIM Pa3MEpPOM 3€pHA, MOJyUYEHHBIE
npu MakcuMaliibHoi Harpyske 1.0 MH



OmnpeneneHue TBepaocTu meroaoM Onusepa-dDappa

Loading

e P

Unloading

Load, F

max — MAKCHMaJlbHasi IPUIOKEHHAs! Harpy3Ka,
A — njoniaas KOHTaKTa MHAEHTOpa ¢ 00pa3IoM:

frmmm L h2
Displacement, &

3pecb k; n Kk, — KOHCTaHTbl, 3aBucAlme OT
reoMeTpum MHAeHTopa,

hc — hmax - O'75|:)max (@)
dP ).

max
— IIIyOMHA KOHTaKTa UHAESHTOpa ¢ 00pa3Iom,

h

W. Oliver, G. Pharr. J. Mater. Res. 7, 6, 1564 (1992)

max — MAKCUMalbHas TITyOMHa MPOHUKHOBEHUS HHICHTOPA.
Jlns uneansHO octporo uHaeHTopa bepkosmua K, = 24.5 u K, = 0.

B ciyyae peanbHOro MHAEHTOpA BTOPOU YJIEH, ONMCHIBAIOIIMN OTKJIOHEHUS OT
UJICATIbHOW T'€OMETPUHU M3-3a 3aKPYIJTICHUSA OCTPUA IIUPAMUIKU, HE PABEH HYIJIIO.

A=245h?+1.65x10°h,



OnpeneneHue TBEpA0CTH METOA0M padOThI

HHﬂGHTHpOBaHI/IH
A
I 3
. H = kF)max
: 2
. : oW
= |
o€, I
|
W=W,+ W, :
oy rne K — mocrosHHAs, 3aBHUCAIIAS OT
I
A reOMETpUN HHACHTOpA (IJIs MHPaAMUIKU
fi

h (Depth) ' bepkosuua k = 0.0408),

J.R. Tuck, A.M. Korsunsky, S.J. Bull, R.I. Davidson.
Surf. Coat. Technol. 137, 217 (2001).
W, — pabora, xoropass coBepuiacTcs B

MpouccCCc HHACHTUPOBAHUA.

Wtotal :Wplastic +Wtelastic

B ngaHHOM MeETO/IE HE WCIOJB3YETCS BEIWYMHA IUIOMIAAA KOHTAKTA MEXKIY
WHJICHTOPOM M OOpa3loM, YTO JIOJPKHO HPHUBOJWTH K CHMKEHHIO TMOTPEIIHOCTEH B
pe3yibTarax, BO3HMKAIOIIMX W3-3a BBIJABIMBAHUS MaTepHualla IUIEHKH BOKPYT

WHJICHTOPA. 10



OuneHuTh TBEPAOCTh MaTepuaia MOXKHO MyTEeM
HEMOCPEACTBEHHOTO M3MEPEHUS TUIONIAJAM KOHTAKTa
HHJAEHTOpa ¢ oOpasnoM no ACM-u300pakeHus!
OTII€YaTKOB MHJCHTOPA.

[Ipu 5TOM M3MEpEeHHAas IUIOMAAL OTIIEYaTKa JOJKH
BKJIFOYATh B Ce0d IUIOIIAJZh KOHTAKTAa MEXI
VHJICHTOPOM U BbIJABJICHHBIM MaTECPUAJIOM.

690 nm

0 9.4 pm

A ACM-u300paxkeHue u mnpoduiorpamMmma
OTII€YaTKa WHJIEHTOpAa Ha TMOBEPXHOCTH
wieHku Ag. P, = 200 mH.

11



Cxema evioaenueanua (pile-up) (a) u edascnueanun
(sink=in) (6) mamepuana eoxpyz unoenmopa

apparent contact diameter 6 apparent contact diameter

a | |
pi]ﬂh v‘:/

|
lrue contact
diameter

! : T sink-1n

| :x_| true contact

v. . diameter

b

&
&
;r:___'lﬂdtntf:l'

A side surface

true contact
perimeter

pile-up sink-1n v
Msarkas IJICHKA TBepaas IJIEHKA

Teepias MoUIoKKA Msrkast oajI0xKKa 12




He3aBucuMo oT MeTOaa TBEPAOCTh IUIEHOK A(Q HAa MOAJI0KKAX Sl
HeNpepbIBHO pPacTeT ¢ INIyOMHOI MPOHUKHOBEHM !

12 T T T T T 1 T T
1) ] . {1 10% ot ryOuHsI!
e 2 . T
< 8F _
*+ 3 . . .
% :
7 °r s -
s, _
7] i
D L 1 L 1 L 1 L 1

0,0 0.5 1,0 15 20 25
Indentation depth/Film thickness

3aBUCHUMOCTb TBEPJOCTH IIEHKH AJ CO cpeaHUM pazMepoM 3epHa 250 HM OT

OTHOCHUTEIBHOU IJTyOHHBI MTPOHUKHOBCHUSI WHACHTOPA.
1 — TBEPAOCTb, ONpeICICHHAS METOI0M Omusepa-dDappa,
2 — TBEpPAOCTb, BBIYMCICHHAs METOAOM pPa0dOThl HHACHTHUPOBAHUS,

3 — TBEPJOCTh, IOJy4YeHHAas ¢ nomoIbio ACM-u3MepeHuii oTiieuarka. 13



OnpeaeneHne MOAYIs YIIPYTrOCTH METOIOM
Onusepa-Pappa

UNLOADING

LOAD, P

Moayib ynpyrocTu IUIEHKM Ha TOIJIOXKKE
ompeAensieTca IO yIDIy HakKJIOHA  KPUBOM

Y

— By — h pas3Tpy3Ku C TIOMOIIBIO (1% {0111170'¢
kil COOTHOIIIEHUH
— -1 1-v® 1-y2 B
E* . /A dh E* — _|_ _ de
2 v A dP Prax E Eind

e £ — nIpuBeICHHBIA MOIY/Ib YIPYTOCTH CHCTEMBI IUICHKA-UHICHTOP,

Ewn E 4 VU Viy— MOIyIu ynpyroctd u ko3pduuuentsl [lyaccona marepuanos
IIJIEHKHA U UHJIEHTOPA COOTBETCTBEHHO.

A=24.5h>+1.65x10"°h, 14



MoayJb yHpPyrocTu mjieHok Ag Ha MOJI0KKaX S| HeMpepbIBHO PacTeT ¢

IIyOMHOW NPOHUKHOBEHMS !

1 1 L] 1 1

160 F -
Cﬂ 1. ‘.
oy
D 140 F -
4 ] 4
E 120 b -
= ' ‘
S 1ok “ .
% o =100 nm
= " a 4 4=250nm
m ry -

80 i " 4 =400 nm 7

GD M | M | M | M |

0,0 0,5 1,0 15 20 25
Indentation depth/Film thickness

3aBUCHUMOCTH MOAYJIS YIIPYTOCTH INIEHOK AQ Ha MOJIOKKaX Si ¢
Pa3IMYHBIM pPa3MEPOM 3€pHA OT OTHOCHUTEIBHOM ITTyOMHBI
IIPOHUKHOBEHUS HHACHTOPA.

15



OnpeneleHue HCTUHHOM TBEPIOCTH INICHOK A(

12 —
= W0rF = 1 - H=10GPa
H —H + %, (1) 7 f
¢c = Hg T > © 2 - H=04GPa
8 =
14 h %‘2’ 3 - H=2.0GPa IOPT LR
ot é 6 _
4k i
rne H,, H, n H; — 3HaueHus 2
TBEPIAOCTHU KOMITO3UIIMH, 2} .
HOJUIOKKA M IIIEHKH, N R |
COOTBCTCTBCHHO, 0,07 0,1 1 10
h — FJ'IY6I/IHa Indentation depth/Film thickness
BU =
NPOHUKHOBEHHS MHIEHTOPA, 3a CI/IMOCTI)U TBepaoctn mieHkun Ag (d 250 HM),
OIpeIeTICHHON

{ — TOJIIMHA IJICHKH,
QL - MapaMeTp, 3aBUCIIUN
OT TOJIILUHBI IJICHKH.

- MeronoMm OmmBepa-Pappa (1),

- paboThI MHACHTHPOBaHUS (2)

- ¢ momoibio ACM-u3mepenuii otireyarka (3)

OT OTHOCHUTEJIPHOW TIYOMHBI TPOHUKHOBCHHS WHJICHTOPA.
JIuHusAMH TIOKa3aHa ammpokcuManus BeIpaxkeHus (1) k

SKCIICPUMCHTAJIbHBIM JdHHBIM. 6
1



OcobeHHOCTHU onpegeneHna tBepaoCcTtm n MmoaynA ynpyroctm TOHKuX

NMeHOK

B Crlyyae ,,MArkon“ nneHkKu Ha ,,TBepAou“ noaroxke

B CIlyyae ,,TBepaon‘ nrieHKn Ha ,,MArkon“ noarioxke

12 N LA | i LR | N LA |

10 | A Cu/Al -
| n Cu/Cu g
o Cu/Ti /
8} X N
_ *  Cu/Si £
o]
A 6l f -
S |
X Ll e )
p T ]
=t o
5 & . ]
ATa
A-a A% )
M el M s e gl M ea e aaaal
0.01 0.1 1 10

hit

3aBUCHUMOCTh TBepAoCTH IUIeHOK CU Ha
PA3IMYHBIX MOJI0KKAX OT OTHOCHUTEJIHLHOMN

[JTyOHHBI IIPOHUKHOBEHMS WHJCHTOpA.
CromrHon JIMHUEH IMOKa3aHa
armpoOKCUMAIIHs, IIPOBEJICHHAS C IMOMOIIBIO
METOJIUKH OIIpeICICHUS WCTUHHOM
TBEPJOCTH.

E, GPa

180

r A  Cu/Al |
160 = Cu/Cu
o CuTi
Cwsi |]

60 L 1 N 1 L 1 L |

3aBUCHUMOCTb MOJYJSL YIPYTOCTH TUICHOK
Cu Ha pa3IUyYHBIX TMOJIOKKAX  OT

OTHOCHUTEIIBHOMN Ty OUHBI
ITPOHUKHOBCHUS WHJICHTODA.
[IlyBKTUPHBIMM  JIMHUSMU  TOKA3aHBI

3HAYEHUS] MOAYJIEN YIIPYTOCTH MOJJIOXKEK.,

17



MoOXHO NN namepuTb HAHOMHAEHTUPOBAHUEM TOJSILMHY YIIPOYHEHHOro
NOBEPXHOCTHOrO Criof?

CeemnonionbHble [I9M-n300paskeHust U KapTuHbl MUKpoaudpakiuu cioeB ZrYO (a) u
SIAIN (6) B mokpeITHsX, cocTosiux u3 34 ciaoes. Tomuuna kaxoro cios 300 HM.

|||||

Load, mN

Load, mM
Strain rate, s’

L " L L L

0 20 40 60 80 100 120 140 1 1 1 1

Depth, nm 0 100 200 300 400 500
Depth, nm

Depth, nm

KpuBble mnacHTHpOBaHUSA (a, 0) M ckopocTh aedopmanuu (B) 2- (1) m 34-cmoitnoro (2)
nokpeITHii Ha ocHoBe SIAIN/ZrY O pu makcumainbHoM Harpyske 5 (a) u 50 MH (6, B)
18



Bxiaz ot ciaost SIAIN Bo3HHKAeT NI PH ITyOHMHE IPOHUKHOBEHUS MHACHTOPA
ok0J10 300 HM U IPOSIBJISIETCA B PE3KOM YBEJIMYEHHUH yIJIa HAKJIOHA KPUBOM
HAHOMHJICHTUPOBAHUS, a TAKXKE 3aMEIJIEHUM CKOPOCTHU JIe(DOpMALIMHU MOKPHITUH !

50 a 1 ;: 6

a0 |

30 -

Load, mN
Strain rate, s

20 -
01

10

0.01 |

0 T 1 N I 1 L I " L E " " " " "

0 100 200 300 400 500 0 100 200 300 400 500
Depth, nm Depth, nm

KpuBble uHAeHTUpOBaHUS (a) U CKOPOCTh jedhopmariuu (0) 2- (1) u 34-cioitHoro (2) TOKphITUI
Ha ocHOBe SIAIN/ZrYO npu MmakcumanbHOM Harpy3ke 50 MmH

12

TonmmHa mokpeiTusa ZrYO kak pa3 coctapisieT 300 HM. o

H, GPa

Ho Takoe coBnasieHne BO3MOXHO JIMIIb B CIIyYae MIATKUX
IJICHKaX HA TBEPJIBIX IMOJIOXKKAX ! ———

A

i P | i PR | PR |
0.01 041 1 10

19



(HO JIM1 U3MEPUTb HAHOUHAEHTUPOBAHUEM TOJSILMHY YNPOYHEHHOrO
NOBEPXHOCTHOro criof?

0 300 600 900 1200

h, M
3aBHCUMOCTb TBEPAOCTH IOBEPXHOCTHOTO CIIOS % % . 10 pm

OT ITIyOWMHBI IPOHUKHOBEHUS WHACHTOpPA B TTyOb
obpasznioB tutaHa BT1-0, mnHaxomsmmuxcsa B
ucxomHoM coctosHud (1) ®  MMOABEPrHYTHIX
00pabOTKe AIEKTPOHHBIM ITYYKOM C IIJIOTHOCTBHIO

sueprun 12 (2), 18(3), 24 Tx/cm? (4)

Onruueckue N300paKeHUS
MUKPOCTPYKTYpPbI  TOINEPEYHBIX
nuindoB odpasioB tTutaHa BT1-0
nociyic 00padOTKH SJIEKTPOHHBIM
My4YKOM C IUIOTHOCTBIO DHEPrUu

12 (a), 18(6), 24 Jix/em? (B) g



MoOXHO nNu namepuTb HAHOMHAEHTUPOBAHNEM TOJSILMNHY YNPOYHEHHOrO
NOBEpPXHOCTHOro cnos?

H, Ma ' T ' . T T
121 - a H,Maj = 0

12+

0 500 1000 1500 2000 0 500 1000 1500 2000
{, Hm l, m

3aBUCUMOCTh TBEPAOCTH MOBEPXHOCTHOTO cJiosi 00pa3noB ctanu IK-181, moaBeprayThix
00paboTKe My4YKaMHi HOHOB ZI B TedeHUe 6 MUHYT, OT IIyOUHBI IIPOHUKHOBEHUS MHIEHTOPA.
W3mepenust mpoBeJEHbI Ha JIUIIEBOM (a) 1 0OpaTHOI (0) moBepXHOCTH 00pasna

W : Ho el . —

[ v . TR : ? 141 4 : Coo

-" ] 10 + :E 4

gl I | [

al :jIlIIIIIIIIIIIIIIIIIIT...-g. ; ; -_

2] BT

(J)I 460 860 l1 2I00 1 éIOO
g, MEM

OnTtryeckue n3o0paxeHus OOKOBOM rpaHn 00pa3LoB Pacmipenenenne  MHUKpPOTBEPAOCTH  TIO
cramu DK-181, moxBeprayThix 00paboTke myukamu Zr+ OokoBoii Tpanu obpasnos craam IK-181,

B TedeHHe 6 MUHYT. I3MepeHns moaydeHsl BOMI3M TULEBOif (a)  OABEPIHYTBIX  OOTYHYCHHIO TyHKMH
1 00paTHOI (6) MOBEpXHOCTH 00pa3Ia LUPKOHHUS B TeYCHUE 6 MUHYT 2121



BiausgHue temMneparypbl UCHBITAHUU HA TBEPAOCTh
IJIEHOK

2500 -
irc
4'C
| W'C
2000 W'
&2'c
49°C
= - 55"C
Z 15001 | g
= S—-T
g p——r
—
w 10004 | T2
= 101G
— 108G

500 -

Q 100 200 200 400 =00 00 700
Displacement (nim)
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