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Avarouia TEM
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2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong
Transition Electron Microscopy TEM

Karaoksun ®akwv

« HAgKTpOHAYVNTIKOI QPAKOI

e > 12 KING BAPOC KAl N EEWTEPIKN TOUC dlAuETPOG 15 — 20 cm

* AUEnon NG I0XU0C TWV POKWV odNyeEi o€ KATAVAAWON MEYAAWV PEUMATWY Kal

KAT ETTEKTAON O€ AVATTTUSN UPnNAwWyV BEpuOoKpaATIWY,

TTPAYHA TTOU 00NYEi O Xprion oOucTAPATOS WUENG

* Ta eCOPTAMATA TTOU ATTOTEAOUV TOUG (PAKOUC €ival
KATAOKEUAOPEVA Kal TOTTOBETNUEVA O BEOEIC PE
aKpPiBEIa YIKPOU TOU METPOU KAl JE TETOIOV TPOTTO WOTE

O QOTIYMATIONOG va gival EAAXIOTOC

'@ Vssics Binoa. HAEKTPONIKH MIKPOZKOMIA, ®-277




2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong
Transition Electron Microscopy TEM

Quoika Aiappayuara Pakwv

« Quoika Ola@pAyHATA TTEPIOPICHOU
QEONUNG £XOUV OAOI OI PaKOi

« TomoBetouvial TOAU  KOVIQ  OTOUG
TTOAOUG (ZTaBepa 1} KIvNTA)

« AkpiBAc 6Béon yia TNV  OWOTAH
euBbuypdaupuion

* [lAativa | yoAuBdaivio ye oxAua dioko,
dlaueTpog ~3mm, T1axoc 0.5mm Kai
avolypa oG 10um — 500um

 Ta 1Mo onuavTIKa €ival ToU CUMTIUKVWTA

KAl TOU AQVTIKEI |J€VIKOL'J

'@ Vssics Binoa. HAEKTPONIKH MIKPOZKOMIA, ®-277




2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong
Transition Electron Microscopy TEM

AImrAoi Pakoi

loxupog ¢pakog « [1a peyaAuTepn akpipeia eubBuypaupiong

2N KataokeudlovTal ol dITTAoi paKoi

>  NepiEddn  MAeovékTnua

T PuBpidovtag povo 1o dvolyua Tou TTavw Kal

G oy - Caniaes TOU KATW PEPOUC UTTOPOUUE VA EXOUME Evav
/’ IoOXUPO QaKO Kal £vav dlopObwTikO acBevn

AcBevni¢ daxog OUYXPOVWG. 2UVABWG XPNOIKOTTOIEITal TTPIV

TO QVTIKEIYEVO.

MelovéKTnpO

Mn avecapTnTog EAEYXOG TOUG

FORTH / IESL / TCM HAEKTPONIKH MIKPOZKOIIA, ®-277

@ Vassilios Binas
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fvotnua Qwrtiopov KoAwva
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2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong
Transition Electron Microscopy TEM

mmuwwmm B LT XL LT Y KoAdva

finn)

Hiextpovion

| * H koAwva ota peydAng A.l. H/M gival katakopu®n yia

ek e p R
v}ll"’:oq g g MEYAAUTEPN €UOTABEIO KAl AVTOXN O€ KPadaououg Kal

Pokot
Hie KTpOY 104

KAAUTEPN OTEYAVOTNTA KEVOU

Buadntya
Avtlkedlevoy

v * O apBudc TwY Qakwy gival 2 — 6

~——

Bladgayua
Mepibhagns

TuAua
Mapaxohaubinone

Tlapifiupo

loparimon;

FORTH / IESL / TCM HAEKTPONIKH MIKPOZKOIIA, ®-277
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Mérpiag amrédoong H/M pe 4 @akouUg MeydAng arrédoong H/M pe 6 @akoug

(1 oUPTTUKVWTA Kal 3 (AVTIKEIPEVIKO, EVOIANEDO (2 CUUTTUKVWTEC Kal 4 (QVTIKEIMEVIKO,

Kal TTPOBOAIKO) TTEPIBAACIOKO, EVOIAUETO Kal TTPOLROAIKO)
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2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong

Transition Electron Microscopy TEM

2uotnua ewriouoU

ATtroTeAgiTal atmd TNV TTNYR TWV NAEKTPOVIWV 1| OTTWG
ouvNBwc AéyeTal To NAEKTPOVIKO OTTAO (electron gun) TToU
TTOPAYEl Kal ETTAXUVEI Ta NAEKTPOVIA, KAl TO oUCTNMO
TOU OUUTTUKVWTA TIOU OUAAEYEl Kal KaTeuBuvel T1a

NAEKTPOVIA TTAVW OTO dEiyla.

H @wrteivotnTa Tou TEAIKOU €10WAOU €§apTATAI ATTO TOV
apIOuO TWV nAeKTpoviwv (1 TNV TTUKVOTNTA  TWV
NAEKTPOVIWV) TTOU UTTOPEI VO PUBMICTEI €iTE ATTO TTNYN €iTE
amrdé €0TiOON TOU 1 TWV @QOKWV TOU CUUTIUKVWTH,

aAAalovtag €101 KAl TNV TTEPIOXH GWTIOMOU.

HAEKTPONIKH MIKPOZKOIIA, ®-277




2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong
Transition Electron Microscopy TEM

2uortnua ewriouou - Kabodoc¢

R I

] ' *  MeTaAAIKO NAekTPOSIO

 XOpPaKTNPIOTIKO OAWV TWwWV METAAWV €ival  OTi
C f TTEPIEXOUV 10VTA KAl EAEUBEPA NAEKTPOVIA, TA OTTOIA AV
Kal €AeUBepa va kivnBouv péoa OTo PETAAAO Oev

[ MTTOPOUV ATTO POvVa TOUG VA TTEPACOUV TNV ETTIQAVEIA

\ / TOU JETAAAOU Kal va PUYOUV ETTEION EAKOVTAI TTIOW ATTO
\F Ta BeTIKA 16VTA.

 AuUCnon 1Tng Bepuokpaciac Tou METAAAOU o0Onyei Ta

NAEKTPOVIO va €XOUuV PEYAAN KIVNTIKA EVEPYEIQ KAl VA
dla@euyouv oxnuaTifovrag Eva VEQPOG NAEKTPOVIWV

OEPUIOVIKA EKTTOMTTN

FORTH / IESL / TCM HAEKTPONIKH MIKPOZKOIIA, ®-277

@ Vassilios Binas




2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong
Transition Electron Microscopy TEM

2uoTtnua ewriolou - Kabodoc¢

« lNa va arreAeuBepwBei €va nAektpdévio atmd TNV
ETMIPAVEIN TOU METAANOU TTPETTEI VO KOTAVOAWOEI
KATTOIO €pyo TO OTT0i0 ovoudaletal €épyo €§6O0U Kal
gival xapaktnpIoTIKO KABE PeTAAAOU.

* O apiBudc Twv nAekTpoviwv TTOU aTTEAEUBEPWVOVTAI
(n) €ival ouvApTNOon ETTOPEVWG, TOU £PYOU £EOO0U (W)

OUNPWVA JE TNV OXEOoN

2uvapTnon peupaTog /cm2 dnhadn n=Ax T2 X e—W/ kT

TWV NAEKTPOVIWY, WG TIPOGC TNV
) ) ) ) Otrou, A kai K givar otaBepéc kai Ta givar n armmoAutn
Beppokpacia yia Eva vrua (kd8odo)

BoA@papiou Bepuokpaaia Tou peTAAAOU

FORTH / IESL / TCM HAEKTPONIKH MIKPOZKOIIA, ®-277

@ Vassilios Binas
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2uyxpovo HAskrpoviko Mikpookomio AiEAsuonc
Transition Electron Microscopy TEM

2uortnua ewriouou - Kabodoc¢

Atraches o
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2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong
Transition Electron Microscopy TEM

2uoTtnua ewrIouoU — Emitayuvon nAeKTpoviwv

| ey wtay  °  TO BEPUAIVOUEVO VAP EKTTEPTTEI NAEKTPOVIO TTPOG OAES TIG

] KATEUBUVOEIC

 To VEQOG TwV nAekTpoOVviwv dlauopPWVETAlI O OEOUN ME
C _.f'l Eva 0eUTEPO NAEKTPODIO TToU AfyeTal KUAIVOpog Wehnelt iy
TTAEYHa 1] Bwpdkion

H emTtdyxuvon TTpayuUaToTIoIEiTal JE Eva TPITO NAEKTPODIO

\ / TNV Avodo
\F e 200TNUa KOBODOU-TTAEYUOATOC-avOOOU €vePYEl oav  €va

NAEKTPOOTATIKO (PAKO TTOU ETTITUYXAVEI TNV TTPWTN €0TIAON

NG OEoUNG.

* O oxedlooNOG Kal N KATOOKEUN auToU TOU OUOTHMUATOC
KaBw¢ Kal n OXETIKA B€on Twv Ola@opwy £CapTNUATWYV
gival TTOAU Kpiolun yia TNV IKAVOTIOINTIKA AEITOUPYia €VOG

FORTH/IESL / TCM H.M..
@ Vassilios Binas




2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong
Transition Electron Microscopy TEM

dakoi cuutTukKvWwong 6éounc

: _~ Qvodog | V

- | avodog
A &
T\ T S~ 2nyeio T TS Znpelo
i A diaoTalpwong Q SiaoTalpwong
\ _ ¢ 198 TUPTIUKVWTHC
.- TTUKVWIT .
<> ZUPTTUKVWTAG £X
\ o T 296 ZUPTTUKVWTNAG
Avolypa Atiypa AvVOl \ /
PR, 1N A YHQ \ |/ Aciyua
S0pm 10ym T o
ZUOTNHA EVOS CUNTTUKVWTH ZUoTnua 300 CUPTTUKVWTWY

'@ Vssics Binoa. HAEKTPONIKH MIKPOZKOMIA, ®-277




\/ _~ avodog

—__ Zneio
diacTaupwong

‘o SUPTIUKVWT
- —

Avolypa KR
g yH

Z0OTNHA EVOS CUMTTUKVWTH
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2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong

Transition Electron Microscopy TEM
dakoi cuutTukKvWwong 6éounc

Metd Tnv Avodo, TtotroBeteital €vag rj dOUO @AKOi TTou
OKOTTO €XOUV vO OUUTIUKVWOOUV TNV OEOun TWwV
NAEKTPOVIWV TTAVW OTO OLiyua. ZUuvOUuaouOg dUO PaKWV

OUMTTUKVWONG.

‘Evag  @akog TrepIopifel TNV TTEPIOXN QWTICKNOU TOU

OciyyaTog oféva Avolyua KUKAOU ioou HJE TOV KUKAO OTO
onueio dlaoTtaupwong TNG O0€oung META TNV Avodo
(TTponyouuevo  oxAua). AUTOC O  KUKAOG, Adyw
KOTOOKEUQOTIKWY TTEPIOPIOMWY Ogv  UTIOPEI  va  €ivail
MIKPOTEPOG ATTO TTEPiTTOU 50 um.

[a peyebuvoelc mavw atro x1000 Ba oxnuaTtioBei €vag
PWTEIVOC KUKAOG pE Scm di1dueTpo TTavw otnv ¢Bopilouca
006vn TTapatipnong. AnA. Ba £Xouue TTEPITTO GWTICUO Kal

BEppavon Tou deiyuaTog, YEyovog aveTTiouunTo.




2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong
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dakoi cuutTukKvWwong 6éounc

 2uvOuaouOg OUO POKWY CUMTTUKVWONG, PonBdasl oto

va eAATTWOEI N TTEPIOX) QWTIOPOU TOU OEiYHATOG XWPIC
L_V_1 s
_~ @avodog
avTioToIXN EAATTWON OTNV QWTEIVOTNTA.
/N T~ Znpelo
dlaoTaupwong

e Me 1O GUOTNUO TWV OUO CUUTTUKVWTWYV E£XElI KAVEIC TNV
M H X s ™ 198 ZUPTTUKVWTHG

Q —— 296 TUPTTUKVWTAC

gEuxEpela va eoTidoel Tnv Oéoun TTAVW OTo Ogiyua o€

OI0OTACEIC AVAAOYEC ME TNV HEYEBUVON TTOU XPNOIMOTIOIEI.

Avoiypa Aciypa
10um
« AUTO cival 101aiTepa  XPAOIUO VYIATi 600 MEYOAWVEI N
) ) ) ) ) ZUOTNHa SU0 CUNTTUKVWTWY
MEYEBUVON TOOO n TrEPIOX TOu O€iyuaTog avaAueTal

MIKPQIVEI.

FORTH / IESL / TCM HAEKTPONIKH MIKPOZKOIIA, ®-277

@ Vassilios Binas
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2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong
Transition Electron Microscopy TEM

O¢on kal Kivnon rou O&iyuarog

Gear
Specimen Water fitting v housing
\ [=) .
*:I 11 [ 1 Jl
- B
Thinned specimen {- |
spE=y W
view
l l & ./ Position
F o ™ sensor
Side view - ,
motor e
drive B 3 —
FurilllD> 4

Thin area
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O¢on kal Kivnon rou O&iyuarog




Avtikeipevo

(o)

AVTIKELHEVIKOG
x100 daxég

y EiSwAo
x100

Evéiapeoog
Qakog
x20

2° Eidwio
%2000

NpoPoAwog
x100 Dakég

TeAwo EidwAo
X200.000

FORTH/IESL / TCM
@ Vassilios Binas

2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong

Transition Electron Microscopy TEM

dakoi cuutTukKvWwong 6éounc

AvVTIXEIpEVO

(o)

x0.5

5
* Daviaotkd

x100

EiSwAo

x100

TeAwo EidwAo

X2.500

HAEKTPONIKH MIKPOZKOIIA, ®-277
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2uyxpovo HAekrpoviko Mikpookorrio AiEAsuong
Transition Electron Microscopy TEM

2KEOAON NAEKTPOVIWV

Bulk material TEM specimen

Monte-Carlo Simulation of the paths
of electrons (acceleration voltage: 100 kV)
impinging Si for different thicknesses




Aim of investigation  Type of sample

Structural properties e Bulk material
— size distribution of e Layered structures
entities * Particles

— area densit . :
y Materials properties

— structural defects
e Hardness

emical properties e Sensitivity for chemical

— composition solutions

— modification

— interface sharpness

Electronic properties
Magnetic properties Preparation strategy




Strategies of TEM preparation

DEPOSIT

evaporate
sputter

BULK
=3 mm

PLAN
protect on
one side,
shield
lacquer

SURFACE/
INTERFACE

INITIAL
PREF.

cut,
lap,
grind

Sl CROSS-SECTION
build up to
1.5 mm depth,
plate deposit embed,
glue face to face

SMALL PIECES

DISK
cut, punch, drill

13}

electropol.
chem-pol.
ion mill

HAND

electropol.
chem-pol.

ULTRA

ETCH

MICROT.

REPLICATE

CRUSH

>3 mm

+ release etch?

pestle,
mortar

CLEAVE

razor,

blade

DISK

FOIL/

GRID

SECTION/
GRID

EXTRACTION
REPLICA/
GRID

FRAGMENTS
SUPPORT FILM/
GRID




Layered structures

y 3 mm

Plan view Cross section

l..EIII‘JI'IIHIIII'II'IIHIIII'II‘Il"llIIIl'IIHIIII'Jl‘ll‘lllllllll'llllll‘v-

| * Height

i| * Width

* Be aware of
projection artifacts!!!

* Areadensity = | ;.3
* Lateral size
~1 ® Lateral correlation
" | * Morphology




MposTOoIpaTia OEIVUATWY

grinding

<

ion beam

dimpling

60pum

10pm




d

Formatting

Face to face gluing

. &
— ¢ -

: \
L5

sample

/

[

—

Wire saw with wire of steel
covered by diamond particles

Gluing into a cylinder
and cutting into discs

Ultrasonic
cutter



Mechanical thinning

g sample
holder
Grinding and polishing tool: Cross sectional specimen after
1 - silicon nitride pads, mechanical polishing

2 - body part, 3 - screw

In general: first remove the damaged layer of the previous step



Dimple grinding

dimpling wheel ideal adjusting

sample !
. errorin ad. 1

Dimpler grinder of Gatan

A mEEEE W E . - WEE WME B EWEEN WmN - EEEE W = --._‘, T =aEm e =




lon-beam milling

gun holder

gun 1 sample gun 2
] ion

/
I 22 | l

sample =
holder

lon gun arrangement for milling of
both sides of the sample; Layout of a vacuum chamber

possible ions: Ar*, Xe*, I, ... with two ion guns
acceleration voltage: 1...5 kV
usual angle y: < 10°




lon-beam milling machines

a) Precision lon Polishing System PIPS (Gatan);
b) and c) two versions of the Rapid Etching System RES (Leica)

@ Vassilos Binas NN I WININT IVIING VaNnWi IIMy W el 1
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Strategies of TEM preparation

DEPOSIT FILM/
evaporate GRID
sputter INITIAL / JET

BULK PREF. DISK electropal.
cut, cut, punch, drill ' chem-pol.

lap, ion mill

PLAN grind

protect on HAND
one side, electropol,
shield chem-pol.
lacquer

== mm

SURFACE/ ULTRA
INTERFACE MICROT.
s “RC

CROS55-5ECTION

build up to . _
1.5 mm depth, . REPLICATE E}“;Eﬁ:l‘_‘r;?”
: stch?
plate deposit embed, + release etchy GRID

glue face to face

SMALL PIECES
=3 mm

FRAGMENTS
SUPPORT FILM/
CLEAVE GRID
raZor,

blade




A

Cleaving

region of
- s interest
N < mm cleave 2 cleave | pin or

% , toothpick
$50 um

2 mm

3
A TN £ A e 1

substrate — y A ]

ViSRRI EETRy

Grid Gnd Incident

‘ /f\ lbeam
— (45 S

silver
epoxy

Requirement:

region of |
interest

FC

@ vV AadOIIUD 21 ad> ’

Proper cleavability




Specimen Thermally-advanced arm

Feed Direction

Ar—

\\(

CCCEE0

Knife 1

Specimen movement

Base

Slicing of the specimen

embedded in epoxy or other

medium

f
@ Vassilios Binas
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Ultramicrotome cutting

Sample

Direction of_motion \\ \‘\

\ \”.\ Curting face
R N _Kmte

\ .'\'amp..lc Block
N

B S pecimens in trough

T e

Floating of the slices onto water
or an appropriate inert medium
and collection on TEM grids




Strategies of TEM preparation

FILM/
GRID

DEPOSIT
evaporate
sputter

INITIAL JET
PREP. DISK electropal.
cut, cut, punch, drill chem-pol.
lap, ion mill
grind

DISK

BULK
=3 mm

PLAM
protect on
one side,
shield

lacqguer
SURFACE/ ]
INTERFACE

HAND FOIL/
electropol. GRID
chem-pol.

LILTRA SECTION/
MICROT. GRID

S CROSS-SECTION
build up to
1.5 mm depth,
plate deposit embed,
glue face to face

EXTRACTION
REPLICA/

REPLICATE
+ release etch?

ETCH
acid

GRID

CRUSH
pestle,
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(TEM preparation of small particles (1)

e- transparent particles (t < 100 nm)

e Dispersion in a non dissolving
liquid (e.g.: methanol, water, etc.)
in an ultrasonic bath

e Transfer to a carbon film
supported by a copper grid

Evaporation of a droplet Dipping

& Vassiios Binas MNACN I FUNIRM NMIRFUZRVIIA, W-Z17 (
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150 mesh 300 mesh 100 mesh 200 mesh

holey carbon film lacey carbon film
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'TEM preparat

on of small particles (1)

(NH,),[(VO);(P,0,),] (AVP) powder on TEM bright-field image of Pd particles
Cu/C supporting grid seen through optical g CaF, support

microscope (cell width of the grid: 20 um)
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MeV TEM
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Hitachi 3 — MeV TEM
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Korea Basic Science Institute
http://www.kbsi.re.kr

JEM ARM-1300S (2.3 MeV)
“"Morning Star”
Ultra-High Voltage TEM
Facility

Achieve a 0.1 nm point
resolution!
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Intermediate Voltage (200 — 400 kV)

JEOL JEM-4000FX

Hitachi H-goooNAR
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Imaging single-wall carbon nanotube

FORTH / IESL / TCM HAEKTPONIKH MIKPOZKOIIA, ®-277
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TEM 1maging of graphene
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X

oraphene flake

R

200 nm
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FORTH/IESL / TCM
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