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ETEM is a dynamic observation technique based on transmission electron microscopy (TEM). In normal TEMs,
specimens are set under vacuum condition because electron scattering by air molecules must be minimized. In contrast,
ETEM enables to observe specimens immersed in gas or liquid environments. Therefore, ETEM can reveal nature of
materials under the conditions in which they are formed or utilized, for example, catalysts in gas, battery electrodes in
liquid electrolyte, and so on. This paper describes principles and features of two types of the ETEM, and also
demonstrates effectiveness of this technique by introducing application results on gas reaction of gold nanoparticulate
catalyst and high-resolution imaging in liquid environment.
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FE T TMEE (TEM) (3 EtOIEF ICEE e
T FEOOESTH S, W, TEM OEHImE
HZ2F (10%~10° Pa F2H) ZENIVHAS, RS
Blt2p EO%E, EHOREIZ X - THENZELT 2
AREMENRH D70, TNOPFEFFICEH SN DHEREE
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( Environmental Transmission Electron Microscope;
ETEM) DOBAFE 4G AV [1-5], IT4E TILH AR
KON TOLDOHBENEEZ < HESND LI
2o TS [6-15]. — MR BT BAMEE O NERIE,
BFE—LAOEELHE LRV O mEEICRTZ
TEY, RBPELHLELRS>TND. 0k, L
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U7 KD 72K - IR % BT BB NI 528
T 57O, ETEM TR BB iA T\ D, £
OREICIIRELS DT T2 20F AT H 5. 1o
2 TRRAAL] EREn 5 DT, TEM AIEDE 1
WIRIZE o FrOFEPER R 2 BNk ET 5 2 & T,
PBFRIC T R &8N U723 O BT8R D HL48 % fEFF
TXDHHEL 7> TS [6-11]. & 95— D ETEM
1T TRREERL] LIEEND % A4 7 C, BEEWNE LT
Feik TEM REPR LA —Z2H W5 Z LT, HZE 57*75)
ORI I T AR A E AT 5 2 & A3 FTHE
b5 [12-16]. AEHEPHICE AN I N T AL, @
B & BEIE 5 JE & %% 10nm DL T OEE T —L &N
TEY, BAFEICIEBLARNE D IZRosTnD.
AfaTlE, Eio2o0%A FDOETEMIZOWT
PRI S & L b, AR OR & LT R4
ikt D 7 v v L UL S OGBS E AT o T kG R
IZDOWTIRR A,

2. BREBTHEMEORE L FHK

Ak LY, ETEM L (@)BIAA (GEEHHERA)
L (b)kREEAL D 2 FEFIZyE N5 (Fig. 1) .

B ClE, B O®BT (FroiEkiEo -
‘Hm,ﬁ%ﬁ%ﬁﬁtw@dﬂ%ﬁﬁéﬁﬁW@‘
U7 4RA) ZEROAMTDHZET, BBIZH-T2H A
DI AIEIT 5. FIZ/h ?L?ﬁ‘%(ﬁﬂéﬁx%pbﬂ
DR T TYRT D EZBPER R A EET 52 & T,
MBI AZHEALTYH, ZOFEMHEEZEICHED
ZEMAREE 72D, BATE D0 ADE T EEHE
RN D T8, T (~10° Pall k) @
BREEAZEHT D012, ZBPERRE ZEICER

5, lx OPEREE L T HENLETH S, Ak
DOEFY, ETEM X @B ZEEHERE) & (b)
WAL o 2 RISy S D (Fig. 1) .
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BRI AZEALTYH, TORFEMEEZEZED
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Fig. 1. Schematic illustrations of two types of environmental TEM (color online).
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N TNERZTIRINEY, AT 2EA
b AlREEN D 5.

FRIEACIX, TEM ARIKITE T O, 3k
RIVE = ZBGE R LRk b O WA, L
A=l OWNEICE—[17], &5 WITEEAR DS i
BLT, £N5%28E L THVE—SED 5 i
DFREHBIZ T AR OB Z21T 5. Bt LTI
%, EIRTET AL I — L TE DR E
BOATT, BALETR - EZHACADLZ LN
AREL fa o TV A, BRI D — 513k S Fi i % Ffe
LON— N THSL. KEXTIE, DTICRT LD
IR E ICEEALETH D, B IEMEBE O
SEEWV D BLED DIRIEOBIRIZ L B4 A - o it
BRI SHERH Y, FoEmARE (HED) B
Kb ZemttE (e F#f - T PROR) 2 H 9
HMERROBND. AT, ESEY - mofRED
7= OIZIIFTHEZR R 0 PRI TV RN BV, 2o X9
A AT TR S LT, BEICITIELE L — R
VEEDZEFEN[2-5]73, BTl MEMS £k 2 s H
U CERL L 73R 02 b > U = U EE[14]78 ik &
o TS, BEDHATIE, W EICEmRSR R
BN —= o JFT B LT, B EORE~D®E
RPLBJLHNBABETH D, BEOE XX, FRAEA
DA T 10~20 nm f2E (RRJELL L@ EDRBRIX
10 nm LA k), IR TIE 20~50 nm LA EE AW D
ORI TH D, ZNLYBEEEFEHTLZ &
L HAALRRETH DN, BEHHEO Y X7 Nk <L
5.

WEMEAL D EFNILLT O 2 M CTh 5. OfEL
REAZERHTES. Ehowmy, sETAFEK
[18]°IE H1[19] /e & FERBEITIT WS & AR L 7 — N
ERICHBT D Z LM ATRETH D, QB L 0 K=
ANTHD. HkbLZ——ROEANDHRT,

TEM FRAEIZIZFE2 M 2N T2 L Z M <cH 5.

HpTe LCIE, @mZEMSMREOFEIITHL V. =
OHRTITEF#RIL, BB (EFA&HETH 10 nm
J8) ZFHimtaldend, TS DEFHELOR
BTy fiRRe -
7=72L, TNHEELSTAHI ETRHRPICBWTHIE
mafE TR OB A BT 5 Z & b A[EE T o H[20].
O HEHRAZ—IZHIRNSD. Eiko LBk
X2 HDOBETY Y KA v T TEHILERD D120,
Z DM OZERNIHARAD DIEBIIRESND. 50
& A MEMS [ EDOE# 72 12 L A IE L BB
IIATRETH 5.

ZO LT, B & RN IR AT - AT A

Ay b7 A MEOFDEET SR,

IR CTH v, BlEExg 0Bk 2B KU
XoTwIFnnz s, BB OETEM i34 A
TOEDHREBZRICHE L TRV, BFEAETEM XK
SRR R R & & e R B @l 22120 L 7= 772
EEZXD.

3. MEEBTHEME LT /&Mt oL
BAL RS Z D8I

BTV 7 RRE I M ER 213 & AL ER S0
2, F ) A— " A R LB Iz e
T 52 & TIERFICEWABIEEZ BT 5 Z Ly
HRFLHREOFEMASIZL > THRLINEZ[21]. =0
R IE S TENE & 79 D 1 CO BRI LG <° NOX 23 5 it
72 ELIGZIE DD, HROFEBIZ L > TET D &
WO RHERH B [22]. £OHF T, FalETFHH—E
WEDWbLT # > Blic&Z2 M LT-BRICRBLT 5~
2B LY (CsHe) DOEELRIS[23-25]I24H L1z, |
LRI S - ey, e Lo Ao
K (CsHeO ; LT, PO) ZERIc—BCARKT 5
ZEMARETH D (FNLSDFMETILCOZET
BALNEATLE D) . 20 PO IFRREN I
RV (SR F TR 5x10° Pa) 7=, JEBHOE %
LA E T HIVTIRACIRAE CHBER 27T 5 2 &
272 %, KD 15 E TS CEET 5 0139k
IZIHEECTH DA [11], IRIEThIF = FF A |
ELTIARTV., 22 THxlE, BREEE M
ZHV, BEANEERKEL IR LR 6T e
VbR E DSBS H 2 LT, AU PO D
NENDISGERFETE RN EEZ 2T
FEERIZITNEEE 200 kV @ TEM (Hitachi, H8000)
2RV, ERROMBLESI G 2 D R R W) 2
D1 OIS EREE A2+ 3K < L7z (Table 1) .
BREVVICEALET AL, FEETHL oL
v, BEFE, K[2ANCHNZ T, BEANENEEL TS
TeOIZER T A (B RISICIX TG L) oFlE
%A L.

Table 1. Experimental conditions for in-situ observations of
propene oxidation on gold catalyst.

Specimen Au/ TiO: anatase (gold: 1wt%)

TEM H-8000 (200 kV ; Hitachi High Tech)

e-beam 0.02A/cm?  (density on specimen)

Camera CCD camera (2 -5 frame/s)

Gas species CsHs (30%) + Oz (15%) + N2 (55%)
(including a little amount of H.0 and CO)

Membrane Amorphous carbon (8.6 nm) + SiN (2.0 nm)

Gas thickness | 60 um (30 um each at upper and lower of

specimen)
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Ta v ok RmRIbKkFES L, TEM 8152

FICEFRIC I VTR L Ca v 2 I 12— a L DJE
ﬁ&@é%ﬁﬁ%w.%:fif FrE L DR
% 6x102 Pa DES) CTHA LN LB 7% 5 /T
5L, ZoORHith TOfEEREOIRES Lk L 7.
Fig. 2() 23 T-HR ISR, (0)2NIREH T DO A TEM
BThs, 2T, BPROKEaY M T A RORLT
24 CRIfRITR 10 nm) T, ZO FEOm{LTF & v
(E£4% 50 nm, F£559 20 nm OEER) O FIcHHE

ENTRETHD. @ebDERILE~NS L, B
MR ORI CHIFICHBERZRIZR SNV &

b, REBRLETTIZI oL itkoTar s
F—aNIAECRNWI ERHERINE. £, 7
0B L UEBRWE T AFRHKT (02+N 38 LUK
) BV T, fBEREIITEYEO L LA BN
72N EIFFERNCHEEL TV D.

Fig. 3 (27 / &t 7 0 v’ v VB LS % D
TEM Bl8F5RA2 7. 2B F1 6y
2T T LI THD. BPRORVRIT AR, &
O FERNERL T 2 AR O—ETH 5. AFEBRTIX
TEM O&tH L X & EE SN LERMICD LTS
L, TV =T 3= ALMTHRERY. L TN 5.
D=, MIEOMUNIZT 7 +—H AfE-TH
AU RTFAR (ZLRATY Y BEL, WKD
Ty UNR SN DG E o T D, (@) O &
M%&%NW@@EﬁF%ALt%%T@T&M&
T, RSN Z > TN, &b 5V TR

Fig. 2. TEM images of gold nanoparticulate catalysts in the
gaseous environment before catalytic reactions. Almost no
differences are found between images taken (a) at just
starting electron beam irradiation and (b) after 5 minutes,
indicating that electron beam generates no contamination
on the specimen.

{bF 2 o REIIIM BB TV RN, 227 r e
Lz BAE N L 2JE 4.5x10% Pa & 72 - 721K BEH3 (b)
LEETHD. InbERsE, BLBlLTFZ D
BEA ARSI L D R E B L& o
FZ7 A RBRENATWS., Edok i, F—74—
A TIEIED Ty VICHa v R T A RBAEL
L7128, IR (ZoHEEFTee L oA xH
4F)ﬁ%é;&#%%_&é._@n/b7xb
IEFIITIER LS, BT LI/ RN Z -
TWe., 20k, T XTOH AR EA Ry 7L,
PER DB ZAT > T DR TIR O LTz DA (d) D
T, EAHICALNZaY b T A MR L T
L0055, K5 OfRbEDESLE, (b)(C)D
BHRICENTEDIFa X I 1= 3 B AR
DG, HDHWITERIETF ¥ o PREEEL L b 0T

Anatase TiO,

Fig.3. TEM images taken in-situ in the gaseous environment;
(a) in gaseous environment of oxide and nitrogen (before
starting reaction), (b) in producing propene oxide by
adding propene of 4.5 10* Pa to (a), (c) after 30 seconds
from (b), and (d) in vacuum condition after evacuating
gases. Catalytic reaction product appear at the perimeter of
gold and TiOz support as shown by arrow heads in (b) and
(c). (e) Schematic illustration of catalytic reaction model of
propene oxide formation. (color online)
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Fig. 4. Schematic illustration of a graphene sandwich method.

WE72 <, MEEIRIC X > CTELEME L EZ BN
5.
FOGFRHSRE OGRIET, BERMIRREEIZER T T
B EIHTERT KD T AHT B RIFEIZIT > Tz,
PO ([THNT A EERO T AEIT T o E L 2E
AT 5 EIFUEICEMLE. £, TAMEES
D TENLVNDOENPAEKTIELLTIZ TR S &, PO 4
JEIXE 2B EHIK 5/ (h—2 /L CRISRTD 15
f£) EHRL7-. 2hix, YAFHK T CidEm Lz
PO iR mIZHERE L CR Y, TANL 720 JE
FHED TR 5 &5 b U THERNC i 72 72D Th
HEFEZOLND., ZO/RRIE, TEM B4
K#73 PO ToHHZEERBTHHLOTHD. Lk
DFERD, SUSERDIIA LT % - OE 5
HEFHATRELTWD Z LD, Z I3/ &filit
DRISHTELEEZBND. ZHITEHGIC L > T
BENTWAIRIGETILE L —HTIHETHD
[21]. 7=72L, Ap#as PO E 9 ML EELSE D JF
AT AR AT 28 AT RE 72 k2 AW CIRIEZ AT D B
H5b.

4 777 2 ERWEH LWRER ETEM

W2 M, PRI ETEM DR E & L T 228 ke
MRELRNT ERFTEDN, ZnamikT 28 L
B ol Bgs S4viz. sy fiRgem BIZIXhaiEs & ke
EHELSTHIENHETHD. TZTHEFIEED
I M OMER CH DO HE S 7 7 = R IEREEE L,
2 BDTT T 2 e — FTHRIE (BXOREH %
FRIBGAN TRy X T T HDNT T T2
KA v FPLIHENS FETH D (Fig. 4) [25-27].
ZOFEL, BESBETHLET TR, 77
TIT— VA CTREET D777 = BRI A
D HWRENVEOTD, RELIFFITHELS 2D (I
10nm LAF ; 8% O ETEM Tii%k 100nm~%%
um) . ZAUZE ST, WP TH Y R0 BT fRRE
TOBELFEBR LTS, ST, #EiRERBZ <y
VDY /i A =R A N (A B = Gl s U DY el = P4
EbR LA — T o BT <, e e
Ay ¥ all#HE THHOREI R LAY —THIETE 5
OIEFICEERTIEES 25, 2L, BURTIE
T« BORROD R E — = 70, OEE: (Bl & i@
Liczm—) [Tk, F72, 7797200 E
E— AT Len K 912, EFRROMEETIZE
ARNTIZ 80KV LA FIZIRE SN S.
AFEOIGH E LTE, T CTOE IR
% & OEIELIZL[25]° U F 7 MMER[26] & Vo T2
HEITBLOEB BRI N ETH - 720, LT v
NI EOWNEMOBIEA~ LIS S oo b
5. iGN EE R & 2 X G OREERRNTICIX Y T
A4 TEM DNHWSHNTWB R, &t E Kotz
CIADTHR LTV D20, KIE TOEHREEL -
KOS FBOEERENEZ Y, BIMuhgZ Ry
BOGE, TR « RRECOMMTIIREHE L
Molm. ZHITKL, GLC TIE#< BoW#EI LT
WA B 2 E < 720, LR oRTED A L2

Fig. 5. High-resolution TEM observation of a ferritin particle with the graphene sandwich method.
(a) Observed TEM image, (b) its structural explanation and (c) structural model of a ferritin.
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V. E T, BIEBIOMITICO A TR S, E OIS
ML LT, Fig. 5 127 = U F R 7O iR h @52
TEM 1% ~97[28]. 7 = U F ATERKN CTREE T
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TIEEATER L TR Y, FONERICERR 12 NG
THIENHFRD. RKE SIE 10nm FRE L&z
D, PERIE TR Lo H— B CIINEOSIT R
T, JEPHZ B %< 2 DTS O EAR I (2
Loz, ZiuzxtL, Fig. 5 Tldhkogkar %
Wie s T BEE S BHABRICBIE STV S.
BURCIE, BIEREOE RN OB CAR OIS
DMETZITORWATREMEDN B B8, (KA A — V8152
AT H T & TREMZAEE 2 BRI 2 D FSATREIC
L MBI TS,

4F¢D

AR TI, BREME A BEBREE IS IR CRIE
T& DB FBMEESIN ATV TERR Lz, FrlT,
K0 FEREITT WG 3 FEBU AT B e “RRME AL o BR 5
B PR & O TS BRI & R R LT

T EfiEO T 0 v v UG E DGR AT
STERER, Tuv LAt REZEZHNDAERK
Wing: LT 2 v oA REEBEICENTZ. 2o
FERIE, A RO EBHN T o KR T H
HEWH T LERETHHLDOTHD.

F7o, REAORES FHEMEORRTH D, R
I K D EFBBELICHE S e b A Rk TE 5
757z Ry TFIEERE L. AFEE
WD Z LT, 72U F L OESFREBLIEZICETI L
7.

BREEEFIAMEEY, MBI TE RS L BHEIC
DT 272 DICBAE b EANBR S ED TV 5.
FElZ, MEMS HftOMEHRIZ L0, #EHE B 2 1%
INp Y arF oy RITEETHZENTEDL LD
I T2DORKRELFLG LTS, Zhzailklsn
K — et i D 2 LT, ARBHTE L CTREX 7ol
WOmEh, A, EBEAEN, 5lo0EY, JEMER L)
EHZIING, FOEEBEEBLEL, »OoREO
REZEFHHUTLZELAEL R TETWD. £
DX BEERBIZLY, HxleBBiSe T ) b
DVNIRA LV THEMET 2 2 E 3k O0H D,
FEROMBIBRICRE S EMRT 2 b0 L HFFEINT
W5,
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[(EFHE 1-1]

2 A MO TRSZEE) &) EE T Fig. 3 134K
MO EFERFERTH D EEDIVET N, Bl TR
Wed Mgy A M) OFEWHARZIZSLS 2o
TWET. BREITRTEHSEWS ZE THBH LT
W2 WTWET A, (b)R°(C)Ti, T LAAWERY
DHEZ TWDEIICRXET. ERWORA v
ERERTHEND 5O TIE R0 E BV ES .
\Z, Fig. 31ZB\W\T, @kl 188721 T <, TiO,
fHEdary b Z AR B EDLSTWDEIICRAET
DT, POELZTRL TWDLONAEMEICL TV
e, FHHEIIAL— RN TEX B L BNET.

[E#&]

ASEIOBIEMR TH LK T L AT P A R
IFRCETHR I TWD Z 2D, TbEbay
FI 2 RPMENSED T, FDi=, KW TILE
KENZ 7 4 — B A% LT 5 LIEOIMINZ 7 L3
N7V UNELLRMEIZLTCHET. 29952
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