ESCEEOy i
S imER in-situ FEAlT

R FARFEFRESIZRS in-situ
taRIER L1l

The Iin-situ Measuring Technologies Applied
on Atomic Layer Deposition

R KRR

Chien-Wei Chen, Chan-Yuen Chang

RIHTA X 488 8 E T 48354k (X-ray photoelectron spectrometer, XPS) % &% T & it &
# % (atomic layer deposition, ALD) » /& T & £k%| & 4 (atomic layer etching, ALE) #ubtik &
3R K & & (rapid thermal processing, RTP) % /bt W AZ KL 40 » L F5Fe & £ B 4504 b [B) 1230 £
o AR T AN B AL EAT AR o PR T Bk B B ALag RS RERB AR RR
KAZ % Fodh | A2 3% 2 o A7 e BE 09 1% a8 A2 b 1 R R A5 - AR & B E a9 HErR Sh R 3R
Habh k@ TRELNHE LERALCTEFRE  EmMIUF RS RIBKEG R
B o RIVETF 6 EOHE TSR ALD BB EA20g BE - 28 FMA 69 ALD %
72 STAR L EA H K RS U 09 AL AT B B X RA0GHRER o IR Sh 0 B2 HIRMARAL - R
b~ 3R K 75 2B R FRAZLIE G AR S AT BT ey BT 0 133 & T S eI A
LR AR SAATER MBS R RAR R IEEE G b R R £ S ARIEA 25
M T R AR R AL IR L B TR -

This technology integrates an X-ray photoelectron spectrometer (XPS) with advanced process
modules namely an atomic layer deposition (ALD) system, an atomic layer etching (ALE) system,
and a rapid thermal processing (RTP) system and incorporates a self-developed wafer transfer
system that enables vacuum transfer of chips between each module. In addition to the advantages of
equipment automation, the primary objective is to minimize the chip’s exposure to the atmosphere
while it is being transferred to the analysis chamber. By maintaining high-vacuum conditions,
potential physical, chemical, or other forms of contamination from the external environment are
eliminated, thereby obtaining data that closely represents the sample’s original state. Using this
platform, we have successfully validated the development of low-oxygen ALD thin-film processes
—an achievement that addresses the longstanding challenges faced by standalone ALD tools in
depositing highly water- and oxygen-sensitive films. Moreover, processes such as film sulfidation,
fluorination, annealing, and even plasma reduction can be precisely monitored in near-real time,
yielding highly reliable chemical spectroscopic and compositional analysis results. Comparisons
with conventional ex-situ methods consistently demonstrate that this approach can indeed overcome
certain environmental influences and interferences, providing more accurate and representative
data.
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BESG BRI AL BT OB IR BRAE A SRS + [ 2000 448 BIBKEA B FRTEIF
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BTG T #AEST (cluster) s 57 + IO DI BRI R I L TS (A A B2
SUSMFFHEL (module) o HFEH S 112 SRS KLZLREE » T B A REAEA UL 1 O R
- TR AR, « BT RO R SO T A0 T S R -
HURTiH D B © AT - T 6 I MRS T AR B SBIE R 5 TR
POE R RN DT B I, SR - 3% W i SO e e
FRSETIRE - 7Y MBS S AR I S R PR

~  RIFANE

il 6 N RN D - MGE T AR L E BB - PURE R [EI AT ALD B¢
ALE 32 - — G HRETFHERAE RTP &4l - DIR—F in-situ XPS GRS X SHOLE
RERE) 73 HT24 « HLSEERES [E]RF R 2 DA T SR K
« ALD #f2 : HEENMET S (HK) £/ F b S ioEmER & -
« A ALE 878 : $PESORAGEIEECR E A RET TR HEAR ] -
 RTP #f2 @ 2SR K » SuRKEF EMLFII6E -
o in-situ XPS 7347 © AIAEZ2EREE NHETT AT (angle-resolved) BEMREEG MR 17 - KR

B MTER AR T4 -

e AEERTEEE— Bl R5e A - B AT 7 B E 2 2 A B 178 — P S 5y
i » BAI BT KRV EIRGAE - (RETEER - SPBRRENR - BRI E iR gy
BEAISEE - DTS P28 T EMABGETE G -

1. §E R EEHEEHRE
(1) 2B - ZIEREERR

I T FB 2o et LB E G ERE (transfer chamber) | FEEEFR LA MEHHME - THIR
TEER T FE N RN MR RG Rl SR ek - 1Eaai e EE © BT R E R S A e e R B N (L &
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P RS H AR (R BGERTRE ST © H RTIL S i ae a] Rl 20U ALD sU 3SR /73
WrRMESAE - WAESNEC R load/unload ERS DAE 6 InF &k BIEkE FrRE -

(2) ERFEPBEE

FHAA B2 T8 (vacuum robot) ERHSEAA 1 - FoilfItm - 2ETH % M=% - H
AR LE o AL RVEZE AT E H H A Rorze FEhh - (HER 7 LRSS 1 - HeErZil
HRISERHBIN E TN - RIFIRTHEBLE & & W RACE— B2 Bl 226
PR B E L

(3) BETHIEE B

[FIRFHAE A T BRI - ATDMERE A/ i R B S R T E R - B2
ARRRED R P SRR 22 B - 0 R] H Bk B BT S B RIS A i - AR A A ul
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2. HK/Oxide ALD ERHERK

I TEE BELY (High-k/Oxide) & N —HAFERITIFHIB#EM L — - 5% ALD
SAEE G HK/Oxide plR » 38 6 N SLEEESUINENE <450 °C - WARIERE KA 3 L DAA)
TEESHYSEEEITR - LG R EREEIE - S EE AR IR SRR -
PRBMBURR IR FER ~ JeiE B & 3D #EREIEE A H] - R SR R IER - B0 N,
carrier * N, purge * H,0 * TMA (trimethyaluminium) * Hf MO (metal organic) * Zr MO 5§ - i%&
WE L EERSIIEE > 150 °C » Al RHTERYIEE IS 2 B8 © ERe e eeEd F3(RET
£ > 120 °C » REE— P RRE R RIRIE « HERIESE - 5500 - R EEIRE G BiR
THERE - DUFAES ALD purge B pulse FFHYSRESE VR - FEBEOMHE IG5 -

3. Nitride ALD B HSIER K

fEpps ek S LYIFEL (A0 AIN » GaN -~ TiN %) KHEHBTE - BHELESR
TISERE » FESGERER 5 P R D R e i (i SR R S EE - ARTT » SULAAY ALD BUFR5E 5
R RS RRKER EERET - DA GRADRI AT B T S - Rl - BT L BB AL H
FI ALD %#% + FIRERTHF 6 I SaEIFEMINEAZE < 450 °C HRE 3 AFFLUTHY/ Nt -
FINE  SEEE R E (turbo pump) FHEFEZ - 7F N, REEEIRINEKEMLE DIk
RGA (JEERGEEOMTEE) MEITRIRFER IS TR - 5 T (R SR B ok 8 S B
MEESERAEWER -

4. PEALD + ALE 2%k

PEALD (plasma enhanced ALD) /& #§ H1 & AR 2K IE i HT SR O S eV 1 - REAEAH BT {ERY
I TEHRERAR  ALE Q2 FE T R EERZIRT - Al fEf N sl e e R 2 25
PR P o BE R E Rl & fF 2[R —eE - JEBE PEALD + ALE 1)
RERRERM  RIRIRIER SR 6 I SA[E] - FTHNEAZE <550 °C @ WA S ER R AE TR
FEREROE: -
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2 ede ELf N, carrier » N, purge » H,O * TMA * CF, » Ar~ H, & O, FER[#EREE K
EIREIIMERI(E > 120 °C - {EERZISIFEH - A$H¥ ALO, » SiO, » ZnO R AIN M BLEST
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5. RTP HZR#

TEEABGR ) (furnace) BUH B2 7B JGRIET AL BB R 2 I R TR
B > BEBE AR AR TR AR - BT ABE A R T R B GBI S4L - RTP AT K
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Bl OB RTP AR GBS (E BB - A 6 N S EIERINEE < 1000
°C - IRETE R E 2 B BN - BTN UBENESGRNE - KEZRBEERE
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JE o [PefsEeE KA B S - DI RHIR T IEE - S MIREMERLINEE - A%
WO, Kk HEEBEMESRERE FETRCE(L - 4L WS, 5t MoS, H_Fi bt -

6. in-situ XPS 2R %

XPS i A BRI R AL s A Bl - Al e E oo R O AR A To R (ERE Je g - B
I FERTAA R BH R B8 BG9EIE - AT » — B IE U RE I R 225k, - RGeS
G EALEIRITHESE - B il R B PR RS R IR AR A AR AR - (AL RS E S H 22
HEEST TIERS ) XPS IR - BB G mE T AR B R RERIRESE RN -

BT RY in-situ AR XPS R# » B XAEBNGER " B2 egg il (hatat, -
AIEBIRE RS SRR L RR AR L B 2 XPS Jfiads - e dNUTHY - WA AT (angle-
resolved, AR) ZIRE « HR#HY B Mg A EEY L - RS FIEA L E LRI - H
T EEEEFSEAHRNA] o FE H O ECiEE R ZE R (Faraday cup) % EHAIE AT EEAL T ASS
s RE DASRUE B (AR sk - PO (< 1 nm) WG R 0 AT BE 2 AN ml ek -

1L BRF<asraflrtREXRE 54 F6 -
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Oxide/Nitride B2 A= i EREEIE « —HEM IR Sie i - B AL b 2 E AR
o1 0 DA EEA in-situ XPS ~ RTP » PEALD + ALE Fir5e Rk 09 5 B AT 22 -

1. BIRA(LRE | FREEERHE (In,0,) ERE

FACIRTER B n BUEHFERR MM EH - HRARERER - B2
ELEAE e AHE RS - BEP LR EIGHZ B R EH i B B S TEE E X - ik
In,O; FHEMEFITE 5 nm PUT - G ATREUEFFEE % - HHIAE < 5 nm B RER - (EAIE]
Bap) E8E « F ki K AR 2 B B SR U - RO 2 ZORE BB AL - fTEASEERY HKY
Oxide ALD SAHtH G & 3% E B A ~ BiSeY) i & Bk E R i ek - B iE (h AN R EL
e ERENE - BENAARYEH CF, B/ FALIIEE - FFRITREIIE A In,0; #
A+ FAS in-situ XPS S3HTEAEEMEE M - B In 3d $EAGRE LFEAT 0.5 eV » REIMHRELE
BRI A e - T ERCE B REERE (Vih) ZAEHEFZES - HLIFFEEAE Advanced
Materials'” Hi &35 » [FIIFth#E IEEE Electron Device Letters” »+ ACS Applied Materials &
Interfaces® & SRC Techcon"® <55 S| ¥ B B P & 3 8 22 R 51 AR

107
P == = === rin3d . O 1s  Oxygen vacancies
4 nm In,0,4 n++ 10 ;\‘ r ’,' | / :‘w“-“
1
L M —_ 1 _ £
A, - : it S leromaes | N M
! g . = t CF-removed, o g '
- { } < | CFA-removed\ ¥ e @ i
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[
g 0 10712 ol ’
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2. ALEHA InO, B THWLEA In3d > Ols BEeu’ -

2. SEEZ#H4Kl nanosheet T BIFERAEE

THEMEL (WEEE - MoS, ~ WS, F) REEEHFHREEEEREN - iRk
SERE R E R T LR R AR o AR 7E 2D AR B R RS R & ] pinhole /T
THIRFE AN A R SRR » #EEASES Y ALD A5t > FAMAEELE 2D PRI m a4
FLIA (pinhole-free) /T (41 Al,O, ~ HfO,) » i INEHEEREALEERE (EOT) {£ 1 nm /Y
TRERMRLITHE o [AIRE 0 GE ALD {E=AERS RV E R EEE - BBIRE GAA (gate-all-
around) Z2## N EFL T nanosheet JZRERY 2D FEaLHE + RIEHEATTAFESIRES BlfiE/ IMETE ST -
NS B G LS T © FIASE AR A1 - MRIR R EFEETE Nanotechnology® H1F1
B JTEDM (International Electron Devices Meeting)(ﬁ) EELgHE LTS -
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3. B & MoS, $148 i & F & s Ak WAR 4~ T % 2 TEM B4 -

3. NESHEBMARKIKE contact HIZH

ZRKMEE (carbon nanotube, CNT) B35 Hill 5 #k T8 14 REIE MR - Wi R T —1
RARTHFE ~ AT TTHFRVEZEM R  ART » CNT Bl 8 B0 B F R S I R A R B
(Schottky barrier) * &R EIHEm AT R IbRTE - BlEF LEIAGTEE « BHZ0E
KEEE  FIFAEESFEER (B LTE ALD 82 - £ CNT RE VI —E/rE#E
AIN) - AE R E G2 A HR R EE - mAS RO EREME R 20 nm RAFT > HEHN
AU CNT HEPHE AR (B 4) - fhoh - ] E AR IR R AR - S F] o/p R LR
EALERET o ILRFFER 2023 FEEERY IEDMY 335 - REZSRIRMRE A _EAYE ZUER -

4. 7 k# % k£ Pd contact * AIN ¥[8 % (BL) #9 TEM #44&7 -
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4. ALD Z SR RIZRIEE

ALD Z bWk MEhs R (IR R R /K B 5 » G AE 1R B B S R o i o P B 2 e
HRE - BEREERRBBERAR > SV SREERMSRERELY, R8> &
FOT R R EETE - ANESFIA in-sin BT - $HE 20 nm AIN FREHORE, © ERE
PURESERR B TZBIHETT XPS 2047 » #E SRR A A SRR 5% ; R > RS RERZ
R HEFBEAESETON  SaRBIZEIE 30.5%  aBIREZWI - EELEE
A — R AER R EUS A FREOHTEE - RATRENIFE TSR G T AIN WRAYAE

T o AL 0 in-situ SHTERECE(LYEEE - DEREESTREMmEEEED) -
%ﬁ ) o, 0, [} [¢)
BAR AION Al (%) | N(%) | C(%) | O(%)
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ex-situ 221 17.8 29.7 30.5

5.20 nm ALD AIN B BE4E jn-situ ¥ ex-situ 3709 £ &

5. BRI 2

FiE 2 BELYEIEL WO, » MoO; 55 » FRERE m B B A LY b S e &8
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RHAKREES T E - EEERFIME - BIEP OGN EA R S - el E 2
RIE NHEEK WO, BiEETERI - FHHER in-sin XPS PIEEHHMLEMHBEL - IRIEBE W
4f B S 2p SEEETRERY - AIEIZEE] W-O SR 1 W-S #EAGHE 25 Raman B2 AFM 437 theE
HHT i WS, flake 94250 (18 6) - HRIECEE E-MRS (BRI E)® K AVS ALD/
ALE International Conference” #% -

Intensity (arb. units)
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[ f
1"t 3 . .
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] :

ws, 5p ‘\/ / H
1
950°c ! \ g
S | 950°c A
e T A
[.. g i Joe =473 nm . l“'
(I > i 2
v 3 A |
\ 2 L 2R
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= 3
‘vvo Mk—. \mm 2
WO; 4fs2 IA' 3 02) 950 °C sulfurization
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i\ \ 800 °C sulfurization
Y \ M
wo, / \
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I
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6. WO, #BEHAL% & % 4T in-situ XPS ~ Raman # AFM 5-#7® o

6. MFE NI

Fote—2 PR RHHACEICE EIR AL E » BB E AR ELERE - 2R fEETOR K E
BURRHRE - eI RELERE IR BT 22 @ B iR EE AR AL o ARSI SE5 N RTP 8¢ RTA
(rapid thermal annealing) AR A KA NHEC S forming gas (21 Ny/H,) 3B /K » #4ZF] In,0, 2
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4. AIN IR EHIERIRL o in-situ DSHTHERR AR RIT RN -

5. WO, MRIRALR R WS, » B EEI HAHEE

6. FHENY) BAYHR K EESERF - 5 ER T R E R R AR -

38 e R R LR B B A P 5 & i R RO - ISR i R E RS EER - R
K BT ORHRAE AR SR I SE S TIRE - A N B ERTREY A SRR ~ nI R — R
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AR -

BENES - 2EFRRRPEREREE - NMEEEEERTERES - ARt
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