WO 2006/103751 A1 |00 000 0 0 O 0

(12) BHFBAZRNICE SV T LRSI -ERHE

(19) t R MBI FT A HEHEE
EfREHR

43) EIff2BRA
2006 ££10 A5 H (05.10.2006)

12 00O O OO I O O

(10) EfFABES
WO 2006/103751 A1l

(51) EEEFS4E:
C23F 1/18 (2006.01)
CO9K 13/06 (2006.01)

HOIL 21/308 (2006.01)

21) BfHEES: PCT/IP2005/005976

(22) EFHEER: 2005 €3 A29 H (29.03.2005)

(25) EfEHFED S EE: A&

(26) B ABDEE: BAEE

(71) HEA CKEZBR < 2TOEEERIZOWNT): =%t
ZHHX S (MITSUBISHI CHEMICAL CORPORA-
TION) [JP/JP]; T1080014 RRMER A THI 3 E
8 & Tokyo (JP).

(72) HHAE; LUV

(75) BAEF/HEAN (KBIZDOWVWTOH): T sz
(SAITOU, Noriyuki) [JP/JP]; T 8060004 2[Rt 1
WHm/\BAREGEHG 1& 18 =Z&btEKLL
%t A Fukuoka (JP). & A &8 (KATSUKI, Takanobu)
[JP/IP]; T 8060004 fEFHRAL h il h/\iEFa X RIGH A
1& 18 =&t F#H K &1 N Fukuoka JP). B JII 3
(ISHIKAWA, Makoto) [JP/IP]; T 8060004 {E[E Rt 1
MANBEAREEEE 1T 18 Z&2tEELE1
A Fukuoka (JP). K E & (AOKI, Masumi) [JP/JP]; T
8060004 BRI R AMHA/NIBARERBFERE1E 15

(74) REA: R4 A, 5 (SENMYO, Kenji et al.); T
1010042 RRH T H X M HERLTHE 3 8 Fi B
% EJL Tokyo (JP).
@) EEE (RTOLZLEBY., 2TOEFEOENRE
AEEE): AE, AG, AL, AM, AT, AU, AZ, BA, BB, BG,
BR, BW, BY, BZ, CA, CH, CN, CO, CR, CU, CZ, DE, DK,
DM, DZ, EC, EE, EG, ES, FI, GB, GD, GE, GH, GM, HR,
HU, ID, IL, IN, IS, KE, KG, KP, KR, KZ, LC, LK, LR, LS,
LT, LU, LV, MA, MD, MG, MK, MN, MW, MX, MZ, NA,
NI, NO, NZ, OM, PG, PH, PL, PT, RO, RU, SC, SD, SE,
SG, SK, SL, SM, SY, TJ, TM, TN, TR, TT, TZ, UA, UG,
US, UZ, VC, VN, YU, ZA, ZM, ZW.

BEE (RTOLZWVWBY., 2TOEHOLEBRE
YA §E): ARIPO (BW, GH, GM, KE, LS, MW, MZ, NA,
SD, SL, SZ, TZ, UG, ZM, ZW), 1—35 > 7 (AM, AZ,
BY, KG, KZ, MD, RU, TJ, TM), 3 — 0 v /% (AT, BE,
BG, CH, CY, CZ, DE, DK, EE, ES, FI, FR, GB, GR, HU,
IE, IS, IT, LT, LU, MC, NL, PL, PT, RO, SE, SI, SK, TR),
OAPI (BF, BJ, CF, CG, CI, CM, GA, GN, GQ, GW, ML,
MR, NE, SN, TD, TG).

(84)

R OFESR:
— ERAEHREE

2XFa— FRUHOBREEIZ DT, EHETIND
BPCTHE Y FOBBEITHEBEINTINS M0— FEREE

= # b F# XS4t W Fukuoka (JP). DHAFEVRI— ] B8R,

(54) Title: COPPER ETCHANT AND METHOD OF ETCHING
54) READEF: ATV F oI BRRUIVFUI AR

(57) Abstract: Itis intended to perform selective uniform etching of copper or a copper alloy even when mixed with another metal.
There is provided a copper etchant of = 45 mN/m surface tension and 6.0 to 8.5 pH value containing at least ammonium oxalate,
hydrogen peroxide and a surfactant. The ammonium oxalate functions as a complexing agent for dissolving copper in the form of a
copper complex. The hydrogen peroxide functions as an oxidant for oxidizing a copper surface. The addition of the surfactant lowers
the surface tension of the etchant to = 45 mN/m. As a result, substrate surface wetting and etchant permeation into high-aspect
portions of a substrate structure can be enhanced, and in the co-presence of a metal with high conductivity for wiring or electrode,
copper or copper alloys can be etched uniformly and selectively.

(57) E#3: hoEBAEETIBETHo THLHRXIHASEEERNMVIHAODH—ICTyvFUIT S,  DHEL
LEEBRTUE-DL, BEEKER., RUREESEFHIZEEL. RERANISEMN// MUTTHY., pHHG.
0~8. 5THAIFRTYFUI K. BETUE-DLIL, FEHRBEEE L TSRIEI-HOBIEHE L THE
L. BEEKFL, AIREEEETI-H0BEHE L THEL, REEEFZEEIEI LKLY, TyFY
THEROREHRAZIS5MN/ mMUTIZETEE, Chic&V, ERAICHTIENE, BREEIZBITIETAR
MBIy FUOTROBERERALSE,. BEXIEBAODREERZ2ET2EBOABETIZEINT., FXILH
EEEH—HIOBERMIZITVFUITTERENTES,



WO 2006/103751 PCT/JP2005/005976

[0001]

[0002]

[0003]

[0004]

[0005]

M E
Ty F L TR Ny F 7 J51k
Bt o B

ARFEIRL, SFAUISAEE&E Y Ty by T U BRI oy T2 73 5720
DIy F L THRE DTy T T E MO IIRE SOy T 7 IR T
%o FELIT, FEEEE | AR REEFOFEIET NARR, TUVMEAR, IC
A —REOREEIZ BT D8 IR G SR E DTy F o VIR Ty F o 7R
ETyF U HEICET A,

R

IERIEE | RBRTEEBEOLERT NAAR, TV NER, ICH—NEIE,
—EC IR BIC B E Y — AT A EIC R, &R R OB
Bl R FEam R L TRIESND,

ZOIHRERERE | BARE OBAIRE S — U TERT DI LEMT &L T,
ANV T T 74— B Ko TRBERERE LT IZ 7 A N PR E — %
< AZELTHWALZEERRICL ATy F U 7L TR — U I LA TV =y by
FUTEE AT T TF U T RTFTA Ty F U T EORIA Ty F U T IENREITH
s,

DG, Yy by F U IR, RIATyF o ISR L TRl 25 2 0 B
ST ARG 2 WD D TREIICER Th D, Eiz, REFEDER
Tho>Th, FHEMNFHHIZODEEEZEIL TS (HIG, AABEERBEHECL
Th) BRIy FUTEATHIZENTE, B, myF U I RAROBRICELRS
HEE | BIRTTIBIEZ A T 0L DIChE A A RE Th AR E DR REH T2, 201D,
BUIR T, B 7 — L OREFIELL TU Ty hmy F U 7 EREHSN TS,

LA, EER R NRBE R REBZ AN S B EERE TOEMECR, T0
R FHIZAOONAMEHI LTl T Z— 0 OB ERE B DA BT,
FLARBIEARNZ L Wit LIZWEDMEIE TO BRI 4 B L RoTWD, Z
DRRIDRIL T . ZORRRTFEOMEIEL T, BERUIRHUEIMEL 23D EBL ¥



WO 2006/103751 PCT/JP2005/005976

[0006]

[0007]

[0008]

— U ETHEDM LD RAFCHHTLEDHFHIEIBNIA BN E LI TODH
VBT, ZOBRM B E L CHRSUISRA &0 E B &, ZOEH A 222
H5,

TR, SASUIIRAE SE W TR TFEEL F— VT ARICHV SRSy T
THREL T, — BT I R0T BT RKED T IV H Iy F L 74k, YAk
B8 BRI SRR SRR 1B RREAE KR, TRER LBk REIREL
TRy F U RS OB TE I (FIZIE, FFFFICHER1~5%),

IOy F L TiRERAWTY Ty by F U 7RIV X S e DR T2 /8
S R BIE, Ty F LSRN SUIRA R8Ty F L SO HIE
T, TG S ORIRN =y F T HERERSILD, BTG i X 38582 AV
TR TEAER T AL, FlxiEsVay | HTA TAIF, @S TRIESED
BN OIRDREFMEEAR D LT, =y WR=y I VEE&F O UG &Lt
D& RERE LT, i UIE 2 BB LI-BEIEL VT 5. ZOFEBEE) D
SIS A SEED 2% o F L T BREL, SUISRA &S R ESN =Y
(DS BEIRD AL TRFEELIER LI AIATEAS T RO T O T i &
EUTHI IR G RO B 2B IRy F L 7 LI T D56 085, 2D X572
BEliE o RII=yT 7352870 S IR E S D AR D
W=l F o T URD Ty F U TR E LTS,

KFFFSCRRL : £FBA2002— 2660875/ %)
R SCHR2 : KB 10— 96088524 #i
IRFFFSCHRS < 7 EH -8 — 60386 8- A%t
3T STk FFEA 2002 — 3486855 /A H1
3T SCHRG : RFEA 2000 — 2483865 /A #1
FEHORR

FEIADMRI LI LT 55 E

LU, RERDH IR E @ H O — 72Ty F 0 7K B Z XS OBR L iR
ER(LKFEREEE By T U VTl UG EDINOD =T TR
TRV B B Iy T U TR 2T B0 L2, b DTy F U TR K E RS



WO 2006/103751 PCT/JP2005/005976

[0009]

[0010]

[0011]

[0012]

[0013]

& DT O IR E &L DIBIVIED 3B IR, ZD7280, BN LIk
WCEZyF U T BNy T VT ERENEL GV, Fo, ROy TF 7 TIE
MDBBAEFETLIRICBNT, MOSBET YT U 7T I E S DA
BTy F T T HTyF U TBFEDNME, ORI LG, ST EEE
TR R FELZTRR T DB, IR G @52 BN DB —IZoyF 75
ZENREETH T,

ARFEAIE LFEMEROMBE A EARRL LD E&BAIEFTIHE Tho THEIUT
A LRI DB —Cmy T L I T HZEN TEDF IR AE S A=y T
THRE, DTy F o R E RAOTEH UG & DTy F o7 FiER R T L%
BEIET 5,

IRE L R T DT D DFEE

ROy F o 7L, FXIFRE & Ty TF T HIDDTyF L THT
oo T DK ELBRT =Y A BB KR ROFEEEAZZ AL, K
BRAIDABMN / mEL FTHY, pHD6. 0~8. 5THIZELEFHRET D,

HIG | RFAEDIZ LR U7 LR A M D7 DI B RET 2 TR R
BT U LR NEBRLKFE L, Ty F o T ORE R Z45mN,/ mEL TIZ
ETSELENEDREEEAEEA L, FFEpHO Ty F 7k, BEEMEE
BT HMOEE, FHITAI=D L, FH =uiv, 8, 80, R, & TV T A,
XZZN6DER/OIFEL L2 TR & D6 @R RFT DMM7RT A AEED
BEThoTh, BRI OB —IZH UG DI E Ty T o T HLINTES
LR RMEL ARALTERIET,

RIEADH Ty F o 7HRIT, BIZTI/EREO. 2~25E B % EHAH THILNFEL
LIDTIBELTIT VU BEFEL,

ARPUTRBNT, FEEEALLTUL, —SO MEL, —0SO M, kU—CO0
MZ (HL, MIZ7 A BV R, KRR FERT) L0581 LRITN D11
XiX2MEL, EOFREEEA TH7 =4 R EEMEA RO UTAF T xR
VEOBRVIR LB ISR T 5/ =4 R R EEFINFE THY, BT, RUA
X T AFLL TR LT —F VBRI EEL,



WO 2006/103751 PCT/JP2005/005976

[0014]

[0015]

[0016]

[0017]

[0018]

[0019]

[0020]

RERADTYyF U 7T OB/ DB BT, BET L E=U L0, 05~5HE
%, EERILKFE D30, 2~10HEE %, AETEVEAZ30. 0001 ~5EE% THHI LN
FELVY,

ARFEA O F L 7T IUE, B UIEBH O REEEEZTT58E. 5
(TN b FE =T, @, 80, B B TV LR OTNLDEED]
fELL LE TR T HESNERABLVRIINIEBEDOIF TITBW T, S
G ST =P OBy F T THILNTED, ZOTyF 7 #1320~5
OCOEETHWDIENGFELYY,

AREROITyF o 7KL, DK T E=U b, EBER{KSE KOS M@
A B AR LK EERRE L CRESR Y T 7 R A3 HRRIC, bR
(ERZLN DA R K EZIRA LT . ZOREW BRI K B ZIRINEGL
THRBEINOZEDFELY,

RERADOTYF L7 HEZ, BB XITERAO REELEZ A TH&RBOLTE T
IZBWWT, SR S5 R IRNIC Dy T L 7T 5 HIETH - T ZOXH7RARH
DTy F o T BERNDZEL LT HHDTHY | i XIS H @21 —0>DEIR
BNy F o T HTENTED,

FEAH DR

ARFEBA DT F L TR Ry F 2 7 TFIRIC TR, Y A3 B i i o i
B DWEIENT L AZ DBRERCBAR, TS 7 DRSS ALY | 87U S L
D REEMNGBLEOREEHEER LI ERICBN T, R LB, A
JBIREZH RS ED 7L BRI IR D7) — 7281 U A @ DRy =y
FUTEATIILN TED, ZHUTED, ERIEL L T BT HERIBEIED dv i
RERBEREB T U T EHERL, T AAADOBSEHER CEIER R S ET AT
SIZRY, PREARETEOEFRIEEOMRERN FAREZ LR ATiEL 25,

AL FERTH-O DR BEOFHE

UTIZAFRADI T F L 7k Ty F o 7 FED EREO T REZ TN FEA
T 5,

RIEADWTyF o TRD T F o 7 REIT, FFADHIRLT, 52 TH->T



WO 2006/103751 PCT/JP2005/005976

[0021]

[0022]

[0023]

[0024]

[0025]

HEW, EELL UL, SHOEH ENLS0EE% L LOLOREY THY, diee
DA EbABIRHTHIBRIZZ2OAS, BlxIX, &, 88, Bidn, =L < V&
DIFE T2 LT HiLD,

BRI O T L7, B BT =T A BB EKE, R OREEME
FIEAK, BB I TUIRICT I B & L/KFRE L GRiBlS A,

BEET o E=U NT, AL CAMSE L0 DR AL L TREL , =
Fr TP OREIF0. 05~5HE%, K1, 5~4EHEWN THHT LI ELLY,
BT =y AOREMETED LMD F L 7 WA — bz, £ K%
Ty F U HEREET IR AN DD, BIEBT eV ARENRRETEDL, Bk
TUEEY LADEIRE DTy T TAEENE ERRT BT LW S AT RE
MDD,

WER LK X, MEREEER(LT 5720 DB LRI L THBEL . ZDIREIZ0. 2~1
OE &%, #lZ0. 5~5EEY% THOZENMFEL, (LK RDOBENMRTES
EBAD Ty T L TSR REETAGABNDE, WA LKRRENSE T
DL WL KENRDRELTRIC, Ty T LU T ROBIRR RS L BOBFE DR
AENRDHDHRE | ZEEOE CRBENET DHE1HD, 1o T, mEbkRIT, K
ROy T 7 R E AT IR OB EREERIREGH B HN
TAOTEDEFELLY,

TyF T RPOBRT =y AR OIBELKEOREL, LER#AIcs T
B EINATyF U IR CEEREL CRETIUZL,

RFEAOWTyF o 7 ik, FEEERZEFSELILILED, =y F 7D
FERSZ45mN,/ mU FIETEE, 2k, ERE s 2, EK
MEIZB T | T A MO Ty F U TR DRI EZ R L& T, Ko —7exy
FUTEARRICT D, REEERIEL TiL, T4V R, BFA R, ik, /=4
RO FREIEHEAID T DD, HTHT =A%, Bk, /=30 R0 S HEIE Al
PEFELL, EVDITT =AU R, /=F RO FRIEEAIDBLFEL, 2O FUH
TEHEANT, B THWCHLRWL, EEO2MM A EEHASDE THOTHE
WV, FTHT =4 R A ETEEE /=4 R EE SR O A A DRI LTy



WO 2006/103751 PCT/JP2005/005976

[0026]

[0027]

[0028]

[0029]

T hORBEMER b KRR, BRREZRO DD EL,

T A SR FUETE R E LR, VRV B 2V R FRER AT VL Y
VBT AT ALY | MRS U QT I B R R =gy
RAEEEAELTUL, RV=F Lo 7 Va— 8 ST v — Al B3 T 5
o,

T =A L FRSEE A O TIIANV S BEL (= SO AR T HH0) | FilkTA
TNE(—0SO  £&EATHLD) KUAVARVBEL (—COO0 &E2HT25H0)
PEFELY, BARRICIE, —SO ME, —OSO M#, —COOMZE (fAL, MiZ7 /v
V@RI, IIKKRRFERT) ODREB1IOFTHLEMNFELV, JVE
RBZIZ, TAT IV RIVREE, TR LB VR, T VR VTR T 25
VR TIAFRN =T VAR T AT VT, TV IV B R N2 NS DR
FELLAVWDND,

V=AU RAEFERIOF T, RV=F Lo 7 a— AR U CORIAF v =F L
YTNFRNT 22N BT RIS F T F LV UPEIEE T ATV, RUAF T F L
VINEZ MR AT NIRERE T NS, RV T VRV T a— L
TRIAF YV ZFLURIAF VT reLrym—7 b RUAF o= F LRI A F T
FLr =T RIFFVZFLURIAF L T ae’ L T AR T T L7 B 32
Fohd, AT Va—ABELT, 7RV RIBE= AT L YL R R ER =
AT NIRERETOND, 26D ) =F R REIEHEAI DI BALF I Z EN, HY
BREMEICEIL, 223030 REIEMEITEND AT, fFELIT, RUAF LT LFL
(TNFN) =T NREB LIS,

FETEMERNL, STy F 7R DRE RS H345mN,/ mlL T L2501 hlash
TOIUERL, Sy T 7 O FETEVERR B IR IS BRI DS, AFER
DT F o 7R T O EAGHERREIE, 0. 0001 ~5E &%, ##Z0. 001~1HFH
E% THAHZEPIFELY, FETEMEAIOREMET E DL REIEHEAIC LTy F
VTR DRFENER LR OB RS —T 1 7B GREMERE S+ T3 Fem T
ELHEWNEHRFAZE LY, Ty F 7 IFEIL > TUIRMELR-TD | £ BE %
BT DERDO R RERT BB DD,



WO 2006/103751 PCT/JP2005/005976

[0030]

[0031]

[0032]

[0033]

AFEH DO T F o 7HRIL, REIRIIDAS MmN,/ ML T CThII LR ET DL
DTHY, ZOINZRREADNNENZEZED | + 02BN E R T5HDOTH
2o

Fo, RFEHAOPF Ty F L WL, BTV HEOTIUBESAL TN THRYD
o TIVBDOWRMBREL L, BB OpHAEMEEHITINZ T, BbA ThHimE1 L.
IKBREDT T L HREILG 2 DHENNERRBIENFTOND, Ah, EEE
A7 BB LK B DO/ RRIIR B L DO THHN, T/ BRIRINGZ TiE, =y F
R IRER KRR, HEVRELZIT RV | RREFRYZ2 R B KR D5 fiE
CEB Ty F U EREDORMRME VR D ZE3TED, Fe, TIBRERINR
IZBWTE, AL ERBELKRORE Ty F U I EENREINDD, Ty
F T REDREMHIRER DTS, T BRERINRIZB W T, BB K HE R
EORBI/NSN D, Ty T U NIRIREOFE Ty T LV REL R EIER
DEETETHILNTED, ZOBE, ATy F L TIRBOTIEBEOEH &I,
0. 2~25E &%, FFZ1~15EEWFRELTDHIENFELL,

ARFEIA DR T F L 7 DOpHIZ6. 0~8. 5, HFELLIL6. 5~8ThH2D, Ty F
YROpHNZDOFHEIVHIETED, @ TEOLIG6E ., XFeRLO=yF
VIBEFMEME T TR ERD D, ATy T S ROpHIL, LEICSU T, B, 7
NV Z2 VT T 52808 CED, SN B L LT, BFREOR
PEERSC, R, FHER S D IEMREL YT DILHDY, FRIC, BEKIERE DT EH
ELW, —FF, TAAVRSGEL TR, T s =T KRBT R A AKER{EAY
LK EE HINDZEDNTEDD, KR, T BT REHWDZED G ELY,

$il o T TR OpHAVEE L IR DB 720 Ty F L 7 HPIChITH LA E
LW, BIS | 2y F U728 T pHRREIT 52030505, 4F ELV pHELFA 2 1k
i3 58, HAFESBICKT DT F 7 BIEDE T T 256803855, £z, FrT
R F RO pHA EL IR D L BRLAITH DI B oK T8 D 73 RIE FE A3 <720
EOREREL T S F L TR DOTA T BRI B ERH LD ThHD, 728, K
KDLy T TN T BEEALTNDE, T/ BEOpHARE EFICLY, p
HOZEBIEA/NSL72Y | pHFFE A SR EIATOLENR 225720 FERICHATH



WO 2006/103751 PCT/JP2005/005976

[0034]

[0035]

[0036]

[0037]

[0038]

N

ZDIHRARFEADITYF L T N Ty F U T HATIRE, Ty F L 7 I
WL FFEDOREEAMD LT DL, FHZmy F U TN LG %/ 2= AR
R LT DI o T — TRy F U 7 E T IR ENLHD, 20T | iy F
VTR ERNNE R 7 AN — 2t U CIBIR T 2728 DFFIET, K O+ 0
REMEAFZIREL TRLZEDB T EL, BB DO HFRILT L RATH IS,
AL FBREDNZRD i b, FERADLVEFEL, BB T4V F—OIRITEE R
R FUTINA, —RAGTIT0. 2 u mEA T #5120, 1 pmELV R DS DAGFEL,
TANE—DHZMIL, IR T DTy F o 7RI L TR - BRI Z EL TS
LOTHIUMEETHY, FIZIEEBEER)=FL v RITIT T ArTT L%
DTy RZBNERFBEMENETOND, ATy F 7 RIE, ZOIO7IEEAERIZIY,
Bl ZITEARO. 5 mBL LWk 723100018,/ mlbL Fe225k510, ki FZD R
PAEARME R B L TRLZEDFEL,

RIEPF Oy F L 7 RERANDTyF 7 FHEIL, 15~30°CRED=RTHE
ML THRWA, =y F U/ EEZM ESEL BTy TF 7R ENEL TH R

o —HRENIZ Ty T U ROIBEEIZ10~60C, FTH20~50CRHFEL,

RFEADOTYF L7 HET, FIZIE, vV TR TAIF, &0 TRE
FDOFWN DO DHEMEEM LICTERRSNIZT AI=U A = 7L, 8, 88, 81,

NTUTL IINODOERBOITEU FEERSETHEEEOREEREGRE
i EICREE SN IR & SR O =y T 7 Il &b,

RERAOITyF o T ikE N NDERFEAD Ty F L 7 HIEIMEE THY, 1ERA
HD, v TyhTyF o7 TEMNSNAEES, EELHWTITRIERWY,

Bz i Xy F o TG oo F U TR E DB T IEE LT, Ty F U Sy
FUTWETIZL Ty T VTG ERIESE LT v 7 HRERFT oD, Z
DEIIFE Ty T TR BDEATSEI0 N Oy F L VA BHITE RS TS
LIy TF U T BRIV —IATOIZEN TEDLD T ELY, D, =yF 7
Wr Ty F o T BYHE ~EFETHATS L — R, BT 5y F U T /BN
JANED T F U REHEEAAE L FRERFTOHND, NSO TTED



WO 2006/103751 PCT/JP2005/005976

[0039]

[0040]

[0041]

[0042]

[0043]

[0044]

[0045]

T4 T HREETHEL VDA,

RFERDOTYF 7 FEIZBOTUL, AFELLIL, Ty F 72k, IR E &
HIENBMRESN T, IR & @EIRO TEO & BERUIERS RN TS
TURRAVIETCOV R ATy F L7l ZOVY ATy F U TR BT F T %
T9A ="y F o T E%ATH ZORGE A —/N\—yF U 7RI R HI R
137203, VX APy F U 7RI D5% LA 200% BAF | 2 10% A £100% B
T THAZEDLFELYY,

Syl

LA S ha 5 o OREelgeBil 2 281 T ARZE A B BRBYIZER T 3525, ARFEH
XEDEELEARORY, L FOFERBNRESNDEDTIER,

BB, UTICBWT, ZoF U R ORERIIL, Rk (BRRT (k) 840
CBVP SURFACE TENSIONMETER A3]) %MW CHIE L, £/, pHiZ, pHA
— & — () BB RERT R D—24 ) Z W THIE Lz,

FEHifl1

JEX0. 5mm®$i (Cu) | #R(Ag) . =7 /L (Ni), #(Sn) ., #,¢R(96. 5EE%
/3. 5EEY%) &4 (Sn-Ag), T/AI=U L (AD) DREZNZHEIOmm X £&1
OmmiZ A NUTzb D% 4 JB VA g B A 3B & LTz,

KIZSHEDDEBEEET E=ULE0. 5EEY%DER{LKFEL0. 005EEY% DR
EIEWR] (AL TF LA MOT NVFN (RFEHK12) =—T 1 bRk T2 (
BR)ELINL110)) 2Ly F 7 100g% 100mIDE — HZ AfL, Ty F o
TIROIEZ 25 CICHRE LT, ZOTyF  IROKRE RS R OpHIZR LIRS
HYTH-T-,

ZOTyF UV, HRBRA Z 2R FRESE, RIEMROERENLESBED
ERRREZHE M U, Eo, Tt 75Ty F o 7ML LT, =y F 7R E L (
FOVBIRRE /B RBOBIEE) ZHH L7, INOORER1ITRLUT,

bl

EREGI 1 BNT, Ty F 7RIS ETEERZ I 220 7o Z &AM, [FIAR
LTy F U7 RERHEL , FARICREIRA R UpHEZRIE 5L, & BEE



WO 2006/103751 PCT/JP2005/005976

10

R ABRZTV ., MR ER LITRL,

[0046] [F1]

[0047]

[0048]

=1
IyFY R T
K (ERY) R 7 TS
i &EE| FE | ERH
ﬁﬁ 5@&‘”3 ﬁﬁ ?'Ejj pH [mg/hr] [__]
FoEz9L| KE | EtE | [mN/m]
Cu 5.49 1
Ag 0.1 55
= .
1 Ni 0.02 275
% 3 0.5 0.005 37 6.95
1 Sn 0.02 275
Sn+Ag 0.05 100
Al -0.02 —_
Cu 5.31 1
Ag 0.07 76
|dd
i Ni 007 | 76
5 3 0.5 0 60 6.53
1 Sn 0.01 531
Sn*Ag 0.2 27
Al -0.03 —

RIDDHALYRINT, AR Oy F 7L, $R (Ag) . =7 /L (Ni), #(Sn
). 85,/ 81(96. 5,/3. BEHEY%) A4 (Sn*Ag), TAI= A (AN T L TRERT
yF U BREEZALTEY, INLDOSRERERTZLRADH RN Ty F o
I HIEWTEDIED 1135, e, Fsei| 1 & T2 151 1 DR DY i o8 L 3R] % C
HHZEND, Ty F U T IRICHIN U T FEEEER LS DR R B T s B e 52 72
WG D3Ds

2

DTy F o 7 R a R 578, B 10nmDOEERLE (S0 JEAT o4
F DLV (Si) EAR EIZA Sy ZY o 7RI F 2 (Ti) 2 100nm O EE THERE
SEFZTL/ SI0/SiFbtk EiT, BITH (Cu) & 300nmDIRE CHEARS &7 ik d
PRSI 72 (REFAR) . ZO_ZEEMR_BITROR 7 3 P RIS (R 1 m) 2%



WO 2006/103751 PCT/JP2005/005976

[0049]

[0050]

[0051]

[0052]

[0053]

[0054]

[0055]

11

B =74 7L, 2O DET ANV T TFT 4 —ERIZ R R F— AL, 5~10
O umDTA L EANR—AD NG — L IMFAET DEMRE VR LT (R — A EEAR)
o ZDRE— i EBEME R EKIS0mm X g 10mmiZ Bl L 726 O & 3 T 03
BhELTZ,

Ehif1 L F— DTy F L TR, =y F U T HRIREICT, ZOREE Ty F T
BT ETERIZEN LRy TF L T H{ToT,

DX ATy F U7 ENE, Ty F T BRSO RRA U NETORE ELTE

o TURRAUNE, B LDy F U 7 REFL DGR THERD BT
LA B CHEL TRELE, Fo, ITEDA —\—2yF UV RHIL, %R
"oy F o TR — Ny F L T Lo Ty TF U T 58 (F— N —my T
78) IVEEFHEL TREL

FTERFRI DA — N —2y F L V358 T . B RV L, fiK CLor B L7
%, 7V — R ERWVTREL,

Ty F U 7R OERFEOBELL —FEME (F—= 0 AT VK-8500))
R OEETIE T M (HAEFHERI6320F ) AWV TITV, o F U 7 BED
AELZR RER2TRLU,

Heig 2

S 2128 T, B E[F— Dy F U ZHE R E LT Z E LM I FRRIZL T
Ty F T REOFTHI ATV, FERER2ITRLT,

E¥)
#2
Soan 7 EORREDE R
B IyFoYy F=n=I9F09 B (EIyF ) BE)
BF ] 0% 50% 100% 150%
(1 | (258) | (38%) | (50E) | (63FH)
EHEM2 25 AY ;L L mL
teEp2 25 gY BY 5Y L
F2DFERMBABN 2 X0, BEIHDO T T L TIRITH S E — o ~Di %M



WO 2006/103751 PCT/JP2005/005976

[0056]

[0057]

[0058]

[0059]

[0060]

12

(BN TERY, g — =y F 7 BT IR DWW — 72y T
TEATHITENTES,

Fhi 3

KIZSEHEYDDEBEET E=ULESEHEN DV 20, 5EE% DEEE{LKFE
£0. 005FE E% D HEIE A (AF > mF L UAREEM DT V¥V (RFEE12) =—
TV ZPBRRLEE (BR) ®INL110)) 2L 72Ty F - 7 #100gZ100mlDt
—H = AN, Ty F U TR EE28CIZIHE LT, ZOxyF IR OR R
R OPpHIFRI — LR TEY TH-T-,

ZOTyF U7 RERNT, ERGIZEEREICL T, =y F o 7 RO TV,
R EPRI—21TRLI,

ta i3

SR LIZRBNT, FmEiEERZ IRINL R > T- ZE DISMIFERRICL Ty F 07
BT, 2Oy F U7 ROFRER S K OpHITR 3 — LR T8Y ThoTz,

DTy F U T RERWT, FERBI2EFERRICL T, =y F o 7RO ZIT VO,
FEREFR3—21TRLTE,
(%3]



WO 2006/103751 PCT/JP2005/005976
13
=3—1
I9F9 &
B R (EE%) E A
ﬁg% 7"]],}‘/ iﬁﬁ"t ﬁﬁ gEjJ pH
PUEZHA Kk | EHH | (mN/m]
EWHI3 3 5 0.5 0.005 34 6.36
B3 3 5 0.5 0 63 6.35
&3—2
YAk IvF A BOEREEDHE
Bl IvFLy | A-W-I9FoT R (2I19FIT R
ﬁ"fﬁ 0% 50% | 100% | 150%
(] ) i) | @78) | (368) | (458)
ERHI3 18 BY L ) ;L
I3 18 fY HY gY ;L
[0061]  FRIDFERNSIS 2RI, REHAD T F L 7T S 2 — o ~DIRFENE
WZENTEY, Dlangd — N —myF 7 BRI EE DN —r oy T
THEITHIZENTES,
EEZE_EOF| AR ReM:
[0062] AFEEAOSFHTYF L 7k Ny F o 7 ER, REREE  RRFREESD

HBIET NARR, TR, ICH —FEORGEIZ 61T 5 $ I8 A e @R
FREMERFE FFEDOAIA I THL,



WO 2006/103751

PCT/JP2005/005976
14

BRI
[1] B3R A4

ELth T ST RO F TR ThHo T, D bHIERRT T+

=0 A WERIEKE ROREFEERZE AL, REENH45mN,/ mLlFTHY

. pHN6. 0~8. 5THAZLEEME T A=y F L 7K,
[2] B

ERIELICRBWNT, BIZT7IVBEEAL. TIVBOEZHENO. 2~25E&E&% T

B LB ML T DT T TR,
HERIEATBWC, BTNV THHIE LTIy F 7R,
HRIALICEOT, A EIEHEAID, —SO M#&, —0SO M#, R U—COOM

FEUEL, MIZTAAVERBEE, IKEBRFE2RT) LVRD8EO#IIND 1 X
WX2fE L EOBERERAEA AT =4 R EIEER] KO I T AL

B IRUBNEEE G5/ =4 RRETEER CHAZ L R s+ A8y
FL T,

[3]
[4]

(5]

Tl

EREAIZBWT, ZAEEMERD, RUAFTTAXL T AF L T—T L iFE
K CHHZLERHBET DT TF T,

[6] REUZBNWT, BEET E=U LD EHENO. 05~5EE% THY, 1@EE(k
KBOEZHEDNO. 2~10EE% THY, FEIGHEAOZH ES0. 0001 ~5HE
% ThHHILERHRE T DT L T,

[7] FERELIZENT, BRI ERN O REEMLELZT 5B OIFTIZBNT,
ST E S ERINNC Ty T T T A DTy F U TR THHZ LR LTS
SR F T

(8] RIETIZRWT, B SUTEMRA O REE ML EZ A TLE8BN, TAI=U L F
B =, @, Bh, R, B NIV AR NI NGLDE&BDIEL ERERET
HEBIVRHBENLRITND I I2FEL, ETHAZE RS T DTy F )
.

[9]

RIELIZEBWT, 20~50COIRE T AESNAZ LR B E T ATy T 7R

[10] FERIELCE

IZBWT, DK L IERRT ey A, imER bk, RO mEIEERE
LA EKREEBRE T HZ LTIV

PRSIy F o TR T T IhER



WO 2006/103751 PCT/JP2005/005976

[11]

[12]

[13]
[14]

[15]

[16]

[17]

[18]

[19]

15

TbARFRUSNDH G EREERA LT, SRR AW OEB L KR ZRIMESL
THROLNDIEERMET ATy T 7K,

ESRSUT B O REEWEE TH8BOIETIZEWT, S IHE 4%
Ry F o 7T 5T1ETH-> T, DRKEHBIET =y b, IBEB(EKE, &
OREEEAIZEA L, ZEIRIP45mN,/ mEL FTHY, pHA6. 0~8. 5TH
BTy F TR E VA LERHRET Dy F Tk,

FREIUCBWC, oy F BN RICTIVBE AL, TIUVBOERENO
. 2~25EHB% THIZLERMET DTy F LTIk,

HERIE12IZBWT, BT/ BN UL ThAZ LB ETH =y F L 7k,
ARIALLICEWT, A EEEAIS, —SO M#, —0SO M&, X U*—COO
MZE (HL, MIZ7 B V&R, KRR FERT) IR0 LRITN D11
XixefEL, EOFREALATLT =4 R EEER KO/ I F T F L
VEDBIR BN EE LA TS =4 RIRETEER THE LB T H Ty
FLT FHE

FAERIE14IZBW T, ENEIEERIDN, R4 TAF LT AT m—T Vi
IR THHILERBET DTy T T Ik,

FERELIUCRBWT, oy F U 7RIE, BIET B0 OB A EN0. 05~5FE

E%THY, BRLAFEDOEEEN. 2~10HE% THY, AmiEHAOEHE
230. 0001 ~5EE% THALERKH LT D=y F L7 Tk,
ERE1 LSBT, BRI BB O REBEEATHERN, TAI=T A,
FL =TV, th B & STV LR IO ERDO IR BE Ry
ETHAEIVRDHNPLRIIND 1 L2, L ThEZLeiHE Ty T
7 I3k,

FREIUBNT, 20~50CDIRE Ty TF LU T EITIZEEFFE T HT T
7 Fiik,

FREIZBNT, Ry F o7 id, DRKEGBEET o Emy b 8RR EKE
 MOFETE A Z B LRI EKEZIREG T LIV sy F 7
BT, B LAKFE LS DR BRIy EREFRE LIt LIRS MR ER LK

Ol

ol

m

p={1l



WO 2006/103751 PCT/JP2005/005976

16

REWIMREAE L TRONDIEERHRE T2y F 7 Tk,



INTERNATIONAL SEARCH REPORT

International application No.

PCT/JP2005/005976

A. CLASSIFICATION OF SUBJECT MATTER
Int.Cl” C23F1/18, C09K13/06,

HO1L21/308

According to International Patent Classification (IPC) or to both national classification and IPC

B. FIELDS SEARCHED

Int.Cl? C23F1/18, C09K13/06,

Minimum documentation searched (classification system followed by classification symbols)
HO01L21/308

1922-1996
1971-2005

Jitsuyo Shinan Koho
Kokai Jitsuyo Shinan Koho

Documentation searched other than minimum documentation to the extent that such documents are included in the fields searched
Jitsuyo Shinan Toroku Koho
Toroku Jitsuyo Shinan Koho

1996-2005
1994-2005

WPIDS (STN)

Electronic data base consulted during the international search (name of data base and, where practicable, search terms used)

C. DOCUMENTS CONSIDERED TO BE RELEVANT

Category* Citation of document, with indication, where appropriate, of the relevant passages Relevant to claim No.
E,X JP 2005-105410 A (Mitsubishi Chemical Corp.), 1-19
21 April, 2005 (21.04.05),
Claims
(Family: none)
E,X JP 2005-105411 A (Hitachi Chemical Co., Ltd.), 1-19
21 April, 2005 (21.04.05),
Claims
(Family: none)
X JP 2000-195831 A (Hitachi Chemical Co., Ltd.), 1-4,6-14,
14 July, 2000 (14.07.00), 16-19
Y Means for solving the Problem 5,15
(Family: none)

Further documents are listed in the continuation of Box C.

|:| See patent family annex.

* Special categories of cited documents:

document defining the general state of the art which is not considered to

be of particular relevance

“E”  earlier application or patent but published on or after the international filing
date

“L”  document which may throw doubts on priority claim(s) or which is
cited to establish the publication date of another citation or other
special reason (as specified)

“0O”  document referring to an oral disclosure, use, exhibition or other means

“P”  document published prior to the international filing date but later than the
priority date claimed

“T” later document published after the international filing date or priority
date and not in conflict with the application but cited to understand
the principle or theory underlying the invention

“X”  document of particular relevance; the claimed invention cannot be
considered novel or cannot be considered to involve an inventive

step when the document is taken alone

document of particular relevance; the claimed invention cannot be
considered to involve an inventive step when the document is
combined with one or more other such documents, such combination
being obvious to a person skilled in the art

document member of the same patent family

Date of the actual completion of the international search
08 June, 2005 (08.06.05)

Date of mailing of the international search report
21 June, 2005 (21.06.05)

Name and mailing address of the ISA/
Japanese Patent Office

Facsimile No.

Authorized officer

Telephone No.

Form PCT/ISA/210 (second sheet) (January 2004)




INTERNATIONAL SEARCH REPORT

International application No.

line 10
(Family: none)

Inc.),

25 April, 2003 (25.04.03),
Par. Nos. [0006] to [0033]
(Family: none)

upper left column, line 4; page 2, lower right
column, line 15 to page 4, upper left column,

PCT/JP2005/005976
C (Continuation). DOCUMENTS CONSIDERED TO BE RELEVANT
Category* Citation of document, with indication, where appropriate, of the relevant passages Relevant to claim No.
X JP 61-56286 A (Toshiba Battery Co., Ltd.), 1-4,6-14
20 March, 1986 (20.03.86), 16-19
Y Page 1, lower right column, line 18 to page 2, 5,15

Y JP 2003-124203 A (Mitsubishi Gas Chemical Co., 5,15

Form PCT/ISA/210 (continuation of second sheet) (January 2004)




EpRRERE

EEESE PCT/JP2005,/005976

REORT5HFONE (EREHSE (1PC) )
Int.CL7 C23F1/18, C09K13/06, H01L21/308

A,

HEET o e %

e

EETolR/NREEE (HERRFRFAE (IPC) )
Int.CL7 C23F1/18, CO9K13/06, HO1L21/308

R

BANREHUAOER CREEZToOFITEENI LD

AAEZERBEAR 1922—19964
A AEARERFEAR 1971—2005%
A A EEAFTREREAR 1996—20054
HAERGEAGTEAR 1994—20054

ERRFECER LEBEFT—FR—R (F—FR—ADL .
WPIDS (STN)

B LR

C.  BETAEBEDLNBTH

3 AR B 5

BT Y —% BIANA RUO—HOGFHSEET S L X1k, ZoBEEd3E8Finoss HEROBEOES

E, X JP 2005-105410 A (=L E4) 2005. 04. 21 1-19
WNErREROEHHE (Z77IVU—722L)

E, X JP 2005-105411 A (=L %) 2005. 04. 21 1-19
KRR o®EH (Z7IV—72RL)

X JP 2000-195831 A (HIL{bRkTEHKRESH) 2000.07. 14 1-4, 6-14,
[FREZMERTHIEE]IM (7IV—%L) 16-19

Y 5,15

Vo CHloBEIc b XRAFIB S h T3, I N7V 773 )BT 3R BB,

* BIAX#RODT Y —

TA] FICBED D 5 R TIT R . — R AKER RS
Lo

TE) EEHEAMOMEE I3Erch a2, EREHER
BBIZARINZHD

ML) EEEERICRBLRET 5 R UIMOSTER D IRIT
B L XMoo fERI 2Bl 2T 5703 B3
LR (FEBZMAT)

FO] AL BB, . BREICERT 5

(P EBRHEERAAIT, P OEEEOZROERL 725 K

D B DZITAZR S ui=3CHk

['T) EEEOER XIMEERBICARESNERTH - T
HBEEFET DO TR, BEOREXIIES
DOEBEDT-DIBI BT BH0

IX] T DH 5 TH o T, YHIRO S TRE
DOFFRMENIHEBER RN EEZ L BN HD

Y) BICBEEOH X TH o T, YBESThk&fho 1 8L
LOICERE D, YIEFIZL > THRTHZESEI
Ko THEMERRNEEZDNE LD

T&JE—N?VF77SD—Xﬁ1

21 6 2005
ERREZSET Lzl ERSREREOREH T
08. 06. 2005
@%%E&%@%%&U&Tﬁ ) WRTEEE (EROLHBME) 4E [ 9443
AAEMETT (ISA/JP s
HEEEF100—8915 K ke
RKEHTREREFE=TH4%E3E EFEE 03—3581—1101 Wi 3425

#HXAPCT/ISA/210 (B2—)

(200441A)




EERERs EREHESER PCT/JP2005,/005976

C (&) . PBHET 2 LB LD

B AR D BT 5
BT Y —x BRSNS  RU—MOBPAEET 5 & &1, TOMEET 3 HRORT FROMEADEE |
X JP 61-56286 A (RZEMAAERSEE) 1986.03. 20 1-4, 6-14,
FBIEATWE 18IT—F2HELME 417, FE2ELATHE 1517 | 16-19
— 8 4 HiE LW 1047
Y (Z7IVU—72L) 5,15
Y JP 2003-124203 A (ZZFERIHMLFERRAE4E) 2003, 04. 25 5,15

[0006] — [0033] (773 V—72L)

BAXPCT/ISA/210 (B2_—Y0kEXx) (2004414)



	Abstract
	Bibliographic
	Description
	Claims
	Search_Report

