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(57) Abstract: Provided are a palladium-based supported hydrogenation catalyst and a preparation method therefor and an application
thereot. The catalyst is prepared by the following method: using an organic solution containing a bipyridine derivative with a hydroxyl
group to impregnate a support containing Al,Os, optionally drying, then using a mixed solution containing palladium ions as main

active components and M™" ions (M is selected from one of Ag, Au, Ni, Pb and Cu) as auxiliary active components for impregnation,
then optionally drying, and calcinating to obtain the catalyst. The prepared and obtained catalyst has an excellent hydrogenation activity,
ethylene selectivity and anti-coking performance; and can be used in the selective hydrogenation process for a C2 fraction.
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ARG MBI RN BOARGU, B AR — R S 3B I SR B L 26 7 vk
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LA e ATAL S TAVIR AR R 2 —, 1B RS E stg, J—&
RHAMEE dnski. Wht. 1ot ARMAERSEME) 2R3 RHIE. Sk iEs
LA LA A ER C2 W0 HIEEH 0.5%~2.5% (BERDED L. LPIFESAE
LIGRR G EREZML, I HaB B WrEie. S EREES RGN, mT ok
HIARE, SABERGER: A4, AR, SHRFEIE SRR S EAFIE
P, SEINEEACTIRIERE: BT LA AR 05 T SRR — LY, A B HAE N A AR
AW Bk, Bk, 18 T EZE~YE C2 15y, TEEM ARG,
A REVEA TG R AT R, H T4 R a5 T .

H AT Tk R 2 i SUE RS IR RO R 25 C2 W PR St HFIREL
EBERITR 2K O0R, TR d O3, (HE T ZRAERER, BIEEER K. JHil, f#
CIEEEPEINE R 775 2 A O S 220 AN B iR 3 2 () 7 i

TECHBE RS, AR AN TE—&a AimE T Z2REmE LT 2.
M LZAEMA L/ FERZIET AR NN E AR, e N6 TR
R B2 BTHIAR A RTINS T2, NG RN A4 T A A 2 e BIRR b e s T 2. Jain
AT EHUUSEE ABB B34 H] (ABB Lummus Global) HRINMEA T2 ALK,
KAWUP oy emhe, BURKIERR Fhe. Ske/a BT C2 A mEk L de, FmaL
CAEE N RIS K A RGP IR . JTINE L2 30 i i S BE T & A
WA EERTINE PR L2, 23 Al s E ML 2\ (Linde Group) FHSE E il -5 40 ks L
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LR JE W R 2 A .
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VA EAR SR IR PE A AL SR BB SI%, I B HGRVEA 5325 Py Ag W
GE. KETVEFAELU TR A (1D ZRUAALE MBI, 352 7 175 5O e i 12
i, BEALPERCHE: (2) SRR TR ST WAL RN BTN, 8 is 220 6 944 DA
REMEAVIR TR, AR (3D C2 I InEX AL R FE i 2
K, BIEEA S Ag 5 RIRHEA Sy Pd (AR BLAVE A2 B AL R e Tk (R DG SR R 32
LGRS AL, TR SR S R AN R IR T 5K ), FR8UAE BRI AR
Pd. Ag RIE434, Ag MMFAMEHRIMAAHE, LAUES K Ag (19 &R AL 3k H B
FVERIF R IE, B FEENRERBIER, FRRVRERT RS R, URghE
R E , AR ar . LU E=AN RS8R R AR 5 SEE R AL B o 2=,
F R REMEAR, 2 sz B ALK PR RE
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SRR, HURELRT LY EREECE eSS, T DO IRGTEE . 93RRI LA TR
AN/ e AR MR e s o i SR AL IR B R 1) & 7R B & A AR O B AR B T
B, BTEERNES, HER RRRNXERAESIRE 250°CHTHUbH, KRR E
40°C~250°CHHE, B2 RIUER, &SRS E RRRNXALERmAR, KL%k
B EACER A . L3RR BT Mo-Ni &R R Ina e bl il 4, AT, 28

PEREL
R A
SR

o>

(&



WO 2017/201644 PCT/CN2016/082976

10

15

20

25

30

WS, AU TREEAFINABREE. H2, X TieRE Pd RMERRITNE, BT
GITET KR AN PSR WS, 3545755 EEAFRTE TR RE 0 CL.
Bry [, M&MRAWAERE . B, MR E, PR “gal” KEAMR, BEUREEX
RGN, S AL A s[RI 205 VR 2 A B A R Be R AR . LR i3k,
ATEG Tl 52 E A Pd R

RYNE

e FIREEA R, A B H B9 TARGE— R BE T A A R AN
AL S %% VA S N . AR BRR OE AL R 28 B R RS — R &R R
REMS TR IA LB IS 4y B Be i su IR THI 5K ) S AR e 28 R v 4 4 R 40 R
PR AR 5200 o

HIEE) ERE K, AR E R T — R R R A IS A & T, HoA
FELLUF R RAEE W BN BIERT A VUSRI A ALOs MEAk, Wik
P2 T 5 TR & R0 R e 7 CHD 2 ARRRAES 7D RIBGE A 2y MY BT
HYR G, b M H Ag. Au. Ni. Pb Il Cu HRI—Fl, ke T8,
LRk, RBIPTRRAER A ERA A

FEAR R BH 25 T iE D, R A BRI RE AT A 5 5 ALOs BB s B )=
5 RIEIEA S Pd AIETEA 2 M 4 BB T BV SH, a3 R00E T4 7
1 AT BRI PA-M S 2R A (L)

SERARHE, AR AR AR AL INE AR 2 A B LU T 2R

(D RAE A RRIE NI AT AW A VSRREI ST ALOs IEE, WiLH
T (AT DOEAT TR AT T8 5, TR R EL-BRILRE/ALO; R JR 1K,

(2) KI5, RASHDE TR MY 87 IR AW IR BRI IR A TkiE /ALOs /T
WAk, WERRHMA T (RIRT UMT TEBAHT T8 J5, BRPd-M)-FR35-Bt e
/ALOs RTERIE;

(3) IR PA-M)-FEFE- Bt bE/ALO; BTERAR, 7330 i 48 2 1 3k 70 hn M
(&R

76 BRI T, ALk, SRA S R AR R BN e i AR A ML ORI
A ALO; 3R (B EA B (1)) B7F 20C~60CHATH, JFHRRIINT Ry 224
NI o R IR R EERT LR 60°C ~150°C, ITEJA] A 2~10 /M.
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HRIENE/ALOs BTHRMR (BI EIAPER (2)) &AFE 20°C~100C (fRikA 30°C~100C) Hf
AT, I+ HEEHE R 2~24 /BT 2 G T EEERERT LN 60°C ~150°C, A [E W]
LLA 2~10 /Y.

P BRI R, ikl Bl s CHI FaRsB 38 (3)) (IR & 300°C ~600°C,
R 2~12 /] if e SEAOREHE, FriR Ry KERIdAE & 350°C~600C . UhAk, Frdkspethit
AR TR TR BATHY

fE EIR I 772, hist, FrRAKEH ALOs RIEA R EAL SRAL B & 4
i M E N RIR G5 . Horb, TR B AR mT LRt . EALER . A
BB S —MEULA A S . ok, BT ALOs AT LA v. 8 6. «
BEL Ik se G LA RR A R I, LR 6. o SR AR L.

7 BRI Tk, Rk, BRI EH ALO; AR LUK . ERIE .
FAEIE . BRI, & =M a Pt 5%,

72 BRI 7, ARk, PR R R R menne AT E O FE R 1 2,27 - Bkt
WERT LR/ B FR AR 3,37 -HRILBE TR, SEARIE N Wi R 2,27 - HRHERERT A4

PEA R BRI 5, BTl & A w5 B EE S R ke A 2B W A AL P 3 T L
S AT B LA, 49000 2R/ B 2R o VR A R A B A 2 (R Bt
WERTEVI R SE VR, AR TR T EE b XA A SRR R BR
SUEL BB (F BT 7 2 R (0 ML e 177 A A 58 AW AR R TT

12 LRI i, ks, Prid iR e A 5 ik AR s
M™ B IR A BB T Y Pd AT M EEREEN 1~100:1; SEfRIEHL, iZBE/R Ly 5~80:1;
AL, ZEEREH A 20~60:1.

78 BRI % 7, U, PR S A TR MY R A ] LY —F
BRJLAMI R4k 5 DL 2 — Rl LA MK ATV 3R VR A B 1, 7T BLZ PA(NO3)2
M(NO3), MRS .. SRS M 2R = IR AL A T35 (1) Pdy M

Qe B ik, M b Ag I, IZRAETRY Ag 5 Pd MIEREES 0.4~10:1;
LM h Au ], ZRESERT Auly Pd BUBEIREE A 0.5~15:1; 3 M g Ni i}, RS
WP NI 5 Pd /RIS 04~~20:1; 24 M 24 Pb I, ZIBAEHEH Pb 5 Pd IR
tE A 1~10:1; M A Cu i, HREHERT Cu 5 Pd FIEE/REL R 1~10:1,

7 BRI % J7drh, Rk, A EE S A MY E TR AR pH E N
1.5~4.0, $ARER 2.0~4.0, ATLERHE A B pH EVE T RIXHZIR S E R pH (HHET

-
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FEAR A B — IR I AR S 7 5, 1240 AR Sz In S A0 R0 ) o 46 v mT LU AL A
LU A5

S (1) REE-IRILIE/AL O HTHRAR I H 45 -

KH G RN BRILE AT DA NIRRT EH ALOs Bk, JHE 20T~
60°C [ B 2~24 /i, AR5 TG PE LK SN TR 60°C ~150°CH 4 2~10 /pif, 193]
FREL-BRIERE/ALO; BT R Horh, fhiEHh, BTk & A R LI SRt i AT L W MLV W
HIRER N BT & H ALOs FZR A RIAER 80% LA b (£9.5E 80%):

S (2) (PAd-M)-FRIE-BRnL e/ AL O, BT AR 141 4% -

K pHAE R 1.5~4.0 & HEE 7/ MY B T HE SRS B (1D &85
[RIFRFE-BRILEIE /ALOS BIER IR, FHAE 30°C~100°C [ 2~24 /NI, R 5 ] B e I B
FIE 60°C~150C T4 2~10 /M, F3BI(Pd-M)-FE2E- AL RE /AL O3 BTER AR CRLAR 3
He-BRMENE S5 (PA+M)FY BEZR EE 2 1~100:1, ik 5~80:1, EALidly 20~60:1); I,
TRIEHL, FTIRIE AV MR BT R 2 2 - B e /AL O BTERAA I AAAR 1] 60%~200%;

SR (3) WARNBI A AT H%

Fa PR (2D %43 B (Pd-M)-RF- BRI IE/ALOs HIERAALE 300~600C KK 2~12
/NI, AFRIBTE A R SO A I A

TEA R — B Seitior A, BRI R A8 A i S AL R ) il & T RIS L FE AR
AR FEAE AR R A B INE A 207, SERAE SR TR Ak 2,
1R EIC A A AR BT A AL ]

EARRHBEETES, B, &8 ALO; KR Al-O B H AL BEI
WERT A P R A R, AT R AR SR B e e AT AR B BNk b, 13RI
BRI 20 TRERIATIR A . 2RSS, AT IR A ok B IR BRnLnE (Rl R 3Rt (RIS AL-O
BRI ERARFRED AUEEE, SOE TR MYETFRAESE RN, LR
MBS RIS T8k Lo T8k L, 128 A RN RS-SRS 7 1 RIS R
N, 4JE B R RN AR N & & )y 78 B, NIk Pd. M IR FAES
FhE LR EWSE PO, HTHLESK PR TS M B FRIRESS T ERERE
SEEMBEREL. 25, EREdfEd, Pd R/ M B FarE R rE s,
B PA-M LGB A R A, IS RE R R )R 3 A A

KRR GERIH S 7 R EA AU LA JoE, B TOA ALO; EMAE I Al-O
ST R EE R ICMILIE AT AR A rh KR B P AL IR B, DRI R DA 00 (R B (A %o e L TRt
PRORBR B, TR AR R b R NN PO BRAh, R TR MR A LI R BRI e 1
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HRERSFEEAD Pd. IEEA S M G EE01E, R DU AR A s
FHMY BT RNE4A, EERERTTIEEHE S Pd FIM MRk, B A, 3 HAE
SRR T RBEAEEAE RSN G RN, &SRR TR BURAR TR TR ) S8 7]
AN Pd AT M TSR L B ar AR 520 SR FH AR B B 146 7 VR %43 B Ak
FIEAT ARG 2t g vkt

S5, AR BEERAE T —A R S InE AR R B R R R R
pIER R Rl Py il K E= I 2 R g RS P A P ik £ o A G e

RS A A Y ) Bk sl 77 5K, DLkt DL IR A0 2R S A in B AL 7 TRl 100%
i, ZMEFIF Pd AR 0.01%~0.8%; MMk Ag if, HEEHN 003%~3%,
M % Au i}, HEEA 002~025%, 45 M A Ni i, HEEH 0.04~3%, 4 M A Pb
i, HEEHN 0.04~3%, BMNACult, HEEHR 002~1%.

R A 2 O 1 B Ak S 77 =X, Akt Bk 1 R 32 NS AR K LR AR R 1~
200m%/g, FLEFAH 0.15~0.8mL/g, MK 0.5~1.2g/cm’,

geAh, AR BIETRME T BN R A I SR AE SR EE A TP RN
H.

7E LR A, R, Bk Bt ina T2 AME St maE T4,

fE LIRS, Rk, Prid QPukPetE inE L2 a8 180 sl W kcaT In& L
2 BB R AETIMEA T A WA EMA T2 LHAEHHSREH 6T
MR P FEEmE L. B FEGEEE RPN OB ma 2.

ER ERTIR, AR BHER LR AR LRI 45 A Pd IR MR AR R b B A
B SR TR AT 5K g S A RS R E TR ZE A i A B B AR o . AR R ARt
PR BTN S AL B AL BN . SRR PRIt Rbigh s rkee, sew i
Wt PR & .
I ] g ]

B 1 AR HUT 73 B R AR IR — W Fe I L2 v A B s

Bl 2 R B — I AT SRR INE L Z AR

Bl 3 8 — 1 AT N BERT INEL T 2R AR R

Bl 4 4R HIUT 43 BRI 4R ) T 2 Fe I s

Bl 5 R AT S8 at nE T ZmARN Z M0k 6 T 2 m e,

Kl 6 KR 2> B A P (MTO) T2 Kl



WO 2017/201644 PCT/CN2016/082976

10

15

20

25

30

B 7 9 R AT KE AT AL L 2 AR M SRS 1 L2 e s

Kl 8 R H AT A e i AL T Z AR FESIHE (MTO) T AMRAEK;

FEAMF S U]

1—imPes . 22— KYEIE . 3—MRPeds . 4—T1RA8 . S—IRFSets . 62 peks. 7—
i A SRS 8—RAEHL. O—LMRIRES . 10— LMAaHI R M s . TI—Ni ks
12— ARG RIS . 1I3—F RN L0 S Rigs . 14—FER . 15— 38, 16— DK H]
TR N AR 17— TR A . 18— THEA Y BAR . 19— 2 A%, 20—
PRGN 21—PIZe 7 B 28,

H AR S 77 5

SR INAR 57

Ee AR B bR GB/T-5816;

LR 12 fbriE GB/T-5816;

PERERE . 7 MR Q/SY 142-2006;

AT Pdy Agy Au. Niv Cu BEPb & SKHSEE TR HOGIEBAEUR 1 ik
FEREAL CEIBRE GB/T 1537-94);

LI E= (R JG CHE IR E 50 & - R ST MR R B o B /D 1 (R
LRI EE IR 43 & - RS SRR IBE IR B 48 /D

SCHER 1

FREX ®3.5mm, ELRERLN 20.0m™/g, FLARLY 0.48mL/g, HEFE A 0.82g/cm3fIER
% a-Al,0s /A 500g. BUfRLIE SR, FLI253 A2 20~50nm, 300~500nm,

¥ 34.12g 4.4’ - " F2FE2 - BEA IR T 650mL W, A3 B LR B AR
Bz, T8 2 AN, A0EWR I 4,47 -850 20 phalknE sE A Ak BRI B,
W R SR P 60°C g 10 /N, 19 BIFRIE- BRI I/ ALOs BT HRA

¥ 0.37g PANOs),« 0.79g AgNOs ¥ T 600mL 258 77K, FIMANGEERHRET pH
{54 3.5, BE—IRAEE; K LIRRE-FELRE/ALO; AT AN AN B ZR AW, B
F 10 3 Bha, BHE 2 /NI A IR H B R NPT 120°C I 4 /M, £33 (Pd-Ag)-
PR -TRILIE/ALO; FTAKMR CH A R - Ttk ne 5 (Pd+Ag) I FER EE 2 30D,

¥ iR (Pd-Ag)-F2FE-BRIEIE/ALOs BTIRAATE 550°C A A AR 3 A, 83
(Pd-Ag)/ALOs AL .

¥ bR (Pd-Ag)/ AL Os AL E T & AR S pv e B, AL 99.9%HI S, B
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200h™ {175, A 120 CHHZMAFIAT IR FUACEE 3 /I, 230 R A R A E A NA
A S-10 WAFZARF S-1 7 Pd & 24 0.03wt%, Ag & EN 0.10wt.%.

XFELBl 1

FREL @©3.5mm, HEREBLN 20.0m*g, FLIARLN 0.48mL/g, HEZEFE N 0.82g/em?flER
2 a-Al, 03 Ak 500g. #RFLAE EXEFLE 30, L7245 B4 20~50nm, 300~500nm.

¥ 8.9g ALK (PVC) ¥T 800mL VUERENE (THF) 1, 193—%l: K Lk
ARG TR T, §E 2 /D, ST PVC W TSR, e E Ak e
PR 60°CT-H 10 /NI, 193] PVC/ALOs BT AR

¥ 19.28g XUE HE . 4.0g NayCOs MIHWE T 1000mL 2 B 77k /b, B i A L& PVC/ALO;
RUSRAR, [RIALSRY 1 /i, AT EIRS, BRA NP A L5 rkukke i, A
JETE 60°CTHH 10 /M, 13EE BEALE) PVC/ALO; B £,

¥ 0.37g PAINOs)~ 0.79g AgNOs ¥ T 600mL £ 577K, FHINAE =BT pH
54 3.5, R3E—EAHE: % LRERE PVC/ALO; R A IIA BIZB ST,
Pidk 0.5 /NIF, BRI, ] 1 S =) 25 8 oK Mg 2 b 1t SRS AE 120°CTF4k 4
/NI, 43 (Pd-Ag)-PVC/ALO; RTBR K.

¥ b 3R (Pd-Ag)-PVC/ALO; FiIR IAAE 550°C. APk 2 A, 53
(Pd-Ag)/ALO; ELFH

¥ bk (Pd-Ag)/ Al Os ALK E T 52 AR S pv e B, FALEE A 99.9% I, B
200h" 7SI, FE 120 CXTAMALFIREAT R AL ER 3 /NI, 9 336 AR R 8 A n
AL D-1. W3 ZMAL5 D-1 4 Pd & BN 0.03wt%, Ag & EN 0.10wt.%.

AL R

P St 1 S5 X Ee A 1 A AR A 7R 23 S A TR RO 23 B AR B — o
METLZH, KLZHEEWE 1R, Baml@zaR 2@ B r e —m o R gl i
VERE 1. OKVERE 24 BRUEIS 3. TRES 4. MG S, WOl 6 T S,
ANBE ISR VAE 7 AT R I A LU BR SR 1 L, Horh, 7EAKBEEE 2 Rupdshes 3
ZIR MRS 5 AU Zbeks 6 2 IR B ERAEHL 8.

KA NS S 28 R AT N, B — BSOS SR HE TR N — B
s AN RNVARBAMSLB ARG PR A B IR R VAR

BEANBR IS0 N A REAT A BB — R R . CoHL1.58% . CoHy 81.55% 4!
C H616.87% (LA EH & &),

R4 YRS RS 80 20000, SRR R 1.7MPa, 1A SR 25 R4 105 20
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HEHEY K 450mL, — B RN ZEPH Hy/CoHy=1.5: 1R ELD, — B R N2 TR Hy/CoHy=3:1
CEEIRELDY, R 500 /PG B4 R 1 Fw.

#1
" RN# | ANOEAE | B | CGHESRE | oEsHHE N
Ak Uk ) ) 2 (j/v%) ) LR (g)
S0 —Eg 40 28 0.15 78 55
— B2 50 12 0 46 3.9
D-1 —EBZ 40 30 0.28 70 92
— B 50 16 0.11 39 6.3
SEif] 2

FREL @2.5 mm, ELREBA 50m*g, FLAELN 0.75mL/g FIERIEE 14 500g, H5
8-Al,0; 440 g, HALEK 60g.

¥ 6.82g 4.4°- " FRHED Y BELIERE T 600mL ZEE, SR, b dEikE
BT IZER, BE 8 /NN, (FWIBP I 4,4 -5 52 2 - Bk se A 3 R34 L,
K I A S P AE 110°C T4 6 /DS, 133 FREE-BRILIE/ALO; R IRIK

1% 0.38g EALAD. 1.72g EEMYA T 600mL 8 /KD, FIpAGEE SRR pH
54 2.5, BEIREHEE: & DRRE-BE/ALO; fTIAMA R R GRS, H
1 NG, #E 8 /R, MR, S3IPd-Au)-FREE-BILEE/ALO; ATERME (HAr )
FRFE-BRAL e 5 (Pd+AU) FIEE IR EE 4 5.03 )0

Fr BB (Pd-Au)-FEEE-HRAERE/ALOs BIERIRAE 500°C . R TRk 6 DI, 135
(Pd-AuyALOs EALFH] S-2. IMFFiZMEAT S-2 T Pd HJEEh 0.045wt.%, Au HIEEN
0.20Wt.%.

% Bl 2

FREL 2.5 mm, ELFRE N Som™ /g, FLABN 0.75mL/g (EREE t 500g, HA
0-A105 440 g FALEK 60g.

2.2 g BAELGNMENE (SAN) JIAE] 600 mL —FIEFA®HL (DMF) 1, Eif
THEHE R SAN SEA AR, 2B BTG B D REAIIANBIZE R, ROBEEEE 1
/NI, R [ AR R P TE 120°CFHEE 6 /N, 1331 SAN/ALO; FTIRA .

¥ EiR SAN/ALO; FEEKAINAF] 1000mL L5 ¥ K+, HIMA 57.6g 4 fi, Hidk
BRI E RN 1 /DI, R R =IR S, KB AR R NV 2B K ses 2T,
SRIGTE BOCT R 5 /M), 193IH REALI SAN/ALO; HTHR 4.

¥ 038g AL, 1.72¢ AEEW T 1200mL 8 7K+, BINAGE S BB pH
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850 2.5, BRI —IRAEE: BUE LA EREET SAN/ALO; BT IR I BZIR-A- 3,
PP 2 /NI, (U TRV 6 TR S N = 2588 1K Bt = T M, 73 31)(Pd-Au)-SAN/ALOs
AR

¥ 3R (Pd-Au)-SAN/ALO; FTEX A 7E 380°C . ZFEARAMFERE 2 /K, 53
(Pd-Au)/ALO; AL D-2. WTFIZAHEL] D-2 & Pd (K& &N 0.045wt.%, Au K& EA
0.20wt.%.

AT

K ST 2 5 XTEL) 2 W AR 2 R R 20 ) F T R LR 23 B AR Bk — 18 0y Ja
WE T, HTZmEENE 1R,

KHPIA B ISR 25 R BEEEAT ROV, B — BV FH DR N — B R Y
8 BN EHAE NS RS RGO Ak [ PR AR N 25

BEABR —INEUR R A BEAT A B Bk BRI B R 2 CoHL 1. 7% CoHy74.3% 1
C,He24.0% (LUARE 4 & &),

I R AZS TN 4000h™, R F) A 1.2MPa, AN 5S35 A G5
WEYN 500mL, —BRMNEETH H/CH=1.61 (BRI, — BN 2T K
Hy/CoH,=2.8:1 (BE/RELD, WV 1000 7N JE iR 85 SR a0k 2 B

#2
" RNV I NTHREE | B | GILRAE | ZHHE | ZEnEErE| o,
L | AN sty B
HEREHD | "y C) | () VIV%) (mol%) (%) Rl (g)
— By 38 16 0.14 85 7.0
52 *E’i 45 5 0 12 50 3.0
= .
— By 40 20 034 65 10.6
D2 05
— B 50 10 0.09 32 6.7
SEHER] 3

FREL @4.5mm, 1 4.5mm, LA 17mYg, FLARA 0.33mL/g HEF A
500g, HEH 0-AlLOs 400g. HALEE 100g.

¥ 82.65g 6,6’- " FEFE-3 30 -BEMLEEIE T 650mL ZEEH, SR A ElREkR
B izmwirb, $E 12 /i, SRR I 6,67 - 3-3 3 ANk nE se A A BB L E,
K Il PR S N P04 120°C T 4 /N, 73 BIERIE-Bet e/ AL O HTER{A

¥ 0.68g PA(NO3)z+ 2.43g Ni(NO3),6H,0 ¥ T 600mL % B F 7K, AL SR
VT pH (B4 3.4, BB —IREWHIG H LRI FILIE/ALO; RIR ISR IR A%
R, BiEE 60 AMEhE, FRE 10 N, MIHERE, 1531 (Pd-ND)-FRIE-BELIE /AL Os HTHK
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& CHrb R R BRI NE 5 (PN I EE /R EE A 40).

¥ L3R (PA-Ni)-F2 - BRI /AL Os BTERATE 450°C . A MRS 8 /N, 153
(Pd-Ni)/ALO; HE4LF o

¥ B3R (PA-NiY ALO; AL FIICE T &K A B, HAEN 99.9%EA S, L
200h™ (975, E 120 CHHZMAFEATIE AL T 3 /DI, 2200 R SR A HANA
PEARF S-3. Wiz S-3 4 Pd FIF A 0.056wt.%, Ni B4 0.098wt.%.

X bl 3

PR @4.5mm, = 4.5mm, LRMAY 17mYg, JLIARY 0.33mL/g B HTEA A
500g, HAEH 0-AlLO; 400g. S ALEE 100g.

¥ 8.9g ALK (PVC) %1 800mL PUEMEME (THF) 1, 93—l ¥ Lk
BRI TSI, §E 2 DI, FEET R PVC Wb T3R50, K lal Ak e R
YIHE 60°CH4 10 /AT, 153 PVC/ALOs HTERAE

¥ 19.28g WUE L . 4.0g Nay,COs MIHGA T 1000mL 2 5 7/K A, AN iR PVC/ALO;
HURAR, ALY 1 /M, IR EIRG, R N 8 ks e, A
JEAE 60°CTHE: 10 /S, 13RI EREILIY PVC/ALO; HTER {4

¥ 0.68g PA(NO3)2+ 2.43g Ni(NO3), 6H0 #F T 2400mL % B 17K, B I E 2 i
PR pHAEN 3.4, B8 —IRAE B LR ERALK PVC/ALO; BRI ZIZIRS
VWL, BEFE 0.5 AN, U I, 4 [ A S P R B KR R P s, SRS A 120°C
T 4 NEF, 12B)(Pd-Ni)-PVC/ALO; BT 4.

¥ b (PA-Ni)-PVC/ALO; FTIKAFE 450°C . ZERAAFIEEE 8 i, HEF
(Pd-Ni)/ALO; HEAL T

# EIR(PA-NIYALOs AL FIBCE T e R R VA E A, FHAif N 99.9%ME S, L
200h (753, 7E 120 CHHZMALFIATIE AL EE 3 /D, 230 JR AR A EAUINA
TEALF D-3. WIS % MEALT D-3 7 Pd [ 2N 0.056wt.%, Ni 5 &N 0.098wt %.

G RIS

WSt 3 SRTEEH) 3 A3 B AR 2 0 T R AT SR RTmE T2
i, KT ZRBREWE 2 Fn, $AamEarR 8 ma B0 o R ks 1.
KERE 24 BRUEEE 3. TR 4. MRS sEE 6 BT )5, FHEEAR AR NS 7
HATIERE R A DR BRI R S, R REAE Rt 5 BT AbBE, Horb, ZEK¥ENE 2
MBRPERE 3 210 i ChekE 6 Flfi — NG RV as 7 Z A1 BE H il 8.

FH Ao AR A AT RV, ZR NS E AR URES, HR I R E R
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i r VAT
SRR A C s T, LR 3 s
%3

WA H, |CH, | CHy| CHg | CHy | CO
SE(WA%) | 2532| 05 | 343 | 888 | 31 |0.005

[ At MpRLVUIRES 3 70000, MR Sk 3.0MPa, S RS IL SR B
5 A 500mL, MY 500 /NSRS RIR 4 Fim.

%4
AT | NHECC)| EF(C) | CILERRE VIV %) | LM PEME (%0)| 21 &2 (wt. %)
S-3 100 41 0.02 54 05
D-3 100 44 0.08 32 20

ST 4
FREL @2 4mm, LR TEFN 18 0m™ /g, LA 0.16mL/g 3RTE a-AL,O; itk 500g.
¥ 53.26g 4,4 - " FEFE-2 20 -BRUMLIEES T 600mL LFEH, 193 LREAR
10 BT ZEET, #E 16 A, (EEE PN 4,4 - 5752 2 -Bkig e & h i B3k L,
KRS NP AE 120°C T8 5 /N, 193 2 -HRn e /AL O s BT AR 14
# 0.61g PA(NO3),. 3.90g Pb(NO;), % T 600mL £ 8 7K, FHinAE BRI
pHE X 3.5, REI-REGWR; 14 FlRRE-BAIE/ALOs BUAR A A BB G
Bidk 10 73805, BHE 12 A, BUHHBIE, A BHERNY=CE 90°CHEE 8 /N, 153
15 (Pd-Pb)-FLEE-FLHERE/ALOs AT HRAR (I T IR EL-BRAEIE S5 (Pd+Pb) IR EL A 20D
¥ £ IR (PA-Pb)-FEHE-ERMENE/ALOs BTIEATE 450°C . AP IERE 8 /N, 53

(Pd-Pb)/ALLO; fE4LF.
s bR (PA-PbY/ ALOs MEALTCE T M AR R 3 g b, H Ny H, [RBEZREE R 101 1
AR, DL 2000 [ERIE, E 1S CRHZMAL T TR IRANEE 3 /i, 73314 bR A4
20 RPEBINEET] S-40 WAFIZMENLTF S-4 F Pd BIFEN 0.05wt%, Pb HEEN
0.48wt.%.
Xf ELA 4

FREL ©2.4mm, LERTEFY 18.0m*/g, FLIARLY 0.16mL/g (IERH 0-ALO; #ifhk 500g.

¥ 3.3 g ARG (SAN) IIAR] 600 mL —FIEFENE (DMF) #, =il

25 TFHEFEE SAN B MR, 231G B RREE A BRZER T, AaMFEHE 1
NI, R [ AR R NP TE 120°CFHEE 6 /N, 7331 SAN/ALO; FTIRAA .

¥ LR SAN/ALO; FTHRIAIIA B 1000mL 28 F/KH, FINA 852¢ &%, ik
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PRI IG PR N 1 /DB, A EIR SIS, B WA R N B K vk 2
SRIGTE 80C TR 5 /NI, 193IH BEALIYT SAN/ALOs R 4R 14

¥ 0.61g PA(NOs),+ 3.90g Pb(NO3), T 1200mL 353 77K, FE NG S AHER VA Y
pH E % 2.7, BB GW: # LR BB R SAN/ALO; RTK AN B IR 54,
PRHE 2 /I, (BT TR, 6 AR S S = 25 B8 1K ki 2 T i, 1593)(Pd-Pb)-SAN/ALLO;
AR

¥ I b (Pd-Pb)-SAN/ALOQ; RIHRAAAE 450°C . FRAATREE 8 K, B3
(Pd-Pb)/AL,Os fBALF .

¥ EIR(Pd-PbY AL Os HEALFHCE T I8 ik i v s e, H NoH, RIPEZREER 11 1Y
VAR, LL 2000 [ARIE, 7E 1S CRHZEAL R TIE AL 3 /i, B0 A
RNEAINEMALH D-4. WEZHELF D-4 F Pd B8 EHR 0.05wt%, Pb & EA
0.48wt.%.

AL 7R R

K shtifs) 4 SXTELH) 4 HIR AR 22 0 T8 I AT R A T2
o, KT 2R EOCEIE 3 JivR, R mE2 32 b — 18 o ik 22 i ik bg
1. KEEEE 2. BeEs 3. FIEas 4. MEPIREES 11 3T AR I, PR ANER InE o 8
7 HATHEBEE A R HE N O, I EEEAR R EERE S BATALEE, Horb, fEKBERS
2 P PEds 3 2 0], WATAHeds 11 Rl A RNV RS 7 2 R E R 8.

TIPSR 0 28 BB BEREAT R, B — BRSSO Rl N — B

B B RMEBWAMSIBCRRS: WA R AR A [ 2 IR R N 2
B ARLR B B N BesE s T, A Rk 5 B .
xS
ﬂn%}ﬁﬂgl’ HZ C2H2 C2H4 C2H6 CH4 C3H6 C3H8 PDMA CO C4+
HEVN%) | 18 0.6 33 62 | 262 | 13 2 08 | 02 | 047

R At MRV AR 40000, SO IE 128 3.5MPa, S e Y S AR £ 5712
HEH 500mL, KN 200 /S BISE S0 6 s,

*x6
BT | BB s . . N ) .
Bk (‘C) (‘C) (V/v%) (%) (Wt.%)
—B 80 20 0.23 82 1.9
S-4 | 0-50h
—B 90 11 0.01 51 13
—B 80 25 0.48 35 7.0
D-4 | 0-50h #EX
B 90 16 0.20 30 4.1
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e 80 20 021 32 26
S-4 | 50-100h —

— B 90 11 0.01 65 15

= 30 25 028 66 9.0
D-4 | 50-100h —

) 90 18 0.09 45 19

—F 30 20 022 36 26
S-4  [100-150h _EX

—E 90 11 0.02 68 1.4

—E 80 20 0.65 63 9.9
D-4  |100-150h——

B 90 16 0.20 45 62
SEHER S

FREX ®4.2mm, ELREA 45.0m*/g, FLARN 0.35ml/g, HEE A 0.77¢/ cm? i
HREHAE 500g, HAH 0-ALOs 460g. FALEK 40g. AR EXEFLIR A, LIRS
%4 20~35nm, 200~450nm.

¥ 15.79g 6,6'- " FRHEL3 3-BALIE A T 650mL ZMET, 25— ¥ EREEER
FiEmrh, BE 12/ K, bRy 6,6- -3 3Pt e A B Bl A B s,
K R N =4 120°C T 4 /N, 19 BIFRIE- IR e /ALOs AT 4R 14

¥ 0.25g PANO; )2+ 0.59g Cu(NO;), % T 600mL £ 857K, BRI E 2 A ERVE T
pHEN 2.1, BE—RAWH; 15 LIRFRE-HRIEIE/ALO; WK A I A BIZIR G,
PiFE 1/, 55 8 /N (51 BRI R A S R P A 100°C 8 8 /M, 3 31(Pd-Cu)-
FRELBRILE/ALOs BTIR IR (LA A - e e 55 (Pd+Cu) I BE R L 20D

¥ LR Pd-Cu)-F25-BRIERE/ALOs RTERARAE 450°C, R T RE 6 AN, 193]
(Pd+Cu)/AlLOs A4k 7.

F_ £ (Pd-Cu)/ AL Os AR T M K R VEEE S, FIZEREN 99.9%H]Z <, LA
200h™ FIA5HEE, £E 120 CHHZHALFIEAT IR FUALHE 3 /i, 2300 R A R A s
AL S-5. MIFZAEL R S-5 4 Pd 5 &K 0.02wt.%, Cu ZEH 0.04wt.%.

%f ELfl 5

FREX ®@4.2mm, ELRBUA 45.0m*g, FLABUY 0.35mL/g, HERE N 0.77g/cm? A
BRIE#EE 500g, HEH 0-ALOs 460g. A fb4L 40g. FiAFLIREXEFLI A, FLIRS
4 20~350m, 200~450nm.

1 16.0g FALEE LM (CPE) ¥ T 800mL PUZMENG (THF) 1, #RJGINA 480g W
FEM 4.0g NayCOs, LR SEAREMG RN 2 /NI, A=l )5, KRN
MEBE KRG ET M, 1921584k CPE il

¥ 0.25g PANO3)2- 0.59g Cu(NOs), LA K ImL A2, A3 LR E 6L CPE ¥,
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Wik 1 /hiF, 723 (Pd-Cu)-CPE RS -

F BB A A Z] FiE (Pd-Cu)-CPE FISRMAVAW S, AHES, #E 4 /M, il
R, B[ R N 2B KRR R rp i, SRS AE 100°CTR 8 /B, 133
(Pd-Cu)-CPE/AlL,O3 HTBK 14 .

¥ b3k (Pd-Cu)-CPE/ALO; B IKAKTE 450°C. =M P ERE 8 i, B3
(Pd-Cu)/Al, O3 f84LF ,

1 bR (PA-Cu) AL Os EAFIHCE T [ 2 R R R B, FHEERE N 99.9%I &S, LA
2000 [{IZSHE, FE 120 CXTAEALFIEATIC AL ER 3 /N, 9310368 AR R 8 A n
AL D-5. W12 4L D-5 1 Pd I &8 Pd & &8 0.02wt. %, Cu &4 0.04wt.%.

{4k 7R B

Feseitifgl 5 AT 5 A B b ) S TR At A AT A T2
o, HTZmARERNEUNE 3 Bis,

KA ISR MRS B AT R B, B —BUR BRI O RN R N
i B RV EA MR RG: W RO [ E IR R V.

SRRl A B e s B T, LA R 7 Bion.

*®£7
pIEN=E A H, |CH,| C,H, |C,Hs| CHy |Cs;Hg| CsHg |PDMA| CO | C,°
GEVN%) | 180 | 0.7 | 356 | 62 | 245 11 | 3.0 06 | 02 | 03

FOR A tE: MRl kA 304 8000n™, SN 1 3.6MPa, A SN S R Ak )
K 500mL, N 1000 /NG 45 R 8 ims.
*8

ALl fi@f Arigare)| B e s oo Uﬁﬁj‘%ﬁ‘ﬁ fff

o5 — B 75 23 0.28 75 43

B 80 14 0.02 46 1.1

— Bt 75 27 0.45 37 88

-3 B 80 18 0.16 22 3.8
SLHER 6

FREX @4 .0mm, ELRTAG 20 0m*g, FLABUY 0.48ml/g, HERE A 0.87g/ cm?UER
TE a-AlOs ik 500g. BiAFLIE B WL 4, L1253 A2 20~50nm, 300~500nm,

¥ 167.81g 4.4°- —#3E-2 2 - BEALBEYE T 650mL Z AR, B3 K ik
BB TZERT, FE 2 DI, R R 4,4 - 5522 - B iE 58 e E 3] ALO;
WA LG, BEAR N FLE 60°CT4E 10 /NS, 2RIER LB IE/ALO; BT HK 14 .
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¥ 0.49g PA(NOs)y+ 1.57g AgNO3; ¥ T+ 600mL £ 5 1k, FINAGEEMNRIET pH
{54 27, BE—EAEBG # LRRE-FENE/ALO;s AT A I BZR AW, i
H: 10 300)a, FHE 2 /NI, UL TRV 4 [ PR N AR 120°C TR 4 /i, 7331 (Pd-Ag)-
FRELRIEIE/ALOs TR TR (LA I - ne 5 (Pd+Ag) M FEIR L2 80D,

¥ IR (Pd-Ag)-FAEL-BRILIE/ALO; IR IATE 550°C 2V URP R RE 2 /b, 133
(Pd-Ag)/ALO; EALF .

F bk (Pd-Ag)/ Al Os AT E T Fl i AR R A B, FIZERE N 99.9%HI &, LA
2000 [{IZSHE, FE 120 CXTIAEALFIEATIC AL ER 3 /N, 93136 RS R 8 A n
TEALF S-6. MFFZMELLT S-6 F Pd & & A 0.04wt.%, Ag & EHR 0.20wt.%.

%f EL i 6

FREL ®@4.0mm, ELRE A 20.0m*g, FLABUY 0.48mL/g, HEZEFE N 0.87g/ e EK
7€ a-AlOs ik 500g. BUAFLIE BRI, L2453 A4 20~50nm, 300~500nm,

¥ 8.9g ALK (PVC) ¥ 8oomL VUEMEM (THF) 1, fH3—%H; ¥ Lk
WMRB TR, FE 2 /D, PR PVC W a8k, R i S
WiAE 90°CFE 6 /PN, 1533 PVC/ALO; BRI

% 119.28g MW NZ. 4.0g Na,COs In# ¥+ 1000mL & FKF, HA L&
PVC/ALO; GRS, [N 1 /N, WAEI =S, $e0E R R N =4 258 Tk pE
2o, SRJETE 60°CTHR 10 /NI, 2 3H BRALIYT PVC/ALOs ATHRIA

¥ 0.49g PAINO;). 1.57g AgNO; % T 200mL £ 8 77k, FnAEE ST pH
5k 2.7, [REREEE: ¥ LAE R PVC/ALO; ATIRAIIAZNZIR &,
PEFE 0.5 /NI, BTH AR, R 0 s B = A )2 B 3 /Kl 2 rp 1, RIS AE 120°C T8 4
/N, 18 3)(Pd-Ag)-PVC/ALOs RTEK 1A,

¥ iR (Pd-Ag)-PVC/ALO; RTIXATE 550°C . R SMATRERE 2 AiF, 153
(Pd-Ag)/ALO; HEALFI .

¥ iR (Pd-Ag)/ AL Os AT E T8 2 A S v B, FAEEE A 99.9%HIE <, L
200h™ (753, 7F 120 CHHZMALFEATIE AL EE 3 /b, 2300 RS R A EAUNA
TEAFH] D-6. WTFZMEALTA] D-6 1 Pd &8N 0.038wWt.%, Ag HIFEEN 0.19wt.%.

AL B

Fa St 6 5 X0 L 6 445 32 iy AL 7723 3l F T SR R WURE 73 B AR 1) 07 R ) T
2, HTZRBREME 4 Fis, $Aam@za s 2 e W kg gk 1.
AKPEES 20 BRVEES 3. THREs 4. MRS 5. B2 kets 6 HHTART 2 5, FEEARE N
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SRNE 7 HATIER A LB E [ 25, RIGRIREGT 2RI on LK
IRV 10 FEATACER, Forb, FR/KUREE 2 FIGRERE 3 A i PR 5 Ml Lpiss 6 2
A9 B AL 8.

KMo AR RS HEAT RNV, RS E ARSI R B E R
LS A o

BENBR ISR 2R AL CoH, & 524 Sul/L.

IV MRV RSN 25000, RV R 2.0MPa, R34 A R
200mL, VA Hy &8k 10uL/L, KR 500 /NG 48 Rk 9 Fion.

*9
TEALH | Y28 CHREE(C) [HETH(CC) | Coll Bk A B (UL/L) | AR (%) | a4 (g)
S-6 35 4 0 55 0.8
D-6 35 6 1.4 37 19

SR 7

FREL @3.5mm, & 3.5mm, HREAA 47.0m%g, FLAEFE 030ml/g, HEHE N
0.70g/cm? I IRAAETE 5-AL,0; ik 500g. ZE AL 4@t 3 Mg 3T Mg &
BN 035wt.%. BMEFLIE R RESLI20 A, fLAE2r 500 20~30nm, 100~450nm.

¥ 530g 4,47 -TFdk0 2 BEALE YT 600mL Z . SRl A Lk kR
BT B, B E 10 /N, (FEB I 4,4 - 3382 2- Itk se 4 B B3k L5,
H 1 O S N =448 100°C T4 6 /N, 3 BIRIE-Bentt 52 /A1,05 HT AR

¥ 0.61g PAINO3)y 0.21g AEBIE T 600mL =5 F/KH, HiIIAGEEMER AT pH
{54 3.0, BEEAEEG & LIRRE-FRLNE/ALO; AT A IS ZR AW, B
Fe 1N S FRE 10 AN AR LI AR B P AE 90°CHE 10 AN, 43 E(Pd-Au)-
FERL-BRIEIE/ALOs AT XA CHEAr (FR S -TRnL e 5 (Pd+Aw I EE /R EE Dy 10D,

¥ LR (Pd-Au)-FFE-BRILNE/ALO; ATERIAAE 600°C . ZUUF RS 2 A, 53]
(Pd-Au)/ALO; ELF .

F bR (Pd-Au)/ Al Os EALTHCE T G A R AR B, FIZEREN 99.9%K &<, L
200h ({1753, 7 120 CATZMEAFIIATIC AL EE 3 /N, 43 3136 A R A s
AL S-7. WAF ML) S-7 H Pd & BN 0.05wt. %, Au [E 2N 0.02wt.%.

if Lkl 7

FREL @3.5mm, 5 3.5mm, ELRTEBUA 47.0mYg, FLAEBUA 030mL/g, HEEE N
0.70g/c® [ AT 5-ALO; /A 500g. IR T 48 u 2 Mg B TeMES ) Mg &
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4 035wt %. BRI ERESLIE3 4, fLAR5 514 20~30nm, 100~450nm.

¥ 0.61g PANOs) %+ 300mL & 77K, FIAL &R pH EA 2.5, 18
B R BRI TRV, BikE S 4805, TR, B R R N ) 7E
110°CT4 6 /NI, 433 Pd/ALOs B & .

5 0.21g ST 600 mL LB FKF, 3@l ¥ L PA/ALOs ATE AN
ANFRZEE W, BPE s ehE, WAL KRN TE 110°CTFE 6 /AN, RS
1E 500°C AT 4 /M, 1B RI(Pd-Au)/AlLO; BALF.

¥ ER(Pd-Au)/ AL Os HEALFIECE T [ € KR e B, HALE N 99.9% <, LA
200h™ {75, A 120 CHHZMALFIATIE AR EE 3 /N, B 30EJR AR A HE A NS
fEALT D-7. W1 Z M4 D-7 H Pd (IS B4 0.05wt.%, Au [ B 0.02wt %.

LTI R H

KSR 7 S XTEEB) 7 A B R AL 0 T R AT BT S A2 AT IN A T 2R )
LG T2, KL ZHRRE 5 Pior, $amEar i 8 a 2 e S ks
VRIS 1. JKBEIE 20 BRUEES 3. TS 40 WLOkeE 6 BHTAE L J5, A AR N
QR IER 7 AT EE A U BRI 1 2, SRR IR G I R bekE 5. kiR
Oy ZKEHEHI SN B8 10 AT AT, b, 7E/KPRES 2 AUBREEEE 3 26, B ZkeEE 6 Ak
CINER NS T Z R EGEL 8-

K0 AR BT RV, ZR V2R E AR, RN R B E IR
b YR

BEA TR — I S N AR B SR CoH, S B A 15pL/L.

SN MRS RS 8000h™, VIR 1 1.8MPa, &Y B4 AR A
S00mL, S WEEH T Hy/Colh=5:1 (EEIRELD, MY 100 /MY JE B9 45 Bk 10 Frs.

* 10
1EALF) | F2 2R IR EECC) HETHCC) | CoHy B Ax B (UL/L) | Z4&EFE 1 (%) | gt B (e)
S-7 30 14 0 80 15
D-7 30 13 13 33 58

SETHf 8

FREL ®4.5mm, & 4.5mm, HREHBA 50.0m¥g, FLAEBN 031mL/g, HEZE N
0.73g/cm* I [EIAT 7 6-ALOs BifA 500g. A AL 148w s Mg BATHMEE I Mg &
B 0.15wt.%. BARFLIZA 20~220nm.

¥ 130.79g g 4.4’ - —F R -2 2’ - BEHBE IR T 650mL ZEEH, 193G # LiREk
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BRI TR, HE 8 /N, (IR 4,4 T332 20BN Se A S BB A LT
W [ A S N =44 90°C T 8 /NI, #3 BIFRSL- BRI /AL Os K K.

¥ 1.03gPd(NOs)2, 6.94g Ni(NOs),*6H,0 ¥ T S00mL =5 T/K 4, HInAGE B
VAT pH {Hh 2.5, BEI—IREWH; & HREE- B/ ALO; FIR AN A % TR A ¥
b, PR 1S, BRE 8 NI, (AR, R R IR 110°C T 6 Y,
3 EI(Pd- Ni)-F2I-HEMEBE/ALO; 7T A& CHrr R EL-Eb i S5 (Pd+ NI R ELA 25).

F EIR(PA-Ni)-F8ZE-IRILIE/ AL Os BTARIELE 500°C 2 AR PR HE 4 /N, 73 3 (Pd-
Ni)/AlLO; 4L F1

¥ BB (PA+Ni Y ALOs AL FRCE T [l R e VB A, AR 99.9%M AR, L
200h™ ()75, FE 120 CHHZMALFATIE AL EE 3 /I, 2200 RS R A E AN
AR S-8. WTF 1zt 4] S-8 ' Pd KI& &4 Pd &8 K 0.084%, Ni &&=k 028wt %,

X7 G 8

FRE @®4.5mm, & 4.5mm, LWREBA 50.0m%g, FLABLA 031mL/g, HEFEN
0.73g/em* (] [EAT 7 6-ALOs ifA 500g. ZE AL 1w T & Mg #EATIHIEE /I Mg &
HH 0.15wt.%. BASLIEHN 20~220nm.

¥ 2.2g BIRIGENKE (SAN) IIAR] 600mL —FIEFELE (DMF) #, ST
Pitka SAN SEWfE, B3—8H B LREAEIMABRZER T, RofiHEHE 1
NI, B S R AE 8O'C TR S /NI, 193] SAN/ALOS AR A

¥ iR SAN/ALO; BIARAEI S 1000mL £B 77k, BN 57.6g 2%, #HiH:
TSERIEIRIG R R Y. 4 /DI, A EIR S, R R R N 2B R g T
SRJETE BOCTR 5 /b, 193IH R SAN/ALO; AR 4.

¥4 1.03gPd(NO5s)2; 6.94g Ni(NO5)' 61,0 ¥ T S00mL 2 8 F/KkH, FIAEEH
FRR pH (E4 2.5, F3I—RAWE: K LRERALK SAN/ALO; RIS A AR
BV, BiHE 5 2B, 6 BRI e A SN M R KRR R T, SRS LE 100°C
THE 3 /NI, 23)(Pd- Ni)-SAN/ALO; FTEKAA .

¥ B3R (Pd-Ni)-SAN/ALO; BTIKAAAE 450°C. & H T REEE 4 /if, 153|(Pd-
Ni)Y/ALO; f#4LF,

F_E b (Pd-NiYALO; BALTRCE T/ ER R AL E T, AR 99.9%KE<, LA
200h {753, FE 120 CHPAMEALFIATIC AL EE 3 /i, 93136 R4 Rt A n &
4L 7] D-8. WIfF ML D-8 1 Pd U2 E 4 0.084wt.%, Ni fIFEA 0.28wt.%.

AL TR R

3]
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Fa ST 1) 8 55 %8 b 8 il & AR 3 A (AL 4 0 FH TSR P LRS- 2 B R A PP B AR 42
(MTO> T, HITZAREEAIE 6 B, ¥ PES ORIV 13 %43 20007 5

RIREIL P BEE8 15 FBPERS 3. THR8 4. M Les 5. o peld o T Ja; ¥
Wi Zkeks 6 MBS P HE N — INEUR N 28 7 HAT IR B IS LU BRI i) 20, R )5
HEN LI AEHIR VAT 10 BT P M S5 08 6 RIBEIR™ YK IR NI RR TRIE 12,
A BERE 11 BATARE: o, WG O RONAS 13 ib 5B A4S 14 8.

KM —INE RN HEAT RV, ZRVABAREARTRS, &RV AR EE R
2N A

BENBR — A SN A SO R CoH, & &4 10uL/L.

At YRS RS o 6000, RS 2.0MPa, SR A (AL IR
300mL, [V H [ Hy/CoHp=5:1 (FE/RLKD, [P 500 /MY GBI EE Rk 11 s,

x 11
AT | SR CRREECC) [IRTH(CC) | CoHy BAR E(uL/L) | LIk (%) | Sl (g)
S-8 32 6 0 45 1.8
D-8 32 9 0.2 12 2.9

SR 9

FREL ©4.5mm, & 4.5mm, LCREAN 48.0mYg, LA 032mL/g, HEBFE N
0.73g/ecm* I IRIAT B ALOs # A 500g, AlLO; 2 & Fl 0 (VRS Y. ZERAE 4B uH
Na BTG 1 Na & 20 0.12wt % 24 FLAR BRI FLAR 2 A, FLA2 4 0 4 20~35nm,
200~450nmo

¥ 106.52g 4.4- " FEE-2 2 -BRILIEIS T 600mL M, 93— B Ll
BT, 8 8 D, FRIET R 4,4 -2 2 - BRnE se 4 3 E] ALO; B
R bfE, BN PR 90 C TR 8 /NN, 15 FIFRIE-BRILIE /AL O TR 1A

¥ 0.49g PANO; ). 1.77g Cu(NOs) % T 600mL 2 B 7k, FINAE BANERVE 1Y
pHE A 2.5, f33I—REVEHG #% LIRFRE-HRIERE /AL O, AR A I A B ZIR G
PiFE 1 /NI B 8 /N, (T IR R [ A S S AT 110°C 45 8 /i, 3. 31(Pd-Cu)-
AT E/ALOS BTERAE (LA AR - e 5 (Pd+ Cu)FI /R EE A 50D,

¥ _E3R(Pd-Cu)- 2 5-FRIEIE /AL Os RTERARAE 500°C, AR T RbE 4 /AN, 53]
(Pd- Cu)/ALO; 4L ).

1 E IR (PA-Cu)/ AL Os EAVFHCE T [ 2 R e B, FHEERE N 99.9%IM &R, A
20007 ST, A 120 CRPZEAFIEATE R AT 3 /N, #9330 RS R A n A
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AL S-9. MIFIZAEWF] S-9 F Pd & EA 0.04wt.%, Cu IEEA 0.12wt%.

X Lt 9

FREL @4.5mm, # 4.5mm, ELRTHA 48.0mYg, FLAEFRA 032ml/g, HEEE N
0.73g/cm? AL ALO; Zifk 500g, ALO; 4 & Fl 6 KIRE . ZEAEm4e B R
Na BTV SG 1 Na 5 820 0.12wt % . 34 FLAR B BUEEFLAR 23 A, FLA2 43 0 4 20~35nm,
200~450nm.

¥ 2.2¢ BIRLIHENIENE (SAN) JIAT] 600mL —FEFEE (DMF) H, =il
PitEE SAN SeWE, 19383 W LRSI BZE D, ot aEHE 1
NI, BRSO IAE 70°C TR S /NI, 1931 SAN/ALOs ATAK A

¥ iR SAN/ALO; BIEREIAF] 1000mL £B 77K, BN 57.6g 2 Jz, Hidk
ZEAVEIRIG RIER NY 4 /i, Y EI AR =R 5, B B R R N P 22 K e &
SRIGTE 8OC TR 3 /MY, 13 RIHBEILIY SAN/ALOs HTAR 1%

¥ 0.49¢ PANO; ), 1.77g Cu(NOs), % T 600mL 2 Bk, NS EMHE R
pH 24 2.5, 3R GH: 4 LR B B E) SAN/ALOs RTRAR I BIK IR 54
Bibt 5 opph, BULERIR, KRR RN 2R TORBES R M, SRS TE 120°C T 5
/NI, A3 EI(PA-Cu)-SAN/ALO; RTER £,

¥ _EIR (Pd-Cu)-SAN/ALOs RTIKARAE S00°C. X RPERE 4 b, 53I(Pd-
Cu)/ALOs; 1#E4LF.

¥ _EIR(PA-Cu)/ AL Os IEAFBUE T B2 R R VA E A, AT 99.9%H <, LA
200h™ {935, £ 120 CHHZMALTIIATIEFALTE 3 /i, 2200 RS R A HA A
AL D-9, WA ZMEALTT] D-9 § Pd &84 0.04wt.%, Cu K& EH 0.12wt.%.

AT H

P ST O 55 %8 LA 9 & A9 B R HREAL 23 0 TR R BT IR N B AT AN 2R Y
LIGREHI 2, WL ZRREIE 7 5R, oz iR as 2RI — 1% kiR &
PR 1. KPEEE 20 BRVEES 3. THEES 4. WEAKEEE 11 BTN S, FHIEAB
WA N 7 BATIR B NS DA R B Zobe, ARG AR R I e 5. B ket
6+ LIRKETREE O LJRNEHI R VAT 10 HATALIE, Hrb, AUKYERE 2 AIBsks 3 2 (8.
Wi P RERE 11 A N Ay 7 Z T E 4 8.

KA ISR AT RV, ZR VSR E AT URE, SRV R E R
Y RSN A o

BENTR — Il s S 1) S R 0k CoH, B3 B A 12uL /L.
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Fe R &AE: PRV AR A3 200000, [N R 2.0MPa, O S EEAL R T N
500mL, MVESH ) Hy/CoHy=5.6:1 (BE/REL), JW 1000 /M GRS Rk 12 Fior.

* 12
AT | SO A IR EECC) [HiTH(C) | CoHy BRAR B (uL/L) | ZAGIEFENE (%) | Sl B ()
S-9 32 11 0 69 0.8
D-9 32 12 0.5 17 2.7

K] 10

FREL ©4.0mm, ELERMEAN 20.0m™/g, LA A 0.52mL/g, HEBSEE A 0.85g/cm? 3R
¥ a-AlO3 3k 500g. #FHAAFLIE R 80~350nm .,

¥ 69.5g 6,6'- 3533, 3B IE S T 700mL LS, 5B ¥EHG 8 LRI AR
TAZBRT, BE 2 DN, IR 6,6'- T FRIE-3 3N SR A R B E A LS,
[¥5] 14 SR P TR 60°CH4 10 /T, 43 BIRRL-FRLIE /AL O AT 14

¥ 0.49g PA(NO3),. 1.82g Pb(NO3), % T 600mL 22 B /K, T InA G B E 1
pHE N 2.7, MBI —REEW: H LR E-TRLNE/ALO; AT A I AN B Z R G,
itk 10 op5b)5E, BE 2 B, BUHERE, HEARB Y 120°CTE 4 DI, 153
(Pd-Pb)-FRH-BRMEIE/ AL Os ATERE (L T2 E-HRMERE 55 (Pd+ PO)HIEE/RHE A 200,

¥ _EIR (Pd-Pb)-F2E-BRILIE /AL Os BIERATE 550°C. ARG PR 2 /NN, 53]
(Pd-Pb)/Al,O5 L7 .

¥ LR (PA-PbY/ AlOs AL TBCE T8 B R R B e rhr, HZRE K 99.9%IE <, LA
200h™ {175, AF 120 CHHZMALFIEATIE AL HE 3 /i, B3R R R A HAUINA
AL S-10. JAFIZMELLR) S-10 h Pd K EE D 0.04wt.%, Pb K& E N 0.23wt.%.

X EEB 10

FREL @4.0mm, LEETEALA 20.0m%Yg, FLARN 0.52mL/g, M35 0.85g/cm3 Bk
% 0-Al,0; # 1k 500g. FHRFLIEN 80~350nm.

¥ 8.9¢g ALK (PVC) #1 800mL VUMK (THF) ', BEI—%W: # Bk
BARRE TP, FE 2 DI, ARG PVC B T8RRI, R A S R
PIAE 100°CTH4 3 /M, 733 PVC/ALO; HFHR A4

¥ 119.28g XUEZ. 4.0g Na,CO; i+ 1000mL 2585 7K, A Bk
PVC/ALO; RITRIR, [RIFE Y 1 /NN, VARSI, e B B =4 H 23 88 K ik
2Pk, SRJGTE 60°CTHE 10 /N, 25IE Befb i PVC/ALO; AT IR 14

¥ 0.49g PA(NO3),. 1.82g Pb(NO3), # T 600mL 2 B /KT, I AT BMHE T
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pH E X% 2.5, BB —IREWH: ¥ LR B EALI PVC/ALO; BTIRE I BZIR-A- ¥,
PP 0.5 /NEF, WTHBRAR, el 7R R N =40 25 B 7KWk b i, SRJSHE 120°C 4 4
/NEF, 43E)(Pd-Pb)-PVC/ALO; FTIK A

¥ 1R (Pd-Pb)-PVC/ALO; RIIKAKAE 550°C. ZERAMP LR 2 M, 53
(Pd-Pb)/AL,O; AL

¥ E IR (Pd-PbY AlLOs AL E T [ 2 R R i a rh, HIZiE Ry 99.9%M &<, L
200h™ (75, 7E 120 CHOZMEAFIHATIE AL HE 3 /I, 12306 RS R A EAUINA
fEALF D-10. IS ZMEALT D-10 # Pd (& 224 0.04wt.%, Pb 5 &N 0.23wt%.

G RIS

Fe SR 10 5L 10 ]2 15 2L TR) 23 B TR A A0 A Be it &l T 2
(R EERIEIE (MTO) T8, LT WM ENE 8 Fror, K IR 2 o R K 6
TR A CH DME RV 164 TGN VA (B MTP R AR 17, FlE#R
EAL 18, A EISR 19, PIZURAEHL 20, PUZEor BT g 21, THeds 4 ST )5,
FREATR NG A 7 AT RPN S DU SR E 1 S, SRS IR G i P 5.
i 258k 6 HEATAbBE

K F — AN NG N AT RV, iR VAR B RS, 1% A A [ 5 R
2SN o

BENBR ISR AT IR R SRR CoHy I8 84 5.3ul/Ls

RGPk A 27000, RBLFE )79 2.0MPa, RN A AL R Y
500mL, SN Hy/CoHy=5:1 (BEJRLL), W 1000 /N A 45 B anZE 13 Fim.

#13
TEALF) | R N2 DIREECC) HETHCC) | CoHy B R B (uL/L) | Z&EFEE (%) | Gt & (o)
S-10 32 7 0 44 1.5
D-10 32 8 1.0 24 27

SEHER 11

PRI @4.5mm, @& 4.5mm, ERMEBY 10.0m%g, LR 0.21mL/g, HEZE N
0.75g/cm® IRAL 3 4A 500g, H&HH ALO; 487.5g. FALEE 12.5g, HMP ALOs 4 6. «
HRES L. BRfLR R EALAR 0 A, FLA25 54 100~180nm, 350~750nm.

¥ 4720 6,6'- " FF-3 3B T 600mL Z g, 53— K BRE AR
TAZEWF, FE 10 N, FHEEHE I 6,6'- 3R 5E-3,3 -0tk e 5¢ 4 A B4 LG,
o [ RBP4 100°C T 6 /NI, 73 3R I-BXILE/ALO; BT AR 14
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¥ 0.37g PANOs)y+ 1.18g AgNOs ¥ T+ 450mL £ 5 1k, FIMAGEEMNRIET pH
{54 25, BE—EAEBG K LRRE-FLNE/ALO;s AT A I BZR A BT, B
1N S, FRE 10 /NI, R TRV 4 [ PR N AR 90°C TR 10 AN, 733 (Pd-Ag)-
FRFE BRI RE/ALOs HTER AR CHE AR PRS- e 55 (Pd+Ag) I EEJR EE 2 30D,

¥ LR (Pd-Ag)- 72 2E-BRALIE/ALO; ATERMAAE 600°C . A UURT RS 2 AN, 193]
(Pd-Ag)/ALO; EALF .

1 bR (Pd-Ag)/ Al O3 HEALFNUCE T 58 R R R B, FEERE ) 99.9%M A, LA
300h" (7SI, FE 100°CHAMEALFIEATIEFUCHE 4 /i, 19800 AR R M nA
TEALA] S-11. AFZAEAT] S-11 H Pd KIS &4 0.03wt.%, Ag I EHR 0.15wt.%.

XTEEB 11

FREL ®4.5mm, & 4.5mm, HLREAA 10.0m%g, FLAEFE 021ml/g, HEZEN
0.75g/ecm3 [ IEAE TEER AR S00g, HAH AlLO; 487.5g. FALEE 12.5¢, HHF ALO; 4 6. «a
FRE S AL BikfLe 2 AR A, U425 514 100~180nm, 350~750nm.

¥ 0.37g PANOs)>+ 1.18g AgNO; % T 450mL K& F/AKH, HIIAGEZMHIRIAT pH
858 2.5, B3RS BRRSERTIRE A ERS 0.5 /M, AR,
K R SOV = 0E 90°C T 10 MG, 7E 600°C. AT KGR 2 /M, 733
(Pd-Ag)/ALO; ELF .

¥ bk (Pd-Ag)/ Al Os ALK E T 52 AR S pv e B, FALEE A 99.9% I, B
300h" fYZSIE, E 100 CHRMEATIEATIEFUCHE 4 /N, BR0ER SRR NEEUNE
TEALT] D-11. IFHZMEALT D-11 F Pd (&4 0.03wt%, Ag HIEE N 0.15wt %,

AL R

Fe ] 11 SATER 11 A5 2R 0 23 A TR M A AT I L2
W, T 2R EIREE 3 Bis.

K =AU N 2 R IR AT SN, B — B BRI Y VR N B RN
e, CBURNVERE ORI A = BUR VAR A RNV AL R G =R
AR5 Ay ] 2 R 28 A SR N

SRRk B A ke s B T, FLER e 14 o

R4 PEVRIRZS TN 100000, RN F) A 3.9MPa, =AW 45 PR f157) 25
RN 500mL, AV 1000 N IS Bk 15 k.

% 14
| | H, | CGHy | GH, | GHs | CHy | CiHs | C3Hs [PDMA| €O | ¢, |
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* 15

e fi&jﬁ% A D/EUE /E'lﬂ CH Raw | SHIEENE | e
Bk (‘C) (C) (VIv%) (%) (Wt.%)

—E 78 17 0.49 87 3.5

S-11 — B 86 14 0.18 76 2.6

=B 93 7 0 63 1.4

—B 78 20 0.68 49 4.0

D-11 B 86 16 0.47 40 3.2

=B 93 10 0.18 32 2.9

SEHER 12

FREL @4.5mm, &5 4.5mm, [LZREY 8.0m%g, fLIAF N 038mL/g, HEZE N
0.75g/cm* A RIAF 34K 500g, HE5H o-ALOs 481.5g. SFALEE 12.5g. SHAk4S 6g. #Hik
LR BS54, FL4R50 A4 100~180nm, 350~750nm.

¥ 16.68g 6,6'- " FRHE-3 3-BEMLIE AT 650mL ZEE ., AR W EbEikE
BT ISERT, BE 12 /M, HEBTRH 6,6- 5 5E-3 3 - B 52 A 3 B A LG,
W RSN = 120°C 05 4 /N, 13RI ER LBt IE/ALO; AT AR 1A

¥ 0.49g PA(NO;),~ 0.83g Cu(NO3), ¥ T 600mL £ B 7K, A S HREY
pH 4 2.5, REI—HEWIR; # LRBE-BEILIE/ALO; RTAR A A BB G,
Bkt 1 /NS, SRE 12 /NN, BURER, KRR 120°CTEE 4 AN, 53
(Pd-Cu)-F2BE-BRIEIE/ALO; BTER A (I A R - BRI e 5 (PA+Cu) I ER EE A 15).

¥ ER (Pd-Cu)-J5 ZE-BRIEIE/ALOs BFERARTE 450°C 2 U RE 8 /hint, 1931
(Pd- Cu)/ALO; 4LF] S-12. TR ZELF] S-12 7 Pd (& &4 0.04wt%, Cu & &R
0.056wt.%.

%7 EL] 12

FREL ®4.5mm, 7 4.5mm, FEFEEIN 8.0m%g, FLAFRN 0.38mL/g, HEZE N
0.75g/cm? AL B3R A& 500g, HEH a-AlLO; 481.5g. FALEE 12.5g. HALES 6g. #Hifk
fLAR B XA, L4253 314 100~180nm, 350~750nm.

¥ 6.0g + hrAEmL e 2 ER IR VS T 600mL L EETP, BRI B LREART
T, BT SR T AR A48 /NN, SRS IR SN IR 120°C TR 4 N, 193
B4 CHysCsHN-HCL () ALO; BT R A4

¥ 0.49g PA(NO;3)y. 0.83g Cu(NO3)L ¥ T 600mL 5 17K, FIAE ERIRIE Y
pH 1 2.5, BE—BEWH: KB LA EH CHysCsHN-HCL [ ALOs BSR4 I A 1%
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TREVW A, 8 2 /N, W SRR, R AR S N = ITE 120°CT- 4 /i, 531(Pd-Cu)-
FrL e £h 1% £h/ALOs AT O 4.

14 bR (Pd-Cu)-Feiemtne 2h IR £h/ALOs RTENAATE S00°C 2 URTHRERE 2 /i, 15
F|(Pd-Cu)/ALOs 4L D-12. JEZHEALF D-12 1 Pd 2B K 0.04wt%, Cu 5 E
4 0.056wt.%.

AL

P 12 AT 12 H1843 2R AR 20 T i di il st i mE T2
i, KT ZRERDME 2 BiR.

K=o AR AT RN, ZR VB E ARSI NES R 58 R
2RI o

FeRLSR A B 2 IS A TR, AR 16 s,

R4 WRVRRZS TN 120000, R MR F) 0 3.6MPa, R N3 (AL 725 R
S00mL, A 1000 /NG I 25 B2k 17 iR

= 16
Hy | G, | GH, | Gl | CHy | CO Cy
FEMIV%) 30 0.6 33.2 5.88 30 0.008 | 0.312
K17
3 o J o > = > 2) HME
PEA | B 38 A DREECC) | HTHCC) | Gy A B LIL) | 245 0) iﬁf;
S-12 85 32 0.5 60 1.9
D-12 85 34 475 28.6 15.6

i B RS 5 X e R UG, BRI SREUER &R R R AL KSR
& RA I E B AR AR B R L ECR A Bl 7 10 5 AU fe Z15F U 8iHE
WAk LSRR AL AR L, R3S MR S AR N, SR A R B D 32 26 15 2 Y
HALR], TER T &R QP B mA T2 Rt AR SN TR e . b8
P R gh FRTtk R, JF Hon St 7 b ganh O 26 e Bt DR B2 BRI ) I ey 21 i R A
gl b THEAL RIS TE DRI - R, BT TR SO RS OR S, AL
A A i



WO 2017/201644 PCT/CN2016/082976

10

15

20

25

30

27

BRE KA

1. — PR A NS H % 77, AR LLT PR R & A R
HETERT AR A DL BRBIE A ALOs KIEE, ke THE R &A EmtE4a
SRS RBE A MY B T RE SR, b Mt H Ag. Au. Ni. Pb I Cu
R, BRGNS, AR, R R AR SRR AT

2. RABRRE SR | Pri’ il & oris, Hob, RS A W R AR EIE AT £ WA AL
BRI EH ALOs SR AE 20C~60CHATHI, IF HEBHIR A 2~24 N,

3. MRAEACRELSK 1 TR & OTi%, S, RAEA EEA s I0E S aEt A
73 M™ BT RS HRIR I R FE- BRI e /AL Os RUERAR AL 30°C~100°CRHTHY, FFHRER
BIRINHE A 2~24 /Nt

4. AREBOMFER 1 okl ik, Hod, Fridisbergif gkt 300C~600°C, B
M)A 2~12 /N

S WREERCRIESR 1 TRl 7, Hd, TR & ALO; IE KIS E AL ALY
HEHAM B L EEMYRIREY: L, s bSO REEARE. ALK &
B, h —FPE LM

6. MRHBCRIELR | frid il &7, Hd, iR &A ALOs IE AT AlLOs [k
A vy 8+ 0+ o L Fax e g e g J LA RIR A i 2

7. ARFEBORIE SR | rif il & iz, K, Jrid &4 ALO; B ZIRE . Wk
BAEE . B, &F. =SB 5E.

8. MRAAUHIE R 1 ik il & 5z, M, Frids ikt pe AT e A gk
F) 2,2 -BRALBE T AR A /s B B 1) 3,37 - R RE R A4

O, MRABAUFIE R 1| Frid il & o715, b, Pridas BRI Bkt e A1 B S5 bk &
TR 0B A E T2 2> MY BT VR AR AR ML EIRLE 2 1~100:1,

10. RIEBCRIZK 1 prkitl & ik, Horb, fERTA S 120G 4L 08 E 7 B
PEAL > M™ B FRIE SR, 4 M 2 Ag It, Ag 5 Pd RIEE/RLE R 04~10:1, 4 M
N Au B, Au 5 Pd YPEEZREE A 0.5~15:1, 2% M 4 Ni B, Ni &5 Pd [RIEESR EEN 0.4~20:1,
XM 24 Pb B, Pb 5 Pd RIEE/RELG 1~10:1, 24 M & Culid, Cu 5 Pd fIEE/REL A 1~
10:1,

11, RIEBFZ R 1 Frkill & oriE, b, Prd & A R0t 48 s A Bis i
oy MY BT RIVR AW pH (E R 1.5~4.0,

12, ARIEBURE SR 1 ATkl ik, e RN DE: 76 (TR &R gk A



WO 2017/201644 PCT/CN2016/082976

10

28

ISR BT, SeR A &SR HEHTIC R AL B, 45 3 R ASE R A E AU INE
AT

13, — R AR A IS AL, HOR BRI R 1-12 A — IR B 4B AR S 2L n
SRR 2 757 & A E I

14, ARFEBHE K 13 Frid R 03B mE L], DUIT R R S8 AN A Ak 71
FREAN 100%11, ZEAFIF Pd & ER 0.01%~0.8%, M M K Ag i, HEEHN
0.03%~3%, XM K Aulif, HL&EA 0.02~025%, M A Ni i, HEEHK 004~
3%, MM APbE, HEEHN004~3%, HMA Culif, HFEN 002~1%; HEL
FURI L R TR 1~200m%g, fLAAFA 0.15~0.8mL/g, HEZFE K 0.5~1.2g/cm’.

15. BUFIEESK 13 B 14 Pk 88 & a8 AN S AL R 7E 2 bRk BN S T2 i
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