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The Synthesis of Zeolites in Ionic Liquids

Abstract

Synthesis of zeolites in ionic liquids, termed as “ionthermal synthesis”, is a very
promising approach for preparing porous materials, and has received much attention recently.
In this thesis, various conditions were investigated in the synthesis of aluminophosphate
zeolites in imidazolium based ionic liquids. XRD, *'P MAS NMR, ¥Al MAS NMR, '>C MAS
NMR and SEM/TEM were used to characterize the structure of the resultant zeolites. It is
found that crystallization temperature and time, the type and amount of ionic liquids, P/Al
ratio, the amount of HF and organic amine have great influence on the product phases.
Different zeolite phases with AEL, AFI or LTA structure can be obtained depending on the
synthesis conditions. The role of organic amine in the ionthermal synthesis has also been
studied. Multinuclear NMR results confirm the intermolecular interaction between
morpholine and ionic liquids, which may result in the co-templating effect of organic amine
and ionic liquids in directing different zeolite phases. Moreover, the nanosized AFI zeolites
with average particle size of 60 nm were also successfully prepared. In our synthesis system,
the nanosized zeolites can only be obtained during the phase transformation from AFI
structure to AEL structure.

Key Words: ionothermal synthesis; aluminophosphate zeolites; organic amine;
nanosized zeolites; NMR '

~II -



REE T R AL 8 3O A 1 75 B

FEREF: FEXMFARX, RAAESFHE T THIHR
THHRBRBHER. REF R, WX T Y5 A A f Bl oy 5,
ERXTECEHBMAIREKEEZLKNFARER, CFEEHMEFHH
FUIAMRAREALHRR. 5E—F I GRS R TR T8
HEERXFHTHANRAFXT THE.

FRAAEIL, RAARRAREMXEERAL.

e kot d by bR AhLe 't AD)
kx%4:._ 208 B 2w &£ fAY R




REHETREMLHARN

KEE T XFZOECRAREBIRRS

AARE TRERARFAR X RFARGAL, ERIGEFCH A
RXIEHPRFHRTAREIXRY, AFRXBERFEN. 847
BRE R MERARB IR R X E OB TR, ToA%
REMAXNEBIBPABENERBEERTRE, TURXREH,
o, SAHELHFRREMTHRFLL X,

$prbmE: skt S Guktre N &a itk
%% 4 __A%%0 agp:_wd & { K o H
B A4 ZiX HH: 2007 &£ 4 F 3°H




REE T REFEFARTT

5l

il

NFHHRARER T LUEAYIZ] 1862 4 Deville ZELK B A MK levynite. {HEIE MK
I & R R R B R HKATE 20 4 40 K () Berrer #1 Milton M THEFF M. Z /G
Mobil AT MR ARBINMERE T ZSM RFI45TF0F, BFTAIARS FHOF
B. EALBVOTRT, TELSTFREREKATERE RN, KERANE RMKR
B KRERE—RREFAREENHITH, RNEMETE 80-200CLH, HiES
RETUERREEFYHEWNAR, BERERL, BRA, HUHRNRCEES
&, L4280 EALPHE, Bibby Z A7 Nature 2475 b8 WRIRIE T HIE R s 71 & U
sodalite, XFHER R BATEFARMERRAERE, BRETREFHRENRDA
FREANRR, BRAACLRINTFREBRIEN—NEETE. BHIHEBRERML
Be A S HZEKMEH T TR RN FRi4EH, thin ZSM, BIRE RTINS T/,
EZEEBH T HLKAE RS UABEINT S, BIMIER Ik AEE B RAR XL
O/ JDF-20, 2004 E, KEFLZESMTKFEH Morris #1525 A7 Nature L#UE T &
BETHAAE R EFMERA S RAILHRES FROBE TFRERE, BXETRIEE
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1.1 H#hd

FTHR—AGENEZLENY, HELEFRMBLEH, RH[SiONM[A10] T
&R TTEE I ARRFHTEHTIMAS. BTAI0)UEERETERANE, HE
BATHERMAEPYE, ik, EAIO)NMAKKILIEEAESELETRBEMHET,
XA R o] LUE B F RS TR A B AT A, T R M3 4 F % B 1 B
RMEMFAES TRAFTEERK, #UAEFER=ZKES. BRY FROLEE
AREANM ' M"10-AL,0:0Si0;mH0, R M', M"BHN—RA=H & (KRN
Na, K, Ca, Ba%), n 34 FiaEEL!. RIBAFABRANEHORRE, 4FRaTLL
AETEHARNER ., BiraFHNe (1ZA) BRIRRM> FREREMAER—It
Fl4SH2ZE.

BRESTHEXTENRBIMBMEEN—NERHR, BROEEERESKIL
AT (UCC) H%}2K Wilson S T 55 Flanigen EM £ 20 42 80 R ¥ IRLTH
. BEFRIE, 24HBRMEN AIPOn REMEYTIE 60 RT. AHRES T
FHREFRELZN— RBR AIPO-S. AlPO-S BF AL BER, ZBABA Poce, i
¥ a=13.726A, c=8.484A, BREEHEN 17.37/1000 A>, HEREMWMT:

(a) (b

B B .
(a) AIPO-5 HIfLIE: (b) AIPO,-5 ¥3[001] [ KB 54
Fig.1.1
(a) Channel of AIPO,-5; (b) the structure of framework along [001] direction of AIPO,-5
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2 FRURBCRNBE R A/ BE WA RE N B REMTER, EUNA S
ERRRT=ATEENE. ERUENREE. RPEREIERHTH TROBRER, &
ERAE. RERKNM. EREEEARMAGHES. REnRE2 FRORNES
X, ERATHARGHOREN, SBLEREHURKMEENSE. E—MELR
RFFEF, WHRMAREY ST BRE LT LS TFROBALEEND> FRHABOEYE
PLETRE, Bk, §FHNTHTFRIXBAMBKRE ERENER, EERRE
i '

—BRB, REMSTFESTRNALAE R OT BIHNRT 8. A BRSTRN
EUERERBANER. REVERT B, —FTTTDREAALREFTT H, RN
AT LR B A AL AL R AEE PO L TR, ATLLEH, BESTRAA
REEWEAARETENEN, RRABEET BERATALELRLEER. AL,
ERE S TRHALKEDNELFEPONRAR, ROSREMRY BUER, WER
¥ E R REETBREM B, REREEEY BE, UWEANTY fimid
7. RFmRy SR AMaAERmmOEARL, BTRATERELRERE, R
AAEHFORFAR, BFNERREEY BEE. K#, —HEMR T HAER,
F—hE, BAENEE, BRESTRAERE, KENERFLERER, EFHNT
SRNEM, RETHARE. MBEENKE, ERRRTHFRERNNAAD. UL
RW, 9T RRLEK/ANX S FHARTIELECERRK. ANBIUES, ER&
Ry SRS, REABEETLNNHAER, BT TFREONERRFNRRE. XBRA)
ARRL S} F SRR BT 2E
1.2 SFHHEHAE

T OATSCENMIEM T BANEBRERRHR, FAARLERMMNSBETHRAE
RAFREHFBEAT L L. BETUNRRBPAFTRENEK, BRFRORRH
RELTRESHITL ENXARTER, Bit, AATERNBAERRRBRNNE
FREAIETEE. EIHATH, MIBFESREHRRBRNRRERRERE
BT, BERFAAER. RERFIUMENAT &R FREERA20H 2405
K, Bamer R MAEMARBEFHTHRMERA S RFAF R tikM, B2
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FREEAL A UL RIELVERIRINIR N B F A R E.

.11 KARENKE
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80-200C 2, EAAKMEEEN. BFROEHEMIEEIRMRN, hEHER
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(1D HAEH
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LKBRADAZKRE: 1) RERXLHERT: 2) SHIEA; 3) HEM. X8
©ORXANE X RIS, WR—F TR A SRR R AR (Bl ZSM—5
ZSM-48) , MYIXEARBFHIR AN N IEFEH . T E B b BRI I 2 7 B AR AR 43
TRD TR REMZIERBHELANFER BIFILE (Fi0E R ZSM-18 FT A
BRREOR)D « AT, BRFLESH (BIENEST) UTERm 2RI B
RER, EHARYVNERRERENFIES THRRERIRES THLERNER. s,
EFEHERT, A—HERATUSRERARLEHNS TR, Hong BEIABHRKHN,
B2 FRIBEATRER RE—MRRA S FEFRNEH TRBERERTRALF
AR ERRA,

(2) RAEE

RUBERATRCAIETHERZWER, BENRUIEMIIKEZTEE
EHBRAD, NTIEREDNEH. ko, BEOTMEEHERRTEZERRETS
EMRETHRAREERERN, BRENSEEKURSESHARRERNL, 45
TUER—&RZPRE RSO, —BKE, BESEREOAR, 8 TH
FONABRRIAAGHAESE D, RIEKERERMNER, SEEET 300CH K
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1.1.2 BRIRERE:

FBEKAESBERNENAR, AMIRMAKFER—BENEN, RELMHFEY,
AN AP—HTUSRE TR, FigdEkER, BIERKUSIMI—EER, R
IRAGER, TREKMATHEANBEER, URAHBANEEY. S/KHEL, F
VHEFAFEBEANEEY, BROKNE, BMAZRELNERAK, ATTSBE
FEKER RS, SUNEK, FRTREANEK. B35, FNBRSKOERER
A5, HEHURSEIENRBENGERRER, FELERAILEYEEKE
APEARMBIZL, TRE—LKERTEEBENHA.

B7619854, BibbyZM AR EWIRIE T RABEHAF ES Rsodalite. BEE, HH
KERFMAETZEANABAASRESRE T RS THEN, AFEZSMAFTICLIE
BREAFNINN TR, BERBHTHELZKAERERUBIMTEEN, Flwm
IDF-20""Y, OzinZ"2RBEHIM 4% T ZSM-35% AR 4 FIRASHRES, Tl
THERAEEZESFRHERZNLER, HAEATRTHHNAESRPKOER, WHKKNE
RETKBRNME, HMRET YRS

1.1.3 FRIEHUERE

T LR (dry gel conversion, DGCEE)RT A T AR EEHB AN LES 7. REKR
BT K2ME THRIERBHEHAZ ), DGCH:Y £ RIBEIEER (S ARS
BB MEWIAFIRENES, REVEFLEK (RETELRESTE. SETE
BRTHREVEK, ARERENRNEFHITRE, BEE50-200C R, XAk
RAFERENGRNEE (RURERTEARENERE) . WEATUNATEME
BRETHTRERETER. IRFARRENEHNIAR, ARNTHEBIRTHE
E (FRSEFNMD) . ENFAR: RIMALENK, BEROFIHERE, 1E0ER
FAERMEIERED, Y5 THE, GRER, ZEMS, FRTRURENNA
%.

1.1.4 BFHREE

(1) HTBH%

B F B4k (lonic Liquid)!" "M ¥k % % i B T (Room Temperature lonic Liquids)
BHEREZBHAZEMIEETI00C)RBEREN L HAERAMBRK NHERE
MAENEEFRERBDMENAEFASTIAKE, AFEARHEERSE, BENE
HLEdRPHE. BTFETFRENREFARBEKBENTIR, BEFERE/DS, Bk
B FEER A AAERNAERS|, XA ERETHRBEFZAMBRES, S8BT
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BT E—BaABANRAN. EARNHRMBEIREFRTIAEFRIHR
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LEFRIENER
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1T INSIO MR E . EXLETANERL, KuangZ®ESRERPEMA—
ik BIERM(KLE), BRI THUM=FFELEW, BIRFLFLE360 nm, BEE100 nm)
MILEPREFHHARMILESEN: RELRVKLERBH AN LFLZ12 nm)AZRE
FIBARC,smimCIF=E R /P FL(FLE2-3 nm), BANALE KA FLAR R 45 F 7E KFLEFLEE
F. W4 ZREFREABTRERENBRAGEEER4 V), EMATUSRITRHE
EAAHREHMME, SFELR. 44, L3450k HR0,

B s 7 LAt i T £

BT EEAANRR, BTREEEREMNNAME. Rogers¥ P HB Tl thkr
BAKE, FERBEMATACAEIBERED2S%NER, R HBFERNR. ¥
AT, PERERZAIYe S B FH 44 [Comim]BF,. [Cseim]BFFI¥ETT fE
BN, B RO EE. BIREBRIF ABREATHEES . ZEZRE BNFL)LFF
RT—HAETREBHEERNEAR, FRANRETNEA, S,
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PKPEEE B T AP & R R T IR RIBT T

(3) BTFHRGERNTH

BRBTHRGE2H  ZNA T EHENMERER, B FBELE AL
BEEM SRS TR R —EREAXRE. 532004 5, REERE
BHTKE K Morris $3%% A7 Nature b3R18 T 0 FI B F WA 1E 4 v RO 37 & A1

ABMBS TROBETRAREY, HXBTRAEMILS TROS RS NIRRT
7 BT RRAER .

B13 A 1-Z8-3-FERUKEE RIS RRED T
Fig.1.3 The synthesis of AIPOs by using [emim]Br ionic liquid as solvent and
template

BTHAREREABTES (BREENERSY) BRREANKIERIERE
AR BB G . SERKKREBRURBRAE BT EELL, BFRAER
R YR ET#AT, REEREBFETREFAARAE"Y. TRNEE bR

-12 -



KEH T REMIHIR K

5, ERYENREFERT AHITAREN, XERTANMSETRETES =4
MBEEAHFRORLEBE. b, EEFRESRINAMRKGIRERS, BFRETNT
LMERER, HRETUENERAS S SRR, A TETREMNMLESD, Bl
FEATNAMBEFBREKRRE A RN IES TR SR . BFRE T EN S
—MEEREREANBE FRATURKHA, ZEEFELSULSHTRETRNE
xX.

BT RE R RYIAR & RMILBEREE S T 9%, 410 Morris £ AP 1-Z.%-3-§
BERBKM S TSRS T URHILERES T, KPEMEFSEH, HIEFS
FEA AIPOs-11 BEHT AIPO,-34 B H) . BTHBES FRNBUIEPARNEY
TERAWER, METHTRRER THERFMER, B 12R. BE—EHENE
RANGER RS 2 12N R 5 R 451 CoAIPO £+ Pt T A B F oy 4
RO R .

BHHRALERERY, BTFHREREAER TR FRMEN SR, AL
LU T A& B4 2 A b6 5130 Lin 2 APOE 1. 28 3- R AL Bk B AP A 1
HTHEMHFENSBEVRIE RS (MOFs) . FREUE FRANKILERESY
(choline chloride/urea) Liao 2 AP"4 st T H &M Zn(0;PCH,CO,)-NH, B &4, Lii
a5 \ B BBl b X AHZKZE choline chloride/malonic acid & LB &4 AP R A E T #
EREARE T EHHHNEREN. ERERBAKMYT BT EFREHFENMNA
T,

1.3 BRBES TR

20 42 80 ERM, REBREHMY AR (UC.C) ¥ Wilson S T 5 Flanigen EM
LRINBA R T HRES TR EHATED RS (AIPOsn, SAPO-n LK MeAPO-n
%), RESAPRANERER—NEENEER. EEHEREMNPERIAEEN
g, fIBTHASFREEANAFESNEAERNELNS. BTHREN T
EREGERR S TR, RARNNRELEHRATEETR, EANIRLIRERH
BRESTFREABRLTRN—BS. BTHREBI TRELTEMAEFENRGE
HWFRAE MR, THEIMNZHEERETEENREEN, RARTT KENH
R, ZLELFERN 60 BRHXKMAILS>FREME. 1T AlIPO-n P HBEEH, &
FETXHMEE, REBUERS, TRAMIX AIPOqn 5 FHHTHHHA, BLRE
B, FUSTEPIRABERINE, SARYKXEMN SAPO-n, MeAPO-n LUK
MeAPSO-n ZRFIH TN, BAIRELELL AIPO-n K 30 BHLEH, 16 HTENER

-13~



PRI B TR S RIREE ) IR

4 A 200 F U LML FE AL BITFRETFIIA AIPOn HERLE, WAHRERRTHR
BRISTROBFERERNELLLRE SHERNS FREMERLIE/LES,
FimEd. Re. E¥. &, RE. KEERNPHAT 8 SHMEFER. BEX,
BT MBERRESES TR, AR LBRENBIRB RIS T, FEitis
BMEBAEMN D FROFFEMTR, FHET 5 FRMEEE— D GH L, ERM S BN
RIS R T HAMA.

1.3.1 BMEASFROEWISE

EREOHREERY (T2hNEAAR) , RE B A4S0 X
RMIAGHET, BEREHTHET 1. BREANT&HF—ESF, SENEEF—/
T, ZHUCRRENR AR ERV B RGN, ERAMERRELET, &K
ERMRET REANRE, FAEFRPIANENEARTRMOEHR, EitERRA
HEEPREEE. R TH:

V—

I
o]
I
—_
I
(o]
I

——-—o—L—@—l—ﬂr—L—o—¢-—

| | I | |

D D R |
——?—o—ﬁ—@—ﬁhﬂy—T—o—T——

0 o) 0 0 o)

| | I | |
—P—0~—Al—0—P—0—A—0—P—

| | | | |

0 o} o 0 0

I I | | I
——T T—@—qr—&—N——

B4 BBESTROTREH
Fig.1.4 The framework structure of aluminophosphate
zeolites

AIPO4-n B2 B AT Rl AL VIR BE /R ELR IR N xR-AL03°1.0+0.2P,05yH,0,
R XA NEHSEE, AERUANEERER: x Ay RREART AlPOen BHE
A R M H MBERH. # AIPOs-n 53T, AlO,F PO, UE AR HHIIN, 28

- 14 -



REBTREMLEMIRI

T, FEAXRNERARF. ZCERLNOKE AIPO-n ) FHF, DPBR 4R
Ret, RER=#BRGH, HYRKERHFUM.

1.3.2 BMBASFHOMR

() HfeEH
AlPOq-n FFRERFMR RIAREHFKABEE. S, KEH AIPOFn 5 FiF
7 1000 CERBIEEEHRRIEEMN . AIPOs-5, -11 1-17 7 600°CH 16% M) K&K ALHE,
BRUAEEL. %2 REWK AIPO, 4 FREXTAAIRE, 7 200-400CHEFER
HAFHRMEH. SAPO-n 4+ FIHIRISEMEER. KEZH SAPO-n 4+ F 4 1000°CH 14
BENRETRAEREN, 7 600CH 20%KERLE, FRENNRHERE.
(2) WLt

1.1 AIPO&n R4 TIHMRMEE
Table 1.1 The adsorption performance of AIPO,-n and SAPO-n
AlPO-n  flBm  FR/D BHifEge  SAPOn flBm AN RKHEHE

B B
16 0.3 6 TH  WBiHO 16 0.3 6CHF  RUBK LRI HO
20 0.3 6 T MM 0, 20 0.3 6 JTIF
&R . A
7] 0.41 8T BMR 17 043 8 I
33 0.41 8K  FBRMETHR 34 0.43 8k WM EsZ
17 0.46 8AHF  BMETHR 35 043  BER TRKBHRE

18 0.46 s H  FAEMRTR 42 0.43 8 T
44 0.43 8 I

P 1l $ A
1 0.61 10812 BBFIRAR 11 0. 61 10 8% 12
5% 2,2-= 31 ~07 127Kk BHRSHE TR
HH  BH E Tt M= 28, B
AR 40 ~0.7 R TH 2, 2-ZKAK
41 0. 61 B
K x A
R 2, 2-=H]
5 0.8 12%% K R®MK 5 0.8 12 XF gﬁmamm
37 0.8 12 763 )N 37 08 12 THF

SAPO-n 4 Fith & AFLAEIR(H,0)H 0.18-0.43 ecm’g”, MRFEFLABLE 0.3-0.8 nm 2
7, BFETHAM AIPOqn 2 FiE SAMMFLENALRTE. Table 1.1 5|1 T AlPOsn

- 15 -



BRI TR B BB TR EBTR

M SAPO-n IR PitERE. ARAIN, HREBRI>TH A LIRK S HSEMNATFTERM
7B
(3) Mt
AlPO-n FFIHRAMMUERT, SIASiARETFE, BREBANE, REBRHIYE,
B &8 P& L M (TPD-NH,) 78 SAPO-5 IR LL ZSM-5 §5, {84! AIPO,-S 58. it
SAPO-5 MR L RE BT J& 9 IR &R Y6 AR, 7E SAPO-5 4 F i LEEF7 B .0, hEHE
L L.
(4) AEHE
BRERS THAFRSHELIER, THREBEFSIA AIPOq-n 47+, BE
TEFHIER, BN TREOMARBREEDO, ELEERIRE.

1.3.3 BEBRERIFIHAME

BBRERSTHAFHNFREMAMIGER, TT/EDEAR. EUTIRE. BH
IR B 5> B

(1) BMERD>FRIEAELFIKNA

MBRERS FRAENEAFTTHTMER L. FREEL. —REREL. S,
e, EX. RAAREHDS, ANEARIMNCIHL%ATHREEENNA.

FRIBRREAY TR = PR SR EAT B2 R R, L BEFR
FABUMESAPO-342 F IR AE LR, AT = PREEBEHALEKRNTIT%, KEBEZEEEE
90%, MEENTIEEZRTISORMRN-FERIES, HEREREVHENTN. %
AT IR B 7~ %K 0 7% RIF0 TR R ar R .

SinhaZ IR B il 4 R 4 BUISAPO- 114 F 1 i T B s 2L B B A B AL
WA 350C . FHE A3 b LML T, FERLE H36.58%, —FERELEH30.71%,
BEPHZRENRE B E57%. RREREFEBRARENRE, KAHKFLSAPO-n
D FIREEARNFHEREER T SELK B EBHRKAICLIE#LTIRE
RERBEAMLL, KABREAAARSTEGR, RNAHEN, £FRAK, A
il 2 1599.6%.

(2) BRERD FHRERK LHNA

BRERSTFRHOBARLE—HRN0.16 cm’/g-0.48 cm’/g, BMABE
0.3-0.8 nm, EARIFLAZRTHBEMRERARLDNT: RETHILE. L2RIHSH
T, RERK/NZFYRMH0 FINH:%E. RASTLHILE. FLELA0.4 nmi/M L
F 0, AR IERTE, BARKEARRE. AFI1I0CHEAREFMILERFLEM,

-16 -



KEBTREBLEARIT

BNAIPO,- 11 FT R B 2R 24%(0.6 nm), {ERWEE2, 2-ZFEKF$(0.62 nm); AIPO,-31.
AIPO4-467] TR fft — R P %%, (B AR B = Z#%(0.78 nm); AIPO,-5. AIPO4-37R T RKFLEE,
RELTHILE, TTREFRR. =ZHE%.

WFRAFT XA SIS AR AEE NS £ BEMEI T Z fEBHIEEAIPO,-5F
IR, FRERRY, AIPOSHFHRAFELYE, HEMUERIHARR X,
HERER, AIPOF5S7FIXT B ENBRMBRTX _EE, EREN, AIPO-5H R
ZEEARHER T _EE.

BRERS THEN-REZNTINEAME, BFHILESHNSHEE. TiE%
MR BUAZHEMAS RTRNFESE PO S, ELEEMELTERBESEAN
FixiE. B, Bt AHCHAR EHAH-SAPO-34 2 B4 8 E BRSPS, WHizEk
MRS FRERB IR RENOHA.

1.4 MRSFHHEHK

BAT, T EERANSTRERRT—RAMKE, ZRHBKESTROILER
K, ATHRARNE, REDR=YSTFESFHEEANT BEIBK, BERRE
R, PEEREK, MIRT AT RERR. BT SRR T RAERIX A E B K
BRgRZ—. HERNRTHAD BNORERTHESEHRTFHRZ LRERK,
R R AR, REREANBTRIRE, —8HHTFRRTRBEHY
BUF R BIRH K. BT S T RGBT RER B R R R LR 2 M
B B FROBHRT—BRENTZE—ENMAKZE, REZRARENTEFHEHN
FEPEZE, AHLERRRSFRHOT1 mm)EXKSMLRERBARN AT
BE. FARY, AAKD THREZHECRERBELTMAAR, BEREXSFEL
Bl BERNRE. RAELEUNRELEERESTHYRALALBHE". AF, 5
KB FRAUATEAAKRTEF R HBBETAN, HTHREHSEEFEUKE
WRINRERR TI B, ELAKD TROERFARTE— S ERY TROBALRELILE,
MBRD FRALRELNBEAFEER L. Bk, X9 FROSGRRE RO
B 9T ST SR AT AR

BEMHNE, KEBIHNAKDFHERBREKAZME T RAEREREBE
(clear solutions and gel) & 5k i RA%, RAFER B A& BRIE & BRI AIK S FIvHLE 4
A—REE100 nmUAFBRFRENSHE, FIURBURGEEBRNERSIBES
PRSP, TRMEAKNZARERARERESHKY FHRIXE, ZHFERTE
ERERENFIRER, RERGRAAHRENBREE U AR FRRE.

-17 -



PKMLE R TR & RBHE S FRIBT A

BURMRLEE R A BAKA FROXED, XRAN R BOBLEERT R
P A e, BUEBREAFTRENTRENERBUHRENGER. FTHZLS
TH 7 B 0 R R A E b R Lo P % R S BE 2 R L R K F 9%

1.4.1 EEBLLSFHHSK

LTARFAUR B FIIBEZERELMNEE A REN PEEEH IERAMNEH
R AR R, SREETANEEYN—E3130CH), BREE—RBELE, X
#HEW%EL. 7ELTA-RFAU-BAFRMEREES, Na'WHELERZEXEEN, BHN
SFREUPEFERENAL MRXLEAIRERNETMA R T EHER . FRRR, IR
BN A BHMLTA-RFAU-H S FRNERRZEXEZN. 2 FHEBAERETN
SEMEATUGES FROSLENRARERLATYTE. EERARY TN
Na;O/ALO;TEE A, WRASRIBRFMA—EENN WESBEYRISFRHS, 417
R ER, BENYRAKS TFREFRE0% U L. 15-HE-5BB T LR A RFAU-
R 5FI%, W}f*\H‘JSiOz/Ale:;WUZEEEB‘]‘?@@W’Eﬁ]ml.

MEHKETMA" BB FHRERSRK AR DA RGISE K4 FI% thH #iE . Fan
LYONERSEENERAMER T AR TSODEMNFNE, FRRIEHERE
SiO/AL0sFINa;O/H,039% BB F= M HBF R KM, KABANHKBUAFTES
BRI S B T A REAR B R K.

1.4.2 BSi/Al HF0H

MEFTEAOHMI A S EW L& BN TN KA R P L& 8 FBetadi K5 T
(BEA%H)) , RMAERIHERAISUAIN LAZES-200007a B AL, FiB kD Tl =
RERTIEIT%Y, TLRANLTFREZTUASIAURET4RGRF ERE XK. B
FRRERLERAAK S FREEHIWABFRD, FHENEREREERIRE.
TRERETR, HERNGRPAIZENEN, FBIALFRONRLREAD, X—FH
AL FRESARERARE S A FHEH .

ZSM-5(MFI%#3) B4 F 9% 1038 € B M AT LA 4 A TPAOHI & i P & BB B4,
IRERER, RRZPEHNEEFERY FHRASKLERERZERSENRESED
BANREERPEENEZHE, NTTERLA=YHNmERK, FHRNERK. WRE
KAERTFTPACHHN A BN SREFYITRNSGBEKEE, FAMEMERT KNSR
W RAIMBAF=YIRE . Van GrickenZ" \ 3538 T2E170°C &4 FFIH K kb 32

-18 -



KEETRETLEANRT

AT AR B RIES0% HIZSM-SAK A T 1. FE165CERMT NEAK MR P AT LLE R
AB3(H15 nmF60 nm K 2 F 5 A BT RLR K /N % 100-200 nmF1400-600 nm i) ZSM-55)
FHEARE, 7£70-90CE&M4T, FEALKMLT Van GrickenZE A FE, TLUAREE
10-20 nm#4KZSM-54F i i) R JE 4%

1.4.3 2BESTFH

Silicalite-1% (#EFEZSM-5, MFI% ) SR 4 T BB & AT B Z P,
BREPBRTENEERENERERNFE R L KSilicalite- 1 B3 FRASEFHIK A,
HnE MFK R R E Y . PerssonZP A & A B BIRA 2310, 144
A RAERIER TR ETERMCRE, 50T CUE T R BRI R A4k
1% FL B8/ i Silicalite-1 B 4 F AR & =M= % . AFHEHL A TPAOH:SiO2:H,0:
EtOH%9:25:480: 1007 AT IR, Z£100C &4 T RKAARATLNBERE S AR E
K E%42 495 nmAJTPA-silicalite-143 F % .

Silicalite-2 (type MEL) 4> Fif{ABZ MR 55 —FEKMEH T & RM%RES
F.E— R ENESETBAOHMIER, ERLEE AR TS5 CRIEM T AR E X5,
Dong%PA A4 fH T 14142 2520 nm 4> F 97 1 R 1 AR A9 K /M 100 nmZE 7 ) Silicalite-2
LK. Lew215% A 75 B AT H 39 TPAOH:38i0,:52.4H,0:25. 1 EtOHA & M P I Ik B
%, MRS BUEARBE T EE MK Silicalite-2 A k. HARAERPIRKE
HIREZEZ (10°molL) ALK AREHX D TIRIFE, MITANREFHREET
W 2 BN TT LA AR B A e (0 R R 2R R B 48 2 F 9 SRR IR R

1.4.4 EHESFRANBESTFE

ZhangZ I\ & B T 7T WA RS e R A B IR RO K43/ F 100 nmASTS- 148K 4 F
7, PFREREMNTIEBERIX0.84% . TidF RN SRR A Sk iE 2 K,
RNGRNBESFRUERYAHAEYNGERNEATIEBANEM. RE&
WEEBEREEYHTISR. CundyEPI AR TEI7SCT, AEABBIMEBR TR
B4 Mtitanosilicalite- 14 7. IR, REYTILESERMMASEK LT
B, FEYBRANTTISEMM, Hh Msilicalite-1KEHME—H, BEEHRANE
MK =PBR RS R.

MEERR AR PR AMEES R H AFISHNGKBHE S Tt RiEe,
BEREYHTHR R HMERRE. FAEEMHATNER P B AL TAIPO,-11
(500 X 800 nm) 4424 53 F 1%, AIPO,-18 (AEIZEH3 ) B4 K Bk A TR IRIE ). Heyden
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KUEBE TFRAD S RBHES TROAA

S NFI R MBI AT & B2 T BRK2 5265 nmiAIPO,- 187 F 9%, IR ER L g
SFHOEH, RASWIREAERE, B> TRNSE-KH/NGFREFH
FIGRIE, TESR, RERNLFEAR.

1.5 BEEE

BTRABRTEEI—BFNI FRARFTERE T SRR THES R I
¥A, BARIMN TR HEMADTLFIEN SR, EREERESTrRHXHY
SRR M RIFIR. AR THEBEIECHMS KRR FRASE, BIMRE
MEZRERLBERNE. PAI . HF GV RSN BHRA T AR &
W, UHRI—E MR, BARIMNEFRERTENERIE—FRBETFH
BRS FRHX—F .

-9 -



REETRFERLFAR

2 REH

2.1 FEEHSRHF

AERFARNEE RSN

N- B pkmg (99wt%, Tivh, THEHRMTAYLI )
RRET$ (CP, PREZ (£H) LighkERMLF)
RAEA (AR, FEEH (£H) LEHFIFALF)
B (85wt%, RERIFERUFRAFARLAF)

£ N (40wt%, PEPABKHBLERFFRAT

P e (AR, REMERUERFFRAFD

2.2 SFFRESHINGE

2.2.1 BFRMERIARIE

BRSSP ATR M EMRAREMERS N-FEKRMA414L, RETE0CKEM
AEHETH N-BEKMFNESHRREMFKZH=05ET, BNTEERERER
FEZE 65CHRRF 4 M. ¥ RNABIMUAEREY (1-T E-3-FERUKME AL
&R FILAREREY (1-ZF3-FERUKMEBAR) HRIE 8STHM 65 Cheds &
RBERENERRNARRRES HNBE 1-T H-3-F R RIS, [bmim)Br)
M I-ZE3-FERILKY (BERSEE, [emim]Br) . B3 ETHRE=Y 2 5K F B
% Ji& (Finnigan LCQpuo quadrupole ion trap tandem mass spectrometer, San Jose, CA,
USA), %45 'HNMR & "°C NMR A (Bruker DRX-400 spectrometer, 22°C, 400 MHz).

2.2.2 SFHOEH

HB—EBHBHM (85 wit%) MEFHBEAMAT 100 mL HFHOEEST. BEEY
7 S0CTHH: 10 HE R AV BIMA—E B HIDHERE, kB 30 4. HRBITM
RABEMABIARBEST, B 20 2HEMAHF B (40w%) , BREANREY
BRAEEBE 30 HHER 195CHRB P RBIL— TR SNENFLEEBEEFK
REREFTIR, BEZEREERRT.
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KRR B F A& B R 2 TIRRUBE R

2.3 SFHHRIE

2.3.1 XRD &4 E

B X S &ATH 2 (XRD)ZE B A8 £ B Lk X &4t Rigaku D/max-y, # 88 R 475+
LT, FREERE, Cuk BE(A=1.5418 A), EHREN 40KV, ERFAHN 200 mA,
BHTEER 5-50°, FREE K 5°/min.

2.3.2 HEEHILIRRIE

BTN B %R TR R XA Bruker DRX-400 LR K ENHE. BT
Wik 'H NMR #&RIE 7 20°C. LIRMZE Y 400.1 MHz FTHAT, 2B L TMS H2
Z MR

2.3.3 EEBHIRRE

BT B4 F IR 1°C, YAl & *'PMAS NMR i B 28 £ 7E Varian Infinity plus400
WA EREBBN, /A 4 mmELM ZO, B FEZE THITHHE. °CMASNMR
ERFLRMESH 100.5 MHz, RARKABEINRRTFER/, BARER 2 us(vd), WK
FESR 4 s, BN 800-1600 K, # B 8 kHz, LASRISE LA B KIS % 5T . 7 Al MAS
NMR B3R5 A 104.2 MHz, 90° Bk 0.4 us(n/d), BkePiEiR 2s, B0 1024 K, ¥
25 kHz, WERBLL 1% HREREHKER N B ESM7. *'P MAS NMR HFtIR#HI=
4 161.8 MHz, #%i&X 10kHz, RERANRHETFEB, 2us B’Jﬁcﬁ(n/ﬂ%ﬂ 4 s IRk IE
B, FMN1024 X, LL85%HsPOs WL BHISEIME.

2.3.4 PHBFRRAIE SEM

¥ F HZ JEOL JSN-6460LV X! s G T G RIS, I s E 0 1.5-30 kV,
THEEN25-Smm.ERASERECEEGELE ERREEEZNERENE.
2.3.5 ESTRFRMNE TEM

KFSERIE 2 R 47 Philip CM200 RS F B M5B, LaBs4T2, MEAREN
200kV. MR EERBEEHRLSBELHEY, RER—RTEERBEHFAM L,
BRTETREFRE.



REFTRKEMLELRY

3 FHAERSITE

H20 42 50 ER A BM X BAFRAB I AETNALUR, )FHERILE
MIWNARRELZHEZRFA=LRNEEEM. S0 BER, EHEW, Frags
THRAZAMEBHERANAT IS HRE T —RIEXNRE, 451, FEITHE
FELIRFCEAHE 150 BHAFMFLENNLTFH. NXEFRELRIFRE—F
I EE TN AOHERFRME D T REWN), BMTBREENTERSIAE, M
M TAMIN, WETVHERE. BTAFRMEETILNAENEERURECSE
WA RERERM AR N EMRAME, KPLSRANES FROSBFTEM T KEN
AT, 2004 &£, KEXLESHAEK Morris BHERSPIARE T—HEFHN T
KERTE—BEFRERE. AR, BFRESRSFREBTEEHSEER,
BPhETHEHFRERMLNES, ARETRESRERTEHNSTFIHRT T,

1982 £ U.C.C.ARHER Wilson S TEI AN AREFRH—ANLFHNFRHR
RIS FI% AIPOsn, BEZAMENERFE LR—ANEEHEER. BTFHAS
BB FRANF T —HEFHERT S, ERIBREXKERANY KBET
—MRERIE . ZETEHAER T EHEREAHI BT HERBHRES FIHNEHH
RENEE, ZEX4EERCEREMSLE. BTRHENHE. PAILL, HF A
FHRMIARS, HFMXEEREERT TEAITATE.

3.1 BTFRKRIRIL:

o oA TA, T,A, Ceh .,

vl

o
mb;bmwmsmmu

E&lmmm&MQmﬁﬁ%E
Fig. 3.1 The positive ion ESI mass spectrum of [bmim]Br,dissolved to 2x10™ in
methanolic solution.
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KM BT LA P& RBHE S TR

BTHRERNRATEANS FHE, EBTHREGRTEFEERRNERES, WM
AT EEEFLNETRASEH, RE AR B4 FER.

B A B R (ESI-MS) REFIM S BB TREURE TBGAT&HREH—
MERIARTE, RANAXMREFBETUARKIBTFRENSHFE. E3.1
45t T [bmim]Br B &K ESI-MS #E, H C AK[pmim]'FHEF, A RF Bri
BT, B CA MR {bmim):Bro} WAE. NEFALUES, BT EFREHM K
g LIS, HFRAERMHZREHE. kit BPLERERHEFRERUARS
FEN, BtwTR—HEs FHEM.

" jg ¢t 10
Nuc\N _C /t:\é“I
o ¥,

A ] Br

'H NMR ; 74
N JJ
9 5 4

ppm

BC NMR

220 200 180 160 140 120 100 80 60 40 20 O
ppm

B 3.2 [bmim]Br f 'H NMR i# &/ °C NMR & &
Fig3.2 'HNMR and “C NMR spectra of [bmim]Br

3.2 4514 7 [bmim]Br # 'H NMR i B # °C NMR i#E([bmim]Br § 'H NMR
EERKEFRETIRENGTHA, SRAREAREFBLEETHEN . &



REBTAFFEHARI

A [bmim]Br # 'H NMR & LR T: 8.84, 7.61 1 7.55 ppm b4 5} Hil R
R FBKME Ei5E 2, 4, SABERT EHENS, 10 A5k LA LI 3.98 ppm
Kk, 429, 1.92, 1.39, 0.97 ppm & fiES BTN FTERRELEG 7, 8, 95
B R T AR TE 4L [bmim]Br 7 '°C NMR i & LR\ HAR I T 139.7,126.1
1 123.9 ppm A& g5 % LT Bk IR LR =AMBRIRF, 51.2,34.8,22.9 1 16.3 ppm
AL 43 BIXT B F T B EAEE EAIPIANER, 39.3 ppm Ab i %S B T Bk e SR R 2
IBRIRF .

X F o E KK FIR AR LR, Dupont ®V \AE L SETFRENFERS
¥, YREKMABTRENESH, BEFS5ETFZRATERETRANERE
g, S IHUWHEETRABRZEPE=AHETESAXLAR AR, 84
PEFARCELBE=AKWHAETERE. METSHEFIEARFES m-n iR
B, ERRTEASKEKREAEFRBAALEHNBEES FX N
[(DADO)xn) [(DADn (X))I"(DAL %5 1, 3-ZitEHMEETF, X HBIETF). #
—EHB AR, KRR FREEBRAEZESHPHUMEAP—HRNEWE
. SHETBRIBHEL FEHUCEBIRERNTZIAT.

3.2 RILBREHITMW:

BERBRAGRFPHEEYREE. EKARHT, BENEUSEWK (R
EEFALENNSEE, NA—AEERBAEHRLERLEDREH. KARLRN
165 AT AL FT A R S R (R AR P R S F R SR R R A R, B 4 A
BEHE, REMEL URNMRERNMERRERL, GRATUER—GRTEIT
FIFLAHA R R MR, EHFROE R —RE 80200 CHIBEMMAT, —HXK
¥, BENFEEELSMRRNMNEST, FERNFEORRAY. ERRES TROA
BB, RVEBENREEESERS RN FRHEM, & AIPO:-5 577 & Ml
RERAN RN AR. EARAIPOLS 4 TN, REBEMFET 125CHERTE
B, MREABETSFT AIPO.-5 4+ FHHIER. ERMNOIRERY, LA

BWESLL, BAVEERHERE RN KRR REE 195C.
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BRMLE B T A S IR R T RIS

o AEL
o a AFI

ol 230C  *

o 215°C

Intensity/a.u.

20 30 50
2Theta(degrees)

B33 AREBET &L 60 24 ERRMF=YI XRD &E, REREHN
ALO;:3P,05:3Morp:0.4HF:40[bmim]Br
Fig.3.3 XRD patterns of the products synthesized at different temperatures

MNEFHREBEINLERKE (B 3.3), ERLERENR 130CH, FOALEEE.
ARBEZE 150CHHITHMBM LTA £ FRATHTIEES ., FLEATEEE 180C
i, BEN=YR LTA F AFl BiF S FREREY, B 195°CHRA LB B4
AFl W5 70, MEBENLEA R, AEL EHNTHELSHIFEHYRES



KEE TRFERLFAIL T

Y A& AEL £ Fif. NERLTUENY, MERBENAR, S THEHME
Bi#E—4 LTA~AFI~AEL ¥ R, XEEMNFEERTLR—EMN.

ERERNE, HRNEFET 200CH, REERPIEEHREE%REREN
AIPO4-11 4T, TIERFBEFMETHARERIT, AERFNEHRBNBERSL
. X—HHRERERR T2 FHEAEAOTHIERERARERRE, TELHX
BARES TRAENER: —TTHAROTEENARERKERNERNBEESD
BEFAE, NISES TRELHHRC. MESTFHROBTRERIES, BTN
BRI ETRARERAE, BUAEERETRRENKRRFERE, £
TROBRGWAREM.

230°C

215C

ppm

B34 REEET &L 60 S0 ERR=YE ”AIMAS NMR B, R Y
Al;03:3P,05:3Morp:0.4HF:40[bmim]Br
Fig.3.4 *’AIMAS NMR spectra of the products synthesized at different temperatures

Bt IREXN 0 TREEERUFTINEHRITRIENEINEENEARZ —.
34 L HTARBETEEFYN YAIMAS NMR #8., %REEHR 130CH, =9
W 7E-10 ppm 0 43 ppm LFHHANBRIRAIFLIRIE. WA E-10 ppm AL KILIRIERTITE SN
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DK R T A & R B THRNBTR

PP EE R ARG, 43 ppm AH3EIRIE B X B 48 IR 6 49481, BE

ERNMBENRE, XMEEESHE, WANEMMEMENLERRRETHE.

LEEFE 165ChE, FIA~YE 29 ppm LF—RILKEE, HEN LTA ZHEFEPN
AR ESR[P@EAD], 7 22 ppm LHRETTHBEAFRTIRMVHEYH, BHRE
FHEREYHEAERN, -12 ppm RE{FEPBITEHOARLE, KX
EE EATUEN, FOAEERESEHYH LTA 84T/, X5 XRD i&EEF)
ML RRE—BN. HEEARE 180°CH, PHikE H-12 ppm AbAIFEIRE R B 25

5, WY EERY &R ORIMHE. XHPARENERS S FRNBUEZZEXE
EMER, BREFONTERSE, REBBOPENT FHTR. SERBRULEE,
P E7E 36 ppm M 15 ppm AbF LIRIE, 43BN 2T 95 & 52 0P O DU AC A7 S8 A0 AL AL
.

-31

1
i 230°C

WJ\‘ 215C
A 205°C
E74N

/ 195°C

'
/' ]

=21 : : 180°C
N

130°C

ppm

B 3.5 REEMET &L 60 5658 B=MA *'P MAS NMR ¥, FHRY
Al,05:3P,05:3Morp:0.4HF:40[bmim]Br
Fig3.5 P MAS NMR spectra of the products synthesized at different temperatures



REBTREFLLART

3SAHTARBETARABE Y P MASNMR &, MitE ERITATE
B, HRLEEN 130CH, FYRE-15ppm LF—REMNBELKRE, HBIEE
FRBRET B e E R PR g, RLBEIRAZE 150CH, -21 ppm
RE—BREMBRILRE, WNT LTA BRPIRANBE, HERENRE, XME
FREH AR, AREABTROBNYS. LELEEN 195°CR, #-24 ppm &
AT —AEENEE, £4XRBETHRNBREHNPERBZENHY. MEEE
BT GUBRH7YI7E-36 ppm LLKFLHRIER]IH/E AIPO, B EE P U E & 52
[P(4AD)].

3.3 BRLE BRI

e AEL

A.‘ : 100 46
80 434
‘“ 60 54
‘\ ‘ h 40 44

20 44
M

Intensity/a.u.

20 30 0 50
2Theta(degrees)

3.6 195CTFARGWLE B TREM=MH XRD #H, FHHAHRY
ALO;3:3P,05:3Morp:0.4HF:40[bmim)Br
Fig.3.6 XRD patterns of the products synthesized with different time
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PRI RS T AT SRR TRMBIR

& 3.6 4 T ZE[Bmim]Br  195°C &4 T AR & 4L 18] Fr 18 2 7= 4 i) XRD % & o
ALEY, ARAHEEER (RARENF 20 24) , EHAEERS. ELKEL
B2 40 400, BRFHIT AFI EHNLTF, BRESL BEMNBIE. 45
KERE, SFHOEREZRIER. SEERRKMUHE, 100 S8, ZHbHR
T AEL & &4, BRI EEIK: SWFEN 120 44087, AEL £i4805F
FEATST IR A EER, FH7E 240 4hHT AFT SHHTHIE TSR &, BEIMF=Y haiE
AEL &15F 1.

R BIRF TUREMN, E4FRETIETREHRMR LI, bE Rk
REEK, XHERBEESAMHBERNZE LERENERL, BERRHZLEREN
A BEFN—ANESIERRNARNENLKER, REELRIFHE
EREE. £2FHOKAGRPFERDXBEMNE LR, FINEER A BYTRHH
MR, BEERUHREMNEK, ARYTFHLENMA sodalite 2105 R, MEAK#RE
F% AIPO,-18 HIRH%, Huang £ NN ST BPEZH—A AIPO,-S tIid A, #
LR AT 72 PRI, AIPOs-S 2 SN AIPO-18 5 F .

1848 Davis" AHIBTFT, €45 AIPO.-5 F1 AIPO,-11 75 N I BEBRAE 2 F I I B 4241
WIREHRENNEEEEREWL. BT AIPO-S WEEFER N 17.3, MTF AlPO-11
ZHINBRFE (FD=19.1) , ELEFH AFl £HH AIPO,-5 B LB EMEF T AEL
21 AIPO-11 M ERBEE. BB LEAMRLERRNINY, EERARKSLLEP
FE—NNAF]I 1 AEL £ RHTE, BEERANENEK, AE+xH
FLIEH AIPO,-5 #F I B ¥ L & 0+ U FLE R AIPOL-11 2 FH.

MERPATUBM, RILETEN 60 440t 78 B4 AFl £ 4 T, ABHER
B, @R EEKSSEE VO EERNTE IR &E, RURRE
HENYHERERE. BT KENLRBITAAEZEL YA RN, SR
EETE 60 ehnt, FYEHELREZEN, TRP=YZ b ETHR.



KEBTRERL AT

L 1 1 1 1 1 1 1 1 1 )
120 100 80 60 40 20 0 20 -40 -60 -80

ppm

B3.7 195CTARSLHETERMAYE “AIMAS NMR #E, FREHLN
Al,03:3P205:3Morp:0.4HF:40[bmim]Br
Fig.7 2’Al MAS NMR spectra of the products synthesized with different time

B 3.7 4T AR RAE B TEEIF=4H “AIMAS NMR #E. A4 H 1
B A1 20 - 84et, F=YI7E 44 ppm H—RESHILIRER-10 ppm AR ILIRE, EAIA
3 5VA R 5 B 3R DAL AL SR AT RE FE /N BC AL B A i o, ARIESEBE VT AT R LI A T
EHE, X5 XRD EE LRENERR BN, BE RN EMEK, -10 ppm LHH
RIERERT, RUFYPEER L ERED, 44 ppm FILIRE FRHH 4 HEER
RISER, AR RT NEANERBAIGP) S BEK, HHME 12 ppm SHRT M
AR, BRABRPARMNE, EXZROFHTEATR TARETHAND
FYNERT, FTULRMKEN R ERSBNRM5IRN. 8 EMMTT B2,
R RMEK AT UEARL M T B BRROENB TR, RS TFRHERE.
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PKIAEE B T U & RBHE S TR BT

100 4354

80 4r44

40 74
20 4344
| 1 1 i N 1 J
40 20 0 -20 -40 -60 -80

B 3.8 195CHFE R ETRRMNMI *'P MAS NMR #B, FRHEWLY
Al,03:3P,05:3Morp:0.4HF:40[bmim)Br
Fig.3.8 *'P MAS NMR spectra of the products synthesized with different time

B 3.8 4T AREWE R T B 248 *'P MASNMR 8. NiEEFTTUEY,
BRI 20 600t, =Yl E b REE-15 ppm AE—BREMLRE, k@ BHRNT
SEFC R BB R BB P A T e . SE K AL IR I 40 24, Pk EI7E-29 ppm,
-24 ppm F0-15 ppm AL FLIRME, 5517 A B R NE AR ER[PEAD), BHEEHT
SRBEENPNTE BB RS DB, -15 ppm A AILIRIE 1R
HRAFVTEEHR S BENRIK, SETKALHREN, KESTEHKR, HHE~H+
MBI REEEANT 3 THEERP.
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KER T REF LA

3.4 BEFRASHANAENYNEHHTM

Intensity/a.u.

B

A i

20 30
2Theta(degrees)

39 F195CTF R 60 e RFEEFHik+ A =9 XRD A (A [emim]Br,B
[bmim]Br)- , FE¥tLA Al03:3P,05:3Morp:0.4HF:40[emim]Br(A)a% 40[bmim]Br(B)
Fig.3.9 XRD patterns of the products synthesized using different ionic liquids

BHERNYFHZ AR S FRAEGRENZEXEENEW, RRBEA
REYVIRERMEH LB —EREN. BAHRERS THROLES, BHERANMER
BEWMFYMERNEH, ERXMEWARTINAR. BEEFAERYFRHNILRE
H, BTHEHENARLSNBREATYNEHTEEERLH, IRENE TFHRAGERT
BRMER, BRI TEHUSANNERY. HRERRAMELNEFR, HRMER
KREEFHETERAFFR=VEMARMENES LATUHAEFRESRSEFA
F—EMEHFRER. AREERLETANIRABEFRARS THREYMNER. B 3.9
ST SWEER 195°CHE, BERL: G HERK: 7 77 B4R 20 FURE: B T B /R LK 6:3:2:0.4:40,
BAL 2 M AT ERARNE TR R P A4 RFTE =M XRD #E. MiEE Ll
FF, Zlemim]Br EFRAFBEN=YWHAE AEL HRIPEHE AIPO,-11 HFF,
7E[bmim]Br B FRARBEINEYREE AF HHEHE AIPO-S5 2+ FiE. BITAR
RERBTHEETRES TARNYA, TERFEXRENEYELRAERBIEIE
BAEHTFEAARHN S TIREMMER. Z—ERTUE—ERE LITHE FRAE
RS FHRIBPHLAFEEHIAER. W, BFRERETHRE, XHANKGF
EZHE, B AR, BESYAERBLHEZHEMY), XEETREEWS FRNUE

L 'l
10 40 50
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PRI TR IAPE B RS FIHRBIR

FRBMTE, NTTH REFPR G E—EREW. ERNFLRF, % [bmim]Br
AZREBTH.

36 =31

[emim]Br

—
(5]

2 [bmim]Br

«

L 1 | | 1 1 1 [} 1 1 ) [ - 1 | 1 i 1 J
120100 80 60 40 20 O -20 40 60 80 40 20 O 20 40 -60 -80
ppm ppm
E3.10 ZE19SCTRU60SHHTRBETHE M3.11 % 195CTFRL 60 SN ARET
= Al MAS NMR WAKR = HIE0) °'P MAS NMR
Fig.3.10 ?’Al MAS NMR spectra of the Fig.3.11 *'P MAS NMR spectra of the

products synthesized using different ionic liquid  products synthesized using different ionic liquid

HTHAFHENE GRS PERRNEETR, 2XNFEEYHTT YAIMAS
NMR 71 *'P MAS NMR B4 BERAE, B 3.10 & 3.11. ) Al MAS NMR # B+
A LLF i #E[emim]Br & B FI) AIPO,-11 4 FIHZE 36 ppm B —iEItiREE, MNT
AIPO4 BB R T KB F R E[AIEP)], 12 ppm 0B —RERSEMILRE, TTHER
BATEARAMAES., Tk bmim]Br P4 KB 2K AIPO.-5 4 FF7 37 ppm L&F
—iRFLIRIE, XN T AIPO, B4R+ U 4 HF4REE[AI4P)]), T 12 ppm AL3RE AN T
R3EdRiE MIx B 5B 48 ARG, BRIb24h, ZE/8TF-10 ppm iR —MEEHH
R AILIRE, XAMET LUAR AARMAHES, X THOERMAEYRH LS T
RAFHTPRRAEAE S FLRERME RN, FdERLRS, b FREMNERT R,
TERS FHEAZFHHTED, B, ARMKEDHETERBRSENERMIR
1, ZE R MBI A BT R RBR R 51 & B0 AIPO.-5 B VAl MAS NMR i B s
HIL T R,

MY >'P MAS NMR it B chaf LLE H, AIPO,-11 4+ FiFZE-31 ppm bF —BILiR
&, METF AIPO, B P NHE AN B RPEAD], BINEAN P. T AIPOS5 4+ FIR T
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KEBTREFFLFRT

#£-29 ppm ZHH A RILIRIEXT B F DUACALE P 5b, 7E-24 ppm BN BER B HIH R K
fE-16 ppm RLHANFHILIREE . BId X B SCBRRT 40, -24 ppm REAY /R R A GH AR S 0B
R3lEH, THARNRREMTESRBBENHES, -16 ppm AKITIEIRE— BRI
BT T MR B Bk R i B e AL

[bmim]Br:AlLO; * AEL
A

AFI
60:1 * LTA

Intensity/a.u.

1 PR | L L

20 30 50
2Theta(degrees)

B 3.12 195CF &{k 60 24 AR B T A BB ™YK XRD
A, HAiEERH S AlLOs:3P,0s:3Morp:0.4HF:x[bmim]Br
Fig.3.12 XRD patterns of the products synthesized using different
ratio of [bmim]Br:Al,0;

BFREYHENFA-YNEHNERTEEYW (H3.12) . BONESRIRE,
%4 [bmim]Br/ALOy=20:1 fif, BEITELMLTA RS FH (FLR4.1AX41A, BEF
BR129T) , BREXBHRNNERN, FHPEELENE Y. BERNAR
PEFBEMNMEE, FYUPEHHIAT AFI EWKN2FiF (BN 13AXT13A, B
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PRI B 7 D & RS T IR

WER 17.3T) . H[bmim]Br/Al,0=40:1 F7R 2| T AiHHH) AF1 M5 F%, LTA 25
FREBESRREFABIEMART. MEBFHRHESREMKE 50:1 B, BRT
ZHWEMBER AEL M2 7 (LN 40AX6.5A, BREER 19.1T) . A
B4R AFI £ FRERD, BFRNELABHE—MENTLRRA, Bid—
AMRENSHIMAAE (AEL K LTA) , HAIRLEFRVARRLON, ZHELER
e BFEFHREAESFRERIBRNAUERERNER, CAFEHUIAEM,
FURAENSRLEMNRZS FREABBARANEHREREW, BRMHE, BF
BAEHNERAZ OHEERASESEER, #MERANES> FRDEUIBREL
Fe g,

i

' [bmim]Br:Al,O3
L\ 12 60:1
f
L}
1
]

50:1

L 1 1 ] ] L 1 1

- | 1 ]
120 100 80 60 40 20 0 20 40 60 -80
PPmM

B3.13 195CF ik 60 4 6iE A F B FHUH BB 27 Wi Al MAS NMR #
, HAbREIRRL K AlLO5:3P;05:3Morp:0.4HF:x[bmim]Br
Fig.3.13  ¥AI MAS NMR spectra of the products synthesized using different ratio
of [bmim]Br:Al,O3




KREETKEFLFARI

3134 TARBETFHRAEBE=YH YAIMAS NMR # 8, \E+TTLUEH,
¥4[bmim]Br:AL0;=20:1 &, #£E L7 29 ppm &% —i&$EIRIE, M XRD & EAT &N
S04 LTA 483, B REOUERAT 5000k d LTA SR RPNRMMEE. Fi, &
-12 ppm LHFFRIREHER, RAEYPEAF—EEARUNEEREDFH. 4
[bmim]Br:AL,O5=30:1 B, 36 ppm &M T —/MRAVILRIE, XNMETLURRBRAEESD
WUARCAIEI4S, 12 ppm AR —PAEMFILIRIE, RTLUK b )S /B0 &4+ ARSI EE.
4[bmim]Br:ALOs Sk4E3# KT, F=#7E 36 ppm 1 12 ppm & HILRE, HFHBR
AIPO, B 22+ I i 44 B ZR4B [AI(4P) | FB 42 7 AL RS AL 481384,

[bmim]Br:Al,Os
60:1

B 3.14 195CF &4k 60 S hrt RER THUH BB EI=460 °'P MAS NMR
A, HibFEREES Al05:3P,05:3Morp:0.4HF:x{bmim]Br
Fig.3.14 'P MAS NMR spectra of the products synthesized using different
ratio of [bmim]Br:Al,03

B 314 48T ARBEFRARBI-ME >'P MAS NMR 8, i % & LA
RO, MEEFHEMAERORR, =9 *'P MAS NMR EEEHEFE K. 4
[bmim]Br:ALO;=20:1 &}, & RZE-21 ppm ALFHRILIRIE, HALMERE N FREH
5 RSB AR, R B AN B R TIE T B EN T BB ME, &
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BRI B T A RS TR

B3R A HEA9-30 ppm ZE K, XY FELTA RS THRERLENDRAEHE
K, REFHREMERETRPABERSH. H[bmim]Br:ALOs=30:1 &, ZE-24 ppm ZE-29
ppm LI T BEMFIRE, ENTLHERIERENPERBVBREHBEM
AIPO, B 520 T {4 )& 48 P[P(4AD)], EPPUEALA P. ZE[bmim]Br:ALO:=40:1 B, AT
AT LURBE-21 ppm AL HIFLIRIESE S K, A A B 2R IYACHL P HFRILIRIEZE-29 ppm 83
k. Bid LB BATAT AR IE-21 ppm R EBELE A AR LTA SR, S4B FlGk
MABZENHEKRE, =Y RZE-31 ppm bFE—FLiwiE, XTRTF AIPO, FE24 MU M &
48 P[P(4AD)].

3.5 JE$P/Al BYENE.

ENTFHREBFTRBERBHEAHLENELSN P TFROER=REEYW. EKH
& AF] BERRSR 2 F i, [REL P/AL LBl R A & B Y 4 M M AEL MR,
HHE— BT 1-1.7 B GE AR, B AIPO.-5 4TIt RELZE PAD] MER T4
B, #—PHARM, TENOLHLSEREBFERRRBERS> FRES, KR pHE
SENMEEEE, NTEWEDNELABLF=YNEH. EEFRAERS THRER
h, —REERLMBE, DREMNPAIKD. ERMNFTZENEFASH AIPO,-S
£4TF, BR (B FER (MRAERS) MEANREFYEUHEREEFAR
__.ﬂo :
(1) HRENFRXN S FREWKER
HERTFEREAE -, B ETVHRAESRERTHIMARES P/AL A1
RAEEXNMERTRRESNZZWMAHNUBEEEKRDERERN pH EEE K,
EMRERFMATKZERER TIEH CGRFIE) . BFWARBRIRAEE 15%8
K, MKEBFRAERERPHEYHRUBHZEXEENER, Bk, SRARTH
MENENEZMEL HHEEK, XHRILKASREEMERNER. SEEHEHKR
SRR, WAL AIPO, Bk A Bl K B MR R P WP #T". Jhung &)
AH HoSO, VA RAK R R pH (H, R pH 7 3-10 Z [0 & B RI4AEE AF] £
WaFiE, FORReXDS, HBERSBUITENS pH BRI TEA. EERER
FHRABBRPEAEIRNZE.

LIS B TARBMMA RN A=Y XRD B. dTFHRTSHFRENK,
MAOBKEIBIABREAKMERFAF AR FROKLER, BN, MABEBRENR
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KEETAFHEEALI

BRFMEHNEERIEF K. ABTTW, % PA=LS: B, BEHMTEERAR,
TSI LE S 5:1 BN AT B FILHAN AEL SHI05Fi%, EZ7E P/AI=10 R RA513 3

o AEL

P:Al s AFI
x LTA

Intensity/a.u.

J R
10 20 30 40 50
2Theta(degrees)
3.15 195°CF &4k 60 M IMAA FIRBRERF=P XRD #EAE, X
fb AT L B AL O3:xP,0s5:3Morp:0.4HF:40[bmim]Br
Fig.3.15 XRD patterns of the products synthesized using different amount of
phosphoric acid

ZGEERITN AEL £ 5T, XKW, EETFARAERPEELKBESRPER
£ P/Al. £ P/AI=3:1 B AT LAB 2B|4ARA AFI KIS T8, LELLEDTF I, 7~
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KM B TR & BB a2 T IR

YhEH LTA S48, MYLEKXT 3w, =PRSS EH AEL £H), & P/AI>4
W83 T SiAE 6 AEL ZEH2F15.

P:Al

B 3.16 195CTF L 60 R MATERREAH=PH 7Al MAS NMR # A,
HALERIR A AlOs:xP,05:3Morp:0.4HF:40[bmim]Br
Fig.3.16 Al MAS NMR spectra of the products synthesized using different amount of
phosphoric acid

3.16 4 T RRIBM BB Y AIMAS NMR #E. ¥ P/AI=1.5:1 i, BF|
WA R F=YZ-10 ppm A —EtIRiE, HE HIERLARAIHIE, 46 ppm bE—FH
Stimid, REXETEE A FRNEMKE. - P/Al, KIL 46 ppm AL [ H % 0k
B, XRAFREMPENABLEFRERETEL. X4 PAF2:1 B, 33 ppm IR
BtiRiE, 25 ppm LF—BHHE, XHHETEEREMPHNRAME, %4 XRD
R A EAHIEEITTE, AIPO,-S 1 A S TR REHNSE T ENIN B LN LA



KEHT REMEZFMRT

SERENAHERRHRERY. -12 ppm LHRAFHIREHBIARMLNE. BEE
BERRA BN, 12 ppm HE—AFHSHILRE, & REN TR ARMKE, 36 ppm
AL IRE 98 A AIPO, B 22 DU 4/ & 28 P[P(4Al)].

1.5:1

ppm

B3.17 195CTF &1L 60 AR MATFHR BB *'P MAS NMR i
B, HAtFEEEC S AlOy:xP,05:3Morp:0.4HF:40[bmim)Br
Fig.3.17 *'P MAS NMR spectra of the products synthesized using different amount
of phosphoric acid

3174 T ARHBERIZYH *'P MAS NMR i£E. X P/AI=1.5:1 B, =4
R ZE-15 ppm LI — D EMB R RE, XMIEE—BIERE LT E L BRE
FHIBE. & P/AI=2:] B, P E 21 ppm AF 3Bt IRE, XNT LTA FR 48
MK F 42 [P(4AD]. -23 ppm B —55R &, REFHJASTHRILESEN, THR
ABRENDP SRR ELNBE. MERREMNIEM, 21 ppm LRILREEIESS, 29
ppm HIFLIREZFHTIGR, 24 P/AI=3:1 B, -21 ppm LERISLIRIEH &, T LA ALY 454
FREEREH LTA EHSTFiE. X PAI>4: 1K, EEBRB/, -3 ppnbF—R
iR, 44 XRD AI40, MCATBEIKFYATTAN AEL S5 FIF.

~ 4] -



KM BT BUA A BB R 2T R

(2) RABHBEENARNIFHEHNNEZR

B 318 4l TARRARESERAYH XRD £/, MNEFRIMTUES, X
PAI=1 B, REEBREER=Y. RESTEENEREROMNEMRERITEEL
SETEH AFL 15 Tt EREROEZET, 2 P/AIS1 HIEA TR E AFT 41
£, ERENMNERERBRANR, % P/AI=38, FEFYNERERA.

P:Al
I S 33

Intensity/a.u.

L&gl

A A N | 3:1

3:0.5

10 20 30 40 ’ 50
2Theta(degrees)

3.18  195CTF @tk 60 2+ HE R REEREE 2™ 4H XRD HHE,
JE R AR H 8 xA1,03:3P205:3Morp:0.4HF :40[bmim]Br
Fig.3.18 XRD patterns of the products synthesized using different
amount of aluminium isopropoxide

MESTLEY, HEERREEHNETN RSB RnmEE BN ERIAY P/Al
RMLLER, PR PAI LEZKERER. EdHABHERIEN, R PAl=
3:1 B A BB R AEM AIPO,-5; ¥4 P/A3:1 B2 B AIPO,-11 Z&AH, HBEELLEN
WK, BEFYRE AIPO-11 #FF: HP/AI3:1 &I LTA S8R &EE. 4E
ERENEETRRAMAAREENERAT P/AI HILER, =YSAARHEE P/Al L
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KEBT REGHHLR Y

EMRUTHRE. NERERKE, PAl LETHRRITEHIHT AIPO,-S LH4HTF
FEHIER. KR P/AL LB B BINRLL A Al FIARE Al MEE, NTREBIIT
RRHF=Y, TR P/AI EBIE R, SR AR S B MBI AE pH (R T AR
FEAKEHER, NTAFITF AIPO-5 4 F .

3.6 HFESRYEMD

Intensity/a.u.

X ® 0
1 A A A 1 2 [ N
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B 3.19 195°CTF &k 60 & AR E HF B8 B 5|74 XRD &M,
FEHBLHh ALO;:3P,05:3Morp:xHF:40[bmim]Br
Fig.3.19 XRD patterns of the products synthesized using different amount of
hydrofluoric acid
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34 HF:AL,0;>0.4:1 B, =418 XRD B L B AIPO,-11 #4484, R =Y +FCRE
T AIPO,-11 7@, 3 EHBEE HF BRI, PP AIPO,-11 SEMIN. WRERSP
AN HF, WER R A RS AIPOs-11 4 Ff, HRHEHAERK. X4 HF:ALO;<0.4:1
w, F=YPH LTA £H7 &M, 3 A %583 HF:ALO;=0.8:1 K, ¥ RE LTA &
¥aFis.
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AN BEFRANBEEREFHENER. BFRERKMER EHRRENRLZEX

(BT, B8), BAXNMDRELERN—EH G HF MERATRENS, %
TR 1,3-dimethylimidazolium BF. ZEXFHRTBMIHEEFRNEHSERERT, B
FTFBE))\TTHPILE CHA 4H. DHRELIAZE AR CLO L3k GaPO, 2> FIHHT
RI, CLO &# GaPO, A FIHRMESHRAETHARRPABL X, MERENE
BHTERASERETH, BIMHAAHEN GaPO,-LTA 5 Fif.

FERES FREKMERP, FEREPBEEREE 2 HME PR 11 AlFs, bEE
ST, PR AIFs B 5 KR, BRI BYHAEWHERS TR BROMEN
EEFRAERS FRAES, HF HMABBTEFNBHRARTE FHRES, FHiE
BT 4L Al-O-P B RBITER BEE A R P HF BHM N, BBERERS FRENE,
PFs Ml AlFs KEX S B4, ARTSEMEN THEEEHNBEDFIRENK, £
BEZ &%, MEEBFENENEEEFINAREE, ARPRTLLEHRHAFTELAL
2K LTA F0 AF1 2+ 7. X FRERN, 2 7REREEHNESEZRSZE, %«
EREFHRBETRREE ML AIPO,-11 H4Fif.

B 3.20 4 T AR HF BB BB 7AIMASNMR E8, 44 RERTRE
# HF Bet, Y@+ 36 ppm LB —RHMRE, ST AIPO, B R T NEHEN &
44R[AI@P)], REFYPREEHRKEMNETREN, BLR-10 ppm L7 —FBE KL
%, RARMEMNILRE, FTEELEMEHWPHERE AR Al #13tHRi2. 12 ppm
AR 55— DR N RAL A, T KT IUACALAY4EMIFr Y IR AT BE 2 2 F 9% P #RAR
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B 320 195CTF &1L 60 Hm MARF HF MEBEYH “AIMAS NMR
&, FE R ALO;:3P,05:3Morp:xHF:40[bmim]Br
Fig.3.20 AIMAS NMR spectra of the products synthesized using different
amount of hydrofluoric acid

ABEEHEN. FEME HF BMA, 7=4-10 ppm KSRGS IR BRRSS, W™
PIPARMEYHEENEE, X5 XRD BHE-YERENRFAENN. HF AR
aegeic, M) 12 ppm ALRIHESIEIRA B B A, 88 FEAB RS Al REMEER,
FrEyERh ARANSHAN AR K. U HFALO>08:1 B, EYPFNEE LTAA
HST0%, XEBRAETFAUGERT WHGNER, TATRHERSRMKNEA.
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B 321 195CT @4k 60 SEhE MATF HF BB *'P MAS
NMR &M, FRIE L% Aly03:3P,05:3Morp:xHF:40[bmim]Br
Fig.3.21 3P MAS NMR spectra of the products synthesized using different

amount of hydrofluoric acid

3.21 41 T AR HF AR B EPH *'P MAS NMR . 4R NAERFARMA
HF &, Fi8r=47E-10 ppm F-16 ppm A FH N RMILRE, L4 TMATIEEHERE
AEERCBEDR, EETHFHMEEAEY P ST UERERRN L E B .
-31 ppm RF—553tiRiE, TTHEA AIPO, B R+ MEARER[P@EAD]. BEE HF BH
WA, TEEREDFHSERERE, X5 7AIMASNMR FiBHN4ERR—B0. K22
ppm AL HIR KR ERTHE A B REW P ERBEENTE, -31 ppm AAEILIREITE b
AIPO, B 42PN & KB 2 [P(4AD)]. 24 HF:ALO;>0.8:1 B, P41 {XE-21 ppm &R
—iREIFEIRE, WIH/EN LTA 4 AIPO, B2 INE &R T 42[P4Al)], XTF LTA
R ELMERN .
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322 195CT &Rt 60 4340t/ [ G mka tn A\ B 18 2|74 XRD %
A, REACLL AlO3:3P,05:xMorp:0.4HF:40[bmim]Br
Fig.3.22 XRD patterns of the products synthesized using different amount
of morpholine
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B, ETH, —ZK%) TLE— TR E R BE AIPO.-5 M4 Fi. LR RIEH
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A LLA B BN FAME NN FLAE KH AIPO.-5 £ Fif. B 3.22 A T ARGAE
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MEFEARN, FEABMETRITY, EARAM AIPO-S HARS, WHEwKE b
E+S%HTEENES METLUEH, %4 Morp:ALO>4:1 BB B R AN LTA 41
AFH: X Morp:ALOy<3:1 /8B R 44 AEL &HIM4 T, 3 BLREE QuEm &1y
Wb, BIWHFREQEENEIE. BIELTA, AFl, AEL &4 FHEBITROMN
B A MA IR R A58 3 AEL S84 FRT LS, BHEES FRIEFH
ARBRTRAE A SEER. NATERITRA0E S FBA S T UM SRR
SHAFREER, FLl, TLHANETREEAERALRES FROETAER
SRR TEMSHER (WE 323 FiR) , REXRPDERED.
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123 ATFHERIBT LT EER
Fig.3.23 Schematic illustration of the structure-directing effect in the
ionothermal synthesis

R 31 EHTAAGHMEENEFHRAN 'HNMR RIERE. HWAUEHHER
LA DMSO AW EZHRARBEIN . WRPAILIES, 208 FHED N GHER
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B, HF HQMmWBE HOM HE)RmHWBENHE. bT HQMRERSE, X
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R31 FRGHMEROEFHRED HNMR RSB
Table 3.1 'H NMR spectral data for [bmim]Br containing different amount

of morpholine

E2T HQ2) H@) HO)

H(6)

H(10)

H(7)

H(8)

H(9)

[bmim]Br 9.743 8.083 7.986

4.127

3.841

1.451

0.792

0.359

15g[bmim]Br+100uLMorp. 9.746 8.085 7.986

4.130

3.843

1.458

0.802

0.369

15g[bmim]Br+250uLMorp 9.718 8.070 7.969

4.133

3.843

1.467

0.817

0.384

o
_""""F—_"_"""F—"—"""

fav)
j= N—
&

ppm

324 TR HERHA BB TR K 'HNMR #E
Fig.3.24 'H NMR spectra of [bmim]Br containing different amount of morpholine

(a:[bmim]Br;b:[bmim]Br+100uL Morp;c:{bmim]Br+250uL Morp)

ERZ5OHM LM O BN RFRALREA, EHORTFZEREEMIH,
BENBR&S. BEGHMENEN, HORESBHINENAE, XTHRETH
SaHm R £ S RERERNZ @RI RN AHARED, R ETRAKMIST £
H=ARTIEBHBRET RS, RRVXHYRRE FREZ ARET 28,
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ERERTUE—EEE LEBRENEEE TASERAS TROSBERFRERNE
HWEHEM. SRS TFRERBRTMATIES, BFRERSHENRZEARRTE
SBERER MIRNEREATREFTIENEFRES>FEA MR TEXKES
TEH, X FERBAME S FEHWER T AIPO,-S AHMFLEAR LR R ATS,
MR FAREENENEFREREREGHFERIARE KN AIPOL-5 4 T4,
Ritbz b, ERNERERTRBIEFRERTNERYMZ MFENEMIER, @
ERXMIEREARETBFRENSHRAER. 55 FERBEFREZ X
MEREATREMIBFRATSHMOATHOOMELR, nEFRANRAER
SHABY TEHSE0YY), ERIXEHEHE TREHI) FHYEFRARLLE,
FERERMTENEUBEFHT AIPO.-S 4 TR,

AT~ P RAENRES TS RIRPHRERKER, MEpiTE—5ns
WREXEEN. B 3.254H TEFH[bmim]Br, & HLIESEERHFTE 2 F 57 o B 4
BCNMR 8. B FHk[bmim]Br '3C NMR i Bzt BATH S 2M T 68: 139.7,
126.1 #1123.9 ppm AL ()& 43 FI 3 B F BKMEER_E =BT, 51.2,34.8,22.9 71 16.3 ppm
A 2 RIS R T T R EAE EAIDIANER, 39.3 ppm AbRYEEMIN B F B _ERBREF.
AR 2C NMR B 5, 67.7 ppm ALEOBEX N T 58 R FHIE K T F 5, 46.2 ppm
SRR T 5 RUR FAREME PERK. WE 325 PATLIEH, AEL, AFI RLTA 4
IS FIRBAFEAUNAS, ERIERFHNAERK, K2 124 ppm A 135 ppm 4
A 3{RIE, 5[bmim]Br A °C NMR & EIAEX B, TTH3 08 b B T4 mK W ER b o
BTFHILIRIE, Hrh AIPO,-5 I f& C NMR i B )18 55 7 T o0k e i 18] o 0 3E 3
HHIILECR X R, X0 LHER Y5 F R fLE R & A [bmim]Br. EEMEEFR
& 5 X 5178 3k 55 SRS EE AR X R A2 . {8 R 7E LTA %5 #9690 F 75 B & °C NMR
HET, BATTLEEEES RSO N KRS, XL LTA &i0802
FHPHEAE KRBV GHERE, X5 LTA £HM5 FREEAIESBANRANGRSD
ARE—HH, B LTA EERANBEHBLER, HALTEEHTEEANES
RIEFAY, ALK H[bmim)Br MGHM ., I & HRE TR TN SR EHER
. LTA &R M o BZAET/\THEZERY, ELPLZEEH—MRKERN
11.40A 13 p &1, AFI ZHMTLER % 7.3AX7.3A, T AEL &M FROAER T
% 40AX6.58. LTA RKMELHUTRER BN FRIBBEUNEEAREREE
PR, XRAFVEHEATRIETRETHS, ZHUE LTA EHTIEHEREN
[bmim]Br MIGERKIRE ., BEHRRY, ERERMEVEELET AL E AIPO-S
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1 AIPO,-11 IBAT=YHIE 4 '*C NMR i B b (e 5 AL 06 s 44 AIPO,-S M #EH &
ML, BIERERT, W RARNE PN S22 FLiE P §)[bmim]Br f4&
MR HUER B&.
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3.25 [bmim]Br, BHEMKEIME & 1°C TP A E 4 °C MAS NMR it B
Fig.3.25 Solution *C NMR spectra of [bmim]Br; morpholine and solid-state
13C NMR spectra of the products of the synthesized using morpholine
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B3.26 195°CTF &4k 60 2-4hr A Gk fn A\ BB EIF=4)8 Al MAS NMR
HE, FEEH AlLO;s:3P,0sxMorp:0.4HF:40[bmim]Br
Fig.3.26 “Al MAS NMR spectra of the products synthesized using different
amount of morpholine

% 3.26 11 T 7SI HEmK & B 78 2= Y069 A MAS NMR % B . A B - 7T LA 4,
% Morp:ALO;=1:1 B, 7 36 ppm &&H —3&3tHKiE, XM TF AIPO, B4 I A B4
$R[AI4P)], 12 ppm RFH—FF3IRE, ATLLKHEIHE A EEFARMKE. R
EREEP, LEARMLH RFRAEHBRBIURERBNS FHE, FERERFNERES
BRI, BB EFEE T Al LERA MR EN TR, D — MR RaRM
TR, EETFHRERT RPN LR EHEREE—CBE LRPEA TR
HER. FEFAZRPETHEATR, TERBFITURAB=YOEES, Hik, 1
EUMENHBETARHRSENRMLSIEN, HHEOHWES MMM, X
Morp:Al,05=3:1 R B Z|LEARI AIPO4-5 23 F . HEE-12 ppm EAF N EEIEEFRS
iz, HEANRME. BF KT NEMNEYF LA TR T PR
KESERERMTIEN. 2 Morp:ALOs=4:1 i, 7E 29 ppm tH—REMEILIRE,
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MMTF LTA £ B R P NE AN BREAIGP), ENRETRSEEASHHFN
BRFAFFRETEX. -12 ppm AT ILIRIGIDE D ARALIES.

21

Morp:AL,Os

5:1

ppm
327 195CT &4k 60 536 A< F) G ERk fn A\ BB 27464 °'P MAS NMR i#
B, BFAEACLE AL 03:3P,05:xMorp:0.4HF:40[bmim]Br

Fig.3.27 *'P MAS NMR spectra of the products synthesized using different amount
of morpholine

& 3.27 &1 T AR A B AT B B *'P MAS NMR £/ . MiH
4N, % Morp:ALOs=1:1 B}, F=¥)R7E-31 ppm &F —3RHIIEIRIE, 3N TF AIPO, B
T AL T EPEAD®, 5 XRD EESRME LN AEL #E. BEEDHMEMN
FEEM, EEE-24 ppm LHR—ANFIE, AAREFRPEREELND. 49
HE R £ B — S RER, 4 RETAM LTA #AFR, 57~ 'P MASNMR
W AZE-21 ppm & F —SREFRESLIR G XS B, X AMEIEE N LTA S B P NE K
RE 3 [P(4AD)].
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3.8 4K AIPO~5 S FiFBIE AL

BEE SRR THES, SRORARFRERARFHRZ LREE K, Fi7ERH
BORM AN, REMNME TR, —&8 5T R TSN ELES R
HBHZ BRHR. FTUXN AKX S FREHRZEH BB ERE LR FN RS, IR
KU, ALY FRHZOEUNERTEARAGOFIAR, RSP THLED. BE
RMGE. RREREFBREERESTIORALMEHEY, AR, X2 TFHR
WAMER Gk TR P HEBBE Y, A THAEFH S REFE0NEL R
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BHATENHA. BIEETNIE, XTAFISHNAK S FRHEENRERS, XTE
REAEERIRTAFIGHA S B HAEL (AIPOs-11) ZHITATV (AIPOs-18) 4
. ZELLRTIRIE MR KL S RAFIE RN TS, YRR EMBEMAZETS
RAREI, TARIIERKNEFRS . BFRERTENSINDBKD T 50 A IR
THEHNAREZ, 20094 K R J4E chemical communications LHI— B X &, #B—WEL
RTHAEFRFERDE RS MEFMERES FIF (RFEAFISEH) , BREBTHA
BB —IKRIIA R KA TR, ZAHK>FROERTFRTHNRRZS,

R BN BAP I RINERNEES, RIS T X AIPO-5 AF .
& 3.28 & 3.29 5 B4 T AR &t R 8 27 ¥18) XRD B SEM E.

. o AEL
. [ ® a AF1
240 44
A. o ° L4
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328 AR &EALE EYE XRD i#E
Fig.3.28 XRD patterns of the products synthesized with the different time
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SEM B K BRI AA BRI M. LK AZE 60 240t, XRD 2R
BA AF1 44, SEM BR BERSTFHEMR BTSN ARMAN . ST
Bf AR, SEM A B/ NI M BZE /D R FMNIME IR0 FIRESIE S,
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mwrﬂmzo o T LR 240 4

329 RARKDBERRZEILH) SEM B R
Fig.3.29 SEM images of the zeolite size with the different time

B T ARG RO RULBERE 195C, SFMALEZILERR, IHEKRRK
AV N S22 A 9 B ) (R o R WA 6 A A R B AR AN () o S AR TASR, B
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B—g RTBREFLRUARENGEPH BB, EROGERPRR, 27
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Xt datk 60 BT B BN /NTRL S FIF#AT#— B %R, @it SEM M1 TEM B K
KRB, FATYRBTRZN 60 nm EENHK S FHARTR, L& 3.30.

B 330 Ak 60 HRBTE=Y AIPO,-5 f) SEM 1 TEM R K
Fig.3.30 SEM and TEM images of AIPO,-5 zeolite with the crystallization time of 60 min
A3 Ak 5 F 3T >'P MAS NMR, Al MAS NMR #1 '°C MAS NMR 4447, ifF
B T A 3607 7L R A7 [bmim]Br MG, X 5% M4 FRHAINERRANEE
A, EXERHFRA.
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