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AIPO,-5, AIPO-NS, iEfi##T, 3D-ED

$SzZ-24 & LCAMENAY) o ER0.73 nm D — KT
FFL (X1 (b)) 24 L, #ESEAARER (K1 (o) 12
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DI FIEZ RS p-= b T = Y5 T—K
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Fe4R b BBRZEVY o 4 13 Y4 Si AT AIPO,-5 B 4 12
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AIPO-NS & 1E 8 3 % A A O pH R 5 252
DEIMIZKRE L FG LTWD, AT O pHHI
AT 2B, <~ A 2 v S (MW )
V2 L AIPO-5 1 pH = 3-101C B W TH T
B2 ThH Y, Mook )T E RO pH KA
LCHET A X2 HEcE s 2> ichisks %,
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1. (a) TH A b OADAFIEE, (b) —RICHIFLER, B X O (c) AIPO,-5 45 DG BME S OB, AP0 R FLE
M TTIZO B T2 A, AlE PIT AR ERSIT 5. (a) OWFZERMNTHEANZ KT,

Crystal size / um

Yield / g+ L™

pH value of intial solution

2. MWL D pH = 4.0-7.0 GBI S 5 1D AIPO-S DR T4 . AL pH = 4.0 DA B A S5

72 AIPO4-5 D SEM 4.
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2. AIPO-NS DA

ik o pH B O F 257 B, AIPOs-5 B X O
AIPO-NS & BLIA I DWW Cfif il 2. AIPO4-S
HIE I TR 2 A B S BLE A (OSDA) & LT3k T
IV, AT VES T LAERRI LD ET LA D
b OB S R DY, A4 1E 3O triethylamine
(EuN) 2 A L, HAK SO K 12Rkd 5N 5
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7o, EGEEOM TS Y pH 2 /3.0 T THEEL
720 B, pH=25F T T T 5 & AIPOS I LI
¥, BEEMAPOSHEON S, KICCVEEILEL D
AR O pH AR % RCn <,

X3 (a) id pH = 3.0-6.9 D & WA % 190C, 5 H
BINE L T 5 N7z 508 O Cu-Ka B4 R X AR a1 47
(PXRD) /8 % — ¥ T 5”& pH & B i T 1
AIPO-S 3B 1, B KBE RO pH O FH & IEIC
AIPO-5 DFEFHEE D AR 53, M7 v 2y v
FRYEAS T C & i 72 7 BT SR 512 5 €
% b, TLTpH=69DFHBEW TIED VI
AIPO4-5 HIE O JUFHETH S L7z BB O M3
HETRZ2L00, ZOMKBEIMWEIZ X S
AIPOSS B E X EL R LD DT, FREBERD A
M (MW EE @ 1PN, CVEE T IRERIFRED) &
BRE T (MW 33 0 303) 234 o i IS BIER L T
Wb EHEL L, £ T, pH = 40D ERBEHRD

 ; 1 rE 1 1 1 1
(@ ¢ 190 °C, 5 days
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e <
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20/°

X3. (a) CVIEIZ L D pH = 3.0-6.9 A BGAT A 15 5 N5 L D Cu-Ka#PXRD /3% — ¥, pH = 3.0B L U690
8% — VI T IZIX AIPOL5 (¢ = 1.368 nm, ¢ = 0.8514 nm, P6ce), T7EAF 1712350 < AIPO-NS (5 5 b %a =
0.9413 nm, ¢ = 5.2286 nm) O JEHL & 2 Z 2R L7z (b)—-(d) pH = 4 & BETE D 5 1 5 L7z AIPO-NS D
2WE T SEMTL. () 1F (b) DR FEHIROIEKE, (d) EMEBL 15kVICL 218 TH 5. [(a) IdRef. 9D X %

%, Copyright: Elsevier.]
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190C IRIFIFM Z HICMEI LD &, HTHMT
AIPO-5IZTHR L, FBlas M ko I o & &
Bolze ZOWREOERET HMEE (SEM) HIZX3
G)-(DEH%Y, RAE30mMEE L W2
WRETHEDP RIS EBRT 21ZEOHNAMAMBIRD
FERDIEARYAL L e TWA I NG olze 2D
ZEmn, FAIZT OWYE % nano-sheet HiiE 2 A9
LT7IVIZT N YEEHE W) Z L TAIPONS &
w4 L7z ZOpH = 40D HISERAEHIT I HIZE
DK TpH=740857 IV /) PRI L, 20
il % V2 IEHERE L 72 IR T T AIPO,-5 12k b 1) AIPO-
NSHHEW T %0 %8B, Z OFBLE S AIPO-NS D1k
FRIBITRE TRl S .

PrHLRE E T B AIPO-NS O #5638 o ff B 13 2
DA 2 HRE S 5 L CTEETH Do AIPO-5 1T
22 HE Poce DAEERE 24 L, clill % [lfzi & L7z
6 [ BRE % #¢o. i, AIPO-NSIZIKI3 (d) 12
5N EH)ICZONE» LU L 6l frtk%
FoZ 2R EshsZedrs, VPS5 (VFD)—
AIPO,-8 (AET) ™' @ X 9 7 AIPO,-5 A5 3 M 5 7
L T AIPO-NS AR S 1 2 f5 dh i A2 % 3k 4 1
WfFE L7z L2 L, BiEo X ) IZPXRD 7 — % O
éﬁzﬁb‘i“( ITELDDOD, KHMYHEDPXRD 7 —

295 2 Z204E I3 E ORISR L B4 iR
*ﬁ(iz%%mfl,f% HOEE O BIVES S 725
FHIT7E 7 7 AVOIEA) L, K T o B
ELoTW,

(a)
Low dose electron beam — Low damage
e
Continuous crystal
Rotation <1lum

multiple ED patterns (200-500 images)

3. AIPO-NS D <L F 70— &R

AIPO-NS Off i, FRoRED H Y, Hik
Bl XRD R B REHTEER 217> THREDL (R
I TH o720 —F, EITIZ20104FEE D 5,
T I 2020 4FEEE 2 & MRS i DO RE RS R E & LT3
WIC 5 7 T [0 97 1 (3D-ED % 7214 microED™ & b
FREIEN %) 25 EH 2O TE 2. XD EMITI
Tz W R E R ORB AP LR N —T D
& 12 ADT, RED, cRED, serialRED 7 & & IR id 5 7
BRI L TH 52, 3D-ED/microED 13 HA
BNIZPER D & OB MBITEIC TS A, BT L
JE OB A XBOY A & N 10-10° 5K X
W ERD, BUMERTH o TH R EPTREE D
[FONLIENKRL VN THDH, SHTIEEBTE—
2O MRS i & 4] 5500 (R F- B (TEM) (2181
L HRT 1/500%%?) oo Y 8 o IR R 7 38
AR & v, CEoTEIIATANT —
T AHZ LT, !anIEI@ TR & R
WEETWD, ﬂﬂ% 13 77 1) 02 8 e P 0 1 s (5
FHIE £ 60° ) S 2ATS, FHIER GEH I 2-5 min)
THIBRHE RSy — v 0F— % v b 2UE
35 (4 ),

ED 3% 40 B (HR-) TEM BIZHIC B W TR O
Jitrgesd (B <) 728 B S O xtFx
M (2B OPEICAHMNT, L5 EEMA RO
s S hTws™, L LgbLz 8
T ERTFOMEEHBRENZ LK WL, ED

Reconstructed 3D reciprocal map

[X4. (a) 3D-EDMIEE B OB & (b) AIPO-NS TF— & WUEIZH W 725 i D > v B DIFF %38 L O, (o) WIE L7z

560D ED % #4

PR L TRz~ v 7 L),

(c):Ref.28 X V. Copyright 2024, Elsevier.]
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F— S L EREOBEEZ T D, DL EHEL
X, 7T v FEMICES S HPTREEZ KR D N D
BZTLEHIMEZTIERI T, TN, 3D-ED
AN D WL E T BIPIC & 2SR L, BRS
NHMEOMER LY Th o> T, —#IMITd
CEHEZRWTEENTE 2, LALRSRCKTIE,
3D-EDICL 2 EF T4 A EOLEHRILEMD
MBERELRESNL LR D e, BB
MM TRELCERSNDG LR, Th
&, EHRERAC SPARIEMETH - T, ML
oW E =2 (F b bk E i 5 EilRE) 1%
WZ DD, FidhH O F-ECH O P E I B
WCEMELRDLZEEERT 5, EKOEFTA +D
eSS D /1 TdH o 72 PXRD TIZ, [ XY 0 # 7%
D1V WA ZIERD Y, 1KLY — T
AT & 2 B OBUIBEHEE WV TH | 4 TR
727\ XF LC3D-ED Tld B+ ~%E nm 9 A
ZDFERD SEIMICE X REAFEEHEL 2 LT
&, BMGAMAHBEORIICEDLN L, 4D, 0
TENT S ABBE T ZWMEL TW5,
2T, REBKHEHEDLED N0 KR
B2 FHERNEZABTELI N0, MAEL
PO N T B OWFZEINE I b B35,
LD EExEE 2, AW TIE, 3D-ED %
PXRD, [EANMR B X U'SEM D% Tk & ol (<
VF T 0 — TREEIRNT & WA TV ) 12 7212
%, AIPO-NS Ok SR SERRHT 2 s 722 ¢

T, AENCEY, 'HB X 0°C MAS NMR &~
7 MU BIE, EeNBLXOKRGTFRZFENRLTRS
2k, OH ODKEMEVIEEIN TS Z LA
R E N (IEAK) o SDO0-H--0DKEMHE
12, 454 MEBNTIETE O XKIERE RO
IREEIE R LA 2 B I T H ot v 2 & 2 TR
%, 'PMASNMR 3 & 0"7Al 3QMAS NMR & X 7
NV S AR Y PRI Y —
Z73ETPOMIIFIEEN, T4 v T4 Thb
3D Y — 7 OFFAEATRIE S N 7ze VAL TR
WU FAHEAEH 2SS 5 729, 3QMAS#llE T
QIRTCARYZ MIVICHELIZE 25, 3200 AlO,fE
L 20D AOFEDFAEDTR B N7z,

PXRD/3% — v # HHWTHREM T LI E 2 5,
X3 (a) 1R L7224 T2 8Ah%a = 0.952 nm, ¢ = 5281 nm
¥ 72 2 AT AT A A o F 2T

RS (6)

R & 1% P63/m, P63, P6;22 70 522 RE DMl & L
TEPND, OHHEETVE/RDICES LD
720 MEMEUTEOYD T L 72 o 72 D BAEHT 2> HHLY
MLA72 L7 b3k D 3D-ED 75 5 722,

2023 4R\ PERRII R v & —ICRE S )
<7 )T VR M TS v b7 — 4GB
NEPP) |2C, 3D-EDH i Ta % Rigaku/JEOL# D
XtaLAB Synergy-ED ASE A S 7z, B TH 572
DIFONBED T — ¥ ORGEIEE <, WED» S i
R ECE120Y 7 by 27 ET—4%0BEIZAT
A, BAFOHR-TEMIZ X % F5 - AT 12 e~k
PEIFHEBEIZ BV AIPO-NS T3, %4400 nm, J5
F 100 nm 7 {iff D BCRAEH 12 (K4 (b)) 2° 5, 560
RO BRI EFREIEZNEL, ThoE23K
TCWET- 22 7 — Z IR O, 7Ty 7R
BERF U720 554 BOH % 28D 18553 416l o [l 3 i g
BIRLHZENTE(K4(c)) o WEER I 10 min
THo72H, FNTHsubum D HE 25D
HWETHLIL2E2LERFICHETHY, BF
MY A—=DIZE B F— 7 OHLIIMBLITE 513 L/
Eho Tz,

fENTCiX, FIRBMA T2 ST e =
0.9277 nm, ¢ = 5.138 nm, 2% [ #E 25 P6;22 & K % -
7zo EaR L72PXRD 2> 5 HAE D o 72l Rad ¢
L/NEL o TV BEA, ZIUE3D-ED Tld il ks
BIETNIZH B I LITRNT 5, SHELXIZ & % H
AT A S, FEAHE S IE 5 1) L2 2 4 i v
PHARICE ENHREETH - 72 (K5 . 1E
DEHRIZ235nm 12D RO, FHEMEEIL A0, & PO,
P THRLAIOD EATWT, HMFLI AR H Y
T B E5E 3, 4-,5-B8 & Wering I & YK S h T
Who MiEETNVIZBIT RPN R ALEPOM
S A oL, FhENSMLEIMETH D NMR
Lol —3 L7z, Mo [100] B X v lo10]
12 10-ring D FLAH 1 (K5 (a), (b)), [001] F I
M5z 5 6-ring DL (BU5 (c)) 1 10-ring D L & B
Mo TWT, BHITIDR—F AfiEE2E->Tw
LbIENREREHMTH D, TD10-ring TIE22OD
Al U THI AR 25 A L CTAIFO-AIRE & 2 TR L
F 7R L P-OHERAL T L T b0 HEEET
VH S AVPAEI 1.29 & HEE S, EDSHHHED 5
A ohz135 81335 L7

3D-ED % & (& E &AM E T (OSDA R W5 K 7% &)
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5. 3D-EDiEIC & » THE S #1172 AIPO-NS O Jg KR8 4% & % (a) [110], (b) [010] 35 X T (c) [001] 5 M) 2~ & WL 7= K.
(d) GAM-6 % [110] J7 A 5 72X, (e) AIPO-NS & GAM-6 D MMk 2 Mk 9 2 2 MO I B L V71
A LRI . Ref. 28 & 1) #5#% (Copyright 2024, Elsevier.) . M7 W #1{L1Z 13 VESTA3 % H\ 72"

MBIZOWTIEREIC D 5 2 EIEREECTH - 720
DI, 45T OMEIEAK X v (K& 2 2IRH),
P A MEARMR, HETTHTORBEISEZ 5,
LEVNEZOND, 20720, Bohl-um#lesT
% ICE M RFEPXRD 7 — % & VT — b X)L b
AT 24T\, HEE O & ' IS S A2 L7,
E6N X OMIFLN B L ORI A ad 72 ) Zh 2
N2 & 4551554 LTz BN § % EN
B RROKNE ZEIOFOAEIAE L, HLN
Tl 10-ring DFLE DS L) IE L Tz, $72
EtN OJF I3 KOS R S 7z (M6) o F
BRI EMHE 0720 DHBZHMABEL TV 5
ZEHRMBENT, ENLOMEE —BIITKRD S
LIS TIE RS, BURRUTIL S-ring R 6-ring {2
ZJu b (H), F713 AFOH-AI® X 5 7 p-hydroxo
ELTHAET B EERZ TV D, AR M AL,
[Has (CeH15N) 6 (Hy0) 005 [AlsgP2s0134(OH) o] & AR B
b7z,

29 LTI DEED 5 104E 05 2 kTR &
72 AIPO-NS O & TdH 2%, DVl (Fe4
AYAIPO-NS D Hf i % #5375 4 LETIZ) /A 512
X o THE EN72Co, AL P, O BT B 2 Wk 3 5
F 7 % ALK GAM-6 & F i BE DD 5 2 LA
FI L7220 GAM-613 AFI IR 75 O CoAPO-5 (AIPO,-5
OBRIEF D —E ColZiEIR) % V¥4 T 4 Mg
EICE AR SN, ZEHIER P6;22 (AIPONS L[ L),
W2 83 a = 0.94665 nm, ¢ = 2.36551 nm, HEFEALK,
13 [Has (H20) 320] [Co16AlL174P 12056 (OH) 14,] TEH S T
%3, ['5(d) I AIPO-NS & [110] 7 il 70 & & 7=
GAM-6 DI E TNV &R T AL PO JFEH X
—HE2 BB OO, WHOFH b RT Y —I1ZEL L
THEY, ML 7aSEORBETMICE - T
SN T2 (5()) o 5 ()I2BIT 5K,
2 CT/RT AIPO-NS D 1 & D43 1M 4§ % F AL %
180° i iin S &, Kin—OH Hk DA % i 2 THME
X GAM-6 & SSHEEIC 2 %o



94 £+ I 4 b (8)

B16. HEEREILIC X o TH S L7z AIPO-NS O R i, JEIRE I H 2 LN & FE I EGN 5 F & KT 2350 1

LTwW5.

4. AIPO-NS DZFLIFb & 1 + >3 #agE

¥T ) = VEE BRI ORIRT A B oK
MEICLBEE T4 bAOBEERICET 2850
R 5, BRI 2T C-OH 36455 AR AE
3% AIPO-NS T [ fk 7R & & A IAE S N7z BEK
WA ZEZ CEEWAREEZFMLZ2E 25, 613K
DB TRARATKRE CHIML, 663 K THAE RS
Bk (PR - 298 m’/g, 3 7 WILARE © 0.11 mL/g)
o7z (K7 () o MATAT AWAED S, FY
AFLEEDS 10-ring FEVTHI M 375 0.55 nm TH 5 72
AIPO-NS DFEEMAATH L Lhd, 44+
ZHAEDFAE D WIF L, 0.5 M NaClB X OKCIKE
i (100 mL) 12 AIPO-NS % 0.1 gl 2 T T72h @
WUBR % 4T o 720 FEHL, Na/Al = 0.11 (AP = 1.18),
K/Al = 0.12 (AVP = 1.34) & %2 ), Na' K" 2%Al-
PONSIZEEND Z &5 oz THIFER L7
70 Y OFFFEF BRI T 28R TH S, X

7 (b) IZ AIPO-NS D BERL K B & O 1 * » itk o
PXRD /8% — ¥ &R0 BOARE K™ A F ¥ 55tk
TIZ002 B ATH L L, Na' A + ¥ &k Tido02
REF ORI NE L o tze AU BT JE
REDILDOAPONS 2B L7z & ZEIRL T
WB D, FEREDME SR TUE IR > T,
O T IIER LA T 5, F3EET 5
BTGRP L L2720 L E 2 T2,

5. AIPO45DREM

AIPO-NS % GAM-6 & & O AIPO,-5, CoOAPO-5 % #%
i, F72E R & R B AIRIC B W T, 2hy
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7. (a) 553 K75 673 K % Tl % 2 2 THERL L 72 AIPO-NS D 28 W 75 S5 M #5. (b) as-synthesized, BERL/E, Na®
BLUK A+ VD PXRD /8% — >, Ref. 28 & V) §Zi (Copyright 2024, Elsevier.) .

TV ATy FBRRITEmSEME 5 DT, 2
CTRETNVA)A A Y R EWHEDOTDITHT 5
F T4 FORDS, AEEE O RE, WS 8
BEDPLLTAMEDOAMEF 54 b (S/Al = 1) %
—HE LT TS, Na 2HT 5550 7AIB®
MAS NMR (& % 7KK () 30 43 F/a-cage) TH > T
b, 4B IR T 5 E— 27 359 ppm 12 1 A
By 2723 Tha" . —HT 25 Lmlm e
BZ505 TV VEEECIIRRES—ET 5,

IRFEL % B L B P& T T AlPO4-8 (AET) {2 topotac-
tic \ZAEEFE 3 % VPI-5 (VFI) O & /K IREE Tld TO, MU TH
KCdH B & F ML 72 4 FAT Al (35-40 ppm)
HIARBIH S NS0, 6N ANUCHRT 5 — 7 A%
— 18 ppm X b FFE L, & i AlO, VYT A D O 5 -1
44 L K2 5 F- OB L RIS T 27, VPLS
TILZEEBEPo; Z TR T 5 L HHOAIOY A M
MWmPWIE3EED Y, Z20H)HE012 QMO
4ring 2 A END A OADCENM LR ->THBD,
BeA 5% SO U TR T 0 O-AIFO M b 4liLfr o &
NEHRTIEWY ) 2 LT 206 Al A5 topotac-
tic R MR IS B MEY 2285, 20
6 BN Al D& A-O 5 Grid o 4 B fir Al & He~_CH
ST Z EAB G L TE B,

—7J7, AIPO4-5 TIE4BMICHEKT 5 ¥ — 27 2%y
30 ppm BN E N B 2 TH L, EARIRETIX R
R T 2 E—2 b —18ppm 2B >, fif
HOMREIIZH6:4TH Do AIPO4-5 DF i 22
W% Pocc k5 L ALY A NIV L 2 FEAEL
Vo I2h b5, 2B OB IREDS AT
L) ZEid, HoOHEIZEIRCITREED S
D, EBE, AR - BK - R EHREE R B o
HWF A FPEDZALIZH G5 LpMmbnTw
U T AR S BB 7225, VPLS & RS
AIPO,-5TH 6 BMLAIDAFAEL, TOAlIZREE L
7RG A B OMK5ff) A & TH R A BAEEHET
E 722\,

VPI-S 2B 1) 2 HfEBIIKELAFAA TICTAEL
%o M1, AlPO45 2 FEHIE 7213 R & LTHW S
AIPO-NS X GAM-61355 7 v 71 1) Y D K A B 855 i ok
THob70, BELRKST - OH A4 F ViRERMD
HESTHESNLIEWE L VWZ Do TS AT
JE R, AL ILERETH D ALPET DR
BHORR LD, FAV/-OSDASTRLRL7-0DLTF
HEINDH, TOEROMPISHOBETH 2,

B RIT AIPO,-5 & AIPO-NS D i BIFRIEIC DWW T
RIS, A& 4-, 6-, 12-ring Wit %, BHIX



96 €t F 7

Bk @ 38 Y 3-, 5, 6-, 10-ring i & % A 9 5. B IS
AIPO-NS T 6 BLfif AI-FO & & B £ N AI-O-ALFS &
QMR ENT2e TDZEDND, AIPOsS5 D 5 D topo-
tactic 72 i 3 HHE# T AIPO-NS 2B S 7z & 13 #
AW v, T, EFHFEE RS TWRELFTA b
Y E OBDMEIC O VTN D &, AR
HONR—YOERIZHKFETZ2, 2lLd
AIPO-5D ) ¥ Z L D) TN S R AL F TN
KABELTWDLHDLHERINL,

6. &

AFEF T, HHEBRT VI =2y VB
AIPO-NS O £ 1 D #EFE D> & Z O 1 P8 1T BN
TR TdH o 7 O 53 H F:3D-ED £ T4 B LY
WA U720 AIPOL-5 A BT KV @ pH I 1 2% Al-
PO-NS #1525 HEN T Th 5o —J7, MWirEIHNT 12
3D-ED 7% { LTHRINITIEES 2> 720 3D-ED 22
5 % 5 1L 72 AIPO-NS O #) ] ## 38 € 77V 2 fili v,
PXRD7F— % D) — k)b +Mi#HT, NMR 7 — ¥ %
LA G DL MRS HIEIC X ) 2 oRED
FEAIASH & 22 & 72 5 725 AIPO-NS 13 GAM-6 & H 1%
i ) OWEE AL, —EBORGIRT A B
D X TBAKAEEI X B S ILRULR A F v ik %
EITDLI L0072,

HEE

A WF 9% 1% ISPS o F W B (G & 5 22K 04826,
23H01764 3 X 1U823350107) DX IE% ) Tiibh
720 F723D-EDMIE L, ERIF /<70 7k
fE-Fli7 T v b7+ — AFEOLEEZIT .

SE XM

1) S.T. Wilson, B. M. Lok, C. A. Messina, T. R. Cannan, E. M.
Flanigen, J. Am. Chem. Soc., 104, 1146 (1982).

2) R. Bialek, W. M. Meier, M. Davis, M. J. Annen, Zeolites, 11,
438 (1991).

3) S.D.Cox,T. E. Gier, G. D. Stucky, J. Bierlein, Solid State Ion-
ics, 32/33, 514 (1989).

4) Z.K.Tang, Lingyun Zhang, N. Wang, X. X. Zhang, G. H. Wen,
G. D. Li, J. N. Wang, C. T. Chan, Ping Sheng, Science, 292,
2462 (2001).

5) U. Vietze, O. KrauB, F. Laeri, G. Ihlein, F. Schiith, B. Limburg,
M. Abraham, Phys. Rev. Lett., 81, 4628 (1998) .

6) T.Kodaira, M. S. Ivanova, Y. Kiyozumi, H. Takeo, T. Yama-
moto, V. V. Poborchii, Trans. Mater. Res. Soc. Jpn., 20, 470

(1996).

7)

8)
9)

10)

11)

12)

13)

14)

15)

16)

17)

18)
19)

20)
21)
22)
23)
24)
25)
26)
27)
28)

29)

30)
31)

32)

33)

34)

35)

S. Inoue, N. Koshizaki, T. Kodaira, /nt. J. Mod. Phys. B, 19,
2817 (2005).

T. Kodaira, T. Tkeda, Dalton Trans., 43, 13979 (2014).

T. Kodaira, A. Nabata, T. Ikeda, Microporous Mesoporous
Mater., 162,31 (2012).

G. J. Klap, M. Wiibbenhorst, J. C. Jansen, H. van Koningsveld,
H. van Bekkum, J. van Turnhout, Chem. Mater., 11, 3497
(1999).

L. Karwacki, H. E. van der Bij, J. Kornatowski, P. Cubillas, M.
R. Drury, D. A. M. de Winter, M. W. Anderson, B. M. Weck-
huysen, Angew. Chem. Int. Ed., 49, 6790 (2010).

T. Kodaira, K. Miyazawa, T. Ikeda, Y. Kiyozumi, Micropo-
rous Mesoporous Mater., 29, 329 (1999).

S. H. Jhung, Y. K. Hwang, J.-S. Chang, S.-E. Park, Micropo-
rous Mesoporous Mater:, 67, 151 (2004) .

AN, EHRGE, <~ A 7 ai by T e e AEAN, p.
194, CMC iz (2006) .

B. M. Lok, T. R. Cannan, C. A. Messina, Zeolites, 3, 282
(1983).

F.Y. Jiang, J. P. Zhai, J. T. Ye, J. R. Han, Z. K. Tang, J. Cryst.
Growth, 283, 108 (2005) .

G. Finger, J. Richter-Mendau, M. Biilow, J. Kornatowski, Zeo-
lites, 11, 443 (1991).

S. Prasad, 1. Balakrishnan, Inorg. Chem., 29, 4830 (1990).
L. Maistriau, Z. Gabelica, E. G. Derouane, E. T. C. Vogt, J. van
Oene, Zeolites, 11, 583 (1991).

D. Shi, B. L. Nannenga, M. G. ladanza, T. Gonen, eLife, 2,
01345 (2013).

U. Kolb, T. Gorelik, C. Kiibel, M. T. Otten, D. Hubert, Ultrami-
croscopy, 107, 507 (2007) .

D. Zhang, P. Oleynikov, S. Hovméller, X. Zou, Z. Kristallogr:,
225,94 (2010).

M. O. Cichocka, J. Angstrom, B. Wang, X. Zou, S. Smeets, J.
Appl. Crystallogr., 51, 1652 (2018) .

B. Wang, X. Zou, S. Smeets, IUCrJ, 6, 854 (2019).
ANIFRIE, BIFRE, HARGAERE 39,271 (1997).
K. Tsuda, D. Morikawa, Y. Watanabe, S. Ohtani, T. Arima,
Phys. Rev. B, 81, 180102 (2010).

P. Wagner, O. Terasaki, S. Ritsch, J. G. Nery, S. I. Zones, M. E.
Davis, K. Hiraga, J. Phys. Chem. B, 103, 8245 (1999) .

T. Ikeda, T. Kodaira, Microporous Mesoporous Mater., 367,
112969 (2024).

Y. Sakamoto, H. Zhou, H. Gies, K. Yamamoto, U. Kolb, T.
Tkeda, Dalton Trans., 49, 12960 (2020).

K. Momma, F. Tzumi, J. Appl. Crystallogr., 44, 1272 (2011).
K. Komura, E. Imai, K. Oka, T. Ikeda, Chem. Commun., 59,
11680 (2023).

T. Ikeda, Y. Akiyama, Y. Oumi, A. Kawai, F. Mizukami, 4n-
gew. Chem. Int. Ed., 43, 4892 (2004) .

Y. Oumi, T. Takeoka, T. Ikeda, T. Yokoyama, T. Sano, New J.
Chem., 31, 593 (2007)..

T. Ikeda, Y. Oumi, T. Takeoka, T. Yokoyama, T. Sano, T.
Hanaoka, Microporous Mesoporous Mater., 110, 488
(2008).

M. Dyballa, U. Obenaus, S. Lang, B. Gehring, Y. Traa, H.
Koller, M. Hunger, Microporous Mesoporous Mater., 212,
110 (2015).



(11)

36)
37)
38)
39)

40)

Vol. 42, No. 3 (2025) 97

J. A. Martens, E. Feijen, J. L. Lievens, P. J. Grobet, P. A. Ja-
cobs, J. Phys. Chem., 95, 10025 (1991).

J. Rocha, W. Kolodziejski, H. He, J. Klinowski, J. 4m. Chem.
Soc., 114, 4884 (1992) .

L. B. McCusker, C. Baerlocher, E. Jahn, M. Biilow, Zeolites,
11, 308 (1991).

R. H. Meinhold, N. J. Tapp, J. Chem. Soc., Chem. Commun.,
219 (1990).

C. A. Fyfe, K. C. Wang-Moon, Y. Huang, Zeolites, 16, 50
(1996).

41)

42)

43)

44)

N. Ohnishi, S. Qiu, O. Terasaki, T. Kajitani, K. Hiraga, Micro-
porous Mater., 2,73 (1993).

A. J. Mora, A. N. Fitch, M. Cole, R. Goyal, R. H. Jones, H.
Jobic, S. W. Carr, J. Mater. Chem., 6, 1831 (1996) .

A. R. Ruiz-Salvador, G. Sastre, D. W. Lewis, C. R. A. Cat-
low, J. Mater. Chem., 6, 1837 (1996).

Z. Liu, S. Miyagi, M. Yoshioka, T. Ishikawa, H. Yamada, K.
Ohara, N. Tsunoji, Y. Naraki, T. Sano, T. Okubo, T. Wakiha-
ra, Phys. Chem. Chem. Phys., 24, 4136 (2022).

Synthesis, Structure, and Properties of a New Layered Crystal,
AIPO-NS, a Competing Phase with AIPOs-5

Tetsuya Kodaira and Takuji Ikeda

National Institute of Advanced Industrial Science and Technology (AIST)

While searching optimal conditions for synthesizing microporous crystal, AIPO4-5, with AFI structure, we

found a new aluminium phosphate crystal phase. The synthesis of this phase, named AIPO-NS, strongly depend-

ed on the pH values of the synthetic solution. Because of its morphology feature, bellows of stacked hexagonal

sheets of ca. 50 nm thickness, determination of its crystal structure from powder X-ray diffraction (PXRD) data

was difficult without the aid of 3D-ED, i.e., a single crystal electron diffraction method. Similar to the morpholo-

gy, AIPO-NS had a layered crystal structure with a micropore composed of 6- and 10-rings in the layer. Geomet-

ric distribution of intralayer T (Al or P)-sites agree with those of GAM-6. This new crystal had exchange proper-

ties for alkali cations and the ability of transforming into microporous material when calcined at an appropriate

temperature.

Key words: aluminium phosphate, layered crystal, AIPO4-5, AIPO-NS, structure analysis, 3D-ED
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Development of Long-Life Miniaturized Oxygen Sensors
Using Graphene-Coated Porous Silica Spheres

Tetsuji Itoh™ and Akiko Yoshida™*

* National Institute of Advanced Industrial Science and Technology (AIST)
** Techno Medica Co., Ltd.

The COVID-19 pandemic has significantly increased interest in affordable point-of-care testing (POCT) tech-
nologies. As demand grows for medical devices that can be used at home, there is a particular need for compact
and easy-to-use systems. Blood gas analyzers, which are used to assess a patient’s respiratory and metabolic sta-
tus using arterial blood, are an important example of such diagnostic tools. Conventional oxygen sensors typically
use Ag/AgCl as the reference electrode. However, this type of electrode is not suitable for miniaturized devices
because it can release small amounts of silver ions. These ions may contaminate the working electrode and de-
grade the performance of the sensor. To overcome this limitation, we developed a new reference electrode using
Prussian Blue (PB) dispersed in graphene-coated porous silica spheres (G/PSS). Prussian Blue has extremely
low solubility in water, with a solubility product approximately one part in 10" compared to AgCl. This makes it
highly resistant to metal ion leaching, which is ideal for use in small devices. The G/PSS material provides con-
ductive mesopores that physically support the PB clusters and ensure stable contact with the electrolyte, resulting
in a consistent and reliable electrode potential. Additionally, the uniform spherical shape of the PB/G/PSS parti-
cles makes them suitable for screen printing. This allows for low-cost and reproducible manufacturing of the ref-

erence electrodes, supporting their use in next-generation POCT devices.
Key words: oxygen sensors, blood gas analyzers, prussian blue, graphene-coated porous silica spheres
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