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Ph Ph Ph Ph
4 3
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AREMES LSV 255, ZOXIBRAE R EX T, Fox OMFEETIIIEEM RO/ L~ ~1
COREIE  FEREFIIEN LD BB LA e T

R B a L ~ L Tt - FERERIEIE U C, fEfiENO T =2 R 2 5B & o e o
TR T B~ N o RZefER 95 7EEIFEL T& 2. BTl B4 7ML A —>Th DL —
P AMNCsAISi,Og) %, HHE Tl &R T B -2 NLDOEA L (B4Ab) e8I RAT.. —T, 1
BBt~ 7 aL~ L Cotis - IRERIIE L T, A LS DRiMAOIZRERIEIC L o' T30 72
AR AR DARIR A RS S D 53 - R A1 92 AT - Bl C LD R TR RE AT IEL C& Tz, i
TIIIBA W BT I A THD IR Y #%, $hE CIE TEEMAO LB L OG BRI LYE Ema fF e
RRELT.

ZITE, RRULE MBI OI 7 a3 LN a L~ L COREE - JIERERIENC LA BT EM LI 1T ARF ST
GUZOWT, [l % DBFFETT 25 2 Jia HI RN B AR 5.

1 EEMEOIIOLR )L TOREE - RLaEHIE
1.1 #EREEAD T/ ZREFALRIL—Y A MESYID 2R EN D HlfE

YA TANEE LA D—> TH DR L —H A MCsAISLO)N RN D ZENHHN TND. ZOR
P AN, BUCKHT D HERSE L e, iEVE RIS OB MEEZ AL QWDTs, BWIEEL
FHT 208V CHERICE I OHLWED—>Th D, R—VANL, FEiRLL TR (ZEMEE Ta-3d)
THY, BMZIRIZKT DT MEN2<, 473-773K DIRLIN -G THAOIVEMAFEZ KL TD Si0, &
AlO; A WUTEIHARD [EHREAE A D ZAKIZ K0 E n BUZE R B A R~ 728, Ml TR IR UAE A58 AR
ELTHIFCED. ZOMBVEEMT, T3EMEOB A O EIOEEMEE FH M THICB O TR AR Th5.

FL—H AL OREIE, OFSERREENIC IS E ( |
SiO4 & AlO, TUIERD 3 IRt EHHEEEZ B> TNHZE, @F Cs*ion™ |
A TA NSRS A — & — D2 a5 ‘
STBHIE, OB DA FRIRE BRI HIE G0, tmﬁ
TEDLILTHD. Box ORFFEETIL, R—P A ORI 1

_/

BRAFMEDS Fig. 1 IR RSN O B IGE L 220D 578
T TNDEB R, BFEL AT Si0s& AlOs U
RO LONBNIAE T-PNIAFIET D 16 fHD W AR
TNZEREZIIDE /NS 48 D S AN 24c & 24d)DZE

[100]

[100]

Fig.1 The lower half of the cell structure of pollucite.
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MIZEBL, ZNHOZEMICT VA& RIE T2 BIECES I CEDY 7 MEMHEEE TR S BT fi A O E A
G DA MEAY) (Cs-RIETUR L —H A B : Cs1 Al 4 SiziOg, Na-E ATR L —H1k: Cs; oNayAl;SizaOe,
Na-E AR /L—HA R Cs)Na,AlSi,Og) & ZBEEERER -V TE L, Z Vb O BRI &l XRD 128
¥ RT-1173K OHPH CEEMI TR - it L7z,

(MERBLI=IARRRIL— A MES D EE R

BTN T el R L — P A MEAY) : Cs- R IETRIR L —H 1 (Cs1 Al 5Sip O6), Na-38 ATR L—H1 |k
(Cs1.0Na, Al Sz 06) 33 IO Na- BRI /L —1 N(Cs,Na, AlSi,Op) DEVFZAERFEL L C, LLTFD X725
DIV, 7233, BEREEN A fRNT I D7D R L — YA M B IE I R T DN ARSI T4 (Cs" (4, Na'A{
AN B ST DR NZERRER 72 b NS B EIZ L > TEE 7D AISiHA) AT A—2—|ZH]
Wz E e, ZIVBOD/RT A =S — b RTORMBCE SR B 7~ 473-1173K OHIPHTO LR,
BH(LLF CTE)S V-,

1) Cs-FBEIR IL—H 1 b D BRI

BZIRERIL Cs'A A BEDOWD & & I/ NS < AR DA Z2 R LR L P B R A 2 |IRERT) ) 5
473K OFPHO EEARFHEMIH S5 728, RT 236 1173K £ TR 8 28 LTz,

Cs NEAIR/L—TA h® CTE 1%, 2R LU ASIHAN LDV HUTR LT HABIRIR MG vz,
L72i3o> T, T 2 20D/37 A—5 =5 Cs-NERAR/V—H A N OBEFAIEI R 2 5.2 T D,

2) Na-B A ZYR)L—H A~ D EMEARYF 14

Na- B AT /L—H1 1 : Cs; oNagAl 1, SipO6 1L, Cs' A4 BAEZLSE I AUSHANAZEZ HZENTES.
ZOBRIE, AlOy TUHRD BATMHIESE L THEHDEND S YA MIMESEHICENLT D Na' A AL 2 EATHZE
T, RN—T A NOWGEE AN A T, ZOBMZEFENT, b EmmiA L —3 A CsAlSi,O L [RIERIZ RT 735
473K FTORMLEVEIRE 473K DL ETORRRORBNRD 2 B RRIS V. BAIINZITD N EE
IR Tz, E72, Na' A AL 28 A58 473K DL EDBFER )00 R E LA DA R LTz

Na-H AR /L—H AR CTE 1% Cs- AN @A /L—H A REFRRIZ, AV(SiHADZR DN 2R3 T3 L CHERS
BERAMEHIT-. Na-B AT L —H A bR EE T, MBI T L7270, BFNZERRIT S
TARD Na' A4 BT FINTIRFDLZEITD. T, Na' A4 DB, REREFEREIC AVSIHANEDZE
b2 Z 870D, ZNBEEETDE, NaamElRR L —9( 1~ CTE 1342 AUSIHAD I KIS D E
EZHNS.

3) Na- B3R )L—H A D EMEARYF 14

B EN Y, Na BHLERIZ - T 473K DL EOBYERED NS D A1z 7~ d 7 /L— 7L Na B2
12727 7 L —NCsAISLO,) LI HERIC BV EF 2 7~ 7 L — 13 BT, 2O L7 BV BN DR E
1%, RIL—H A MEB ORI D A SN O ZE M E A (2R B L OVEKEIEZ TR T2 Si0, &
A0 PHTEHAD KRS LV DBIH DR A ST COND EHEEE TE T,

Na-EHRIA L —H AR CTE 13, fEiEENOZ BRIk U CHERRE R 7 v —T b —Eflia =T/
M=\ CET . Na- BN L —H AN ClE, AUSiHANEEEEL T Cs' A4 % Na' A A N EHT 5
ECLERRERAHINSE QNS JiFE D2 V— 7 1 3BARRER D SRR 7723 L U TR THY, #HE D2
JL—1XFEIZ AYSIHANEETHS.
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(2) BRLIzIIARRRIL—H A MEEMRADAFA2(Cs', Na ) DEEFI
BRI N TON TRV —H A MEEH)OD CTE & 40
AV(SHADLLDOBIRE Fig2 12 TRT. Cs- R
—H A NoFl)&—7ED CTE Z7RL7= Na- BRI L—HA
(ARNDF —Z [ [E AR 2 A TS, Na-B AR L
— A NeFNE AUSIHAD L THBITES2, Cs- AR
NN—HA DT —& LIIFHBABHR A EO R o T, FIAR
BIZERAL 72 Na-E AR L —HS A N(AFND CTE b
AUSIHAN L T TE R D T, ZHHDFE RN, Bk
LIz —HAMEAYIOD CTE IZHARNTIE AU(SHADLL
(SRS TUVDS, HALKS T INOD 2RO 21T T %0 2 s o o5
BV FFZ Na A4 DT DHIEEW TIE Na A4 L Cs' Al/ (Si+AD) ratio
AX L DESNVEE B DUEDHD. Fig.2 CTE(473-1173K) of the Cs-deficient pollucite(O),

ARLIAH A MEATIT I T e e pote
A(Cs', NaDEHIA A—2% Figd@-eord . b5 X:}(hstiirzll))lart:ﬁtgermal expansion(A) asa function of the
AR /L—H Ak CsAlSi,O6 Cl, Fig.3(a) DI HAFE -
(ZIFAET D 16 fHO W AR _RT Cs' A4 THAESN
TWA. 72 S P AME 2 DOWHA MIBHEL THRAAE 1
HZ 24 EAFAET D, Cs- AP Cs1, Al Sin O TlE, Cs'
AZ L DN T Fig3(0)DENTZED W YA FSHiT-
(2D, Na-iB AFRID Cs; oNagAl 4y Sir O Tlidk W A3
TR_TC CS'AA Y TSI CD72, Na A4 1% Cs'A
AAHEET S S A MBI A(Fig.3(c)). Na-EHflo
Cs1,NaAlSi,O T, Cs' A4 % Na' /4> CTEHRLI=ZEIA
(ST W A RZEZ/2 D8, Na A4 ATZ DA
BD S A D HZ LT %,

L ED I 72 5EREENTO Cs A4 & Na A4 Dl
YlaB T Hl, (REMEZRMEE R Na-BHRR L—3Ah
D Na A4 13X 3(d)D L9 Na- B AL [FIRELZ Cs™ 1A
NIBEET D S ANIELEL, —F7 Cs'AF L DRI
WAELDHZED W A NE Cs- AR L—HA D5 L[]
kRE70%. 20 W A OZE MBI LIC 7 5775, 2
UKL T, —EDOERFEA R T Na-EHAAR L —
ANFDO Na' AA U1, 2B 72572 WA NERED S AN ©
BT DZETHAMNERG I TEDID, B2 W P AMNIEZ B2 5. ZOWH A RO ZE M TAREL
IR G LR, T2 7 L —RE[EIC CTE 2R Lz S HEER LU=,

HERIL 7=/ B8R T4 (Cs', NaDESIET Ve AISi+AN LA HEAR|IZ, Na' A4 L Cs' A4 Dfds &
ZRELT2(1KS site occupancy/W site occupancy )& FEEEIZ AN A 72 [AU(Si+AD](1+ (S site occupancy/W  site
occupancy) )& BN ST A—F — LU THAL T, kLI iR V— A MEEP(Cs- AR L —4A
I, Na- AT L—H A |, Na-fEHTRIAR L — A MO BIZRIFIR O E Bl A ik, ZORER%E Figd (R,
BT _RTORL—FAMEAHD CTEAE73-1173K)I5 L T BAFZRFHBEBIHRR*=0.993 DA EHLT-. &
L7235 s L—H A MEE D CTE@E73-1173K)I 35 MAEEND AY(Si+AN M, Z20=R, Cs' /4L Na'

3.0 |

20 |

1.0 |

CTEX1076(473-1173K) /K™!

[100]

L, Fig.3 Schematic illustrations of the
model for pollucite compounds
(a):stoichiometric pollucite,
(b):Cs-deficient pollucite,
(¢):Na-introduced pollucite,
(d):Na-substituted pollucite with
lowthermal expansion,
(e):Na-substituted pollucite with
template thermal expansion.
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4.0

A DECHND B ZZ T TRY, ZNHDKRF2EE LT~ O Cs14Al11Si2406

B 7 8T A— & — L LT [AUSHADI(1+ (S site < . gggiflszoo
occupancy/W site occupancy) A E AT 2L THKLIZT °§ —
NTOFRNL—HAMEAEYD CTE HHHBITET-. LzA3- 5 20|
T, EHBFE—FAMEA OB, >y 2
FILCT AV &IRA A OBFE T 52 TTHIT Z 10 R?=09931
XBILITHD. 5

o.00.20 0.25 0.30 0.35 0.40

[Al/ (Si+Al)] (1+(8 site occupancy /W site occupancy))

Fig. 4 Relationship between new parameter : [AV/(Si+Al)|(1*N2/C)
and CTE for various pollucite compounds

12 BN FLEMDORET 57Ny I REMEFIALI-E2MERT/AIFOERK

FIT0 aP—DRRE RN LT TS )T Ja P — DRSNS DL, SRS RRBENEIESND
&R IR, EORESNT A —F =72 D2 ETHERED [0 LW iE A B QD 2 E
Bl% ATREE T~ B720121%, SR IRISEE DDA — 4 —A—R 72 &g T K-SR A K CTHY, Frz, O
T IRIA S LRI T 72012E, AFORGIDRERNZEELR2D. @EflE TERIRTHY, 1
R, FEER J ORGSO CHIBEIS V- B8 7R - OB B O BRI ZR N QD ZOHTH &
SIEAEL, Holb <o o T /T /e —ThY, A OFIEE % DL LT 20 itk
ENLARSHN NS TIY, (WP THEORRLT, BBIEHET R, T AR —, ERESFRRENE
MU 1 E Y A QYN

— RN AT Y T YRIC L D8R T R T DG RCIE, B T CRERS AU AIRERCNL 1 = L (E)EL T,
TS, IRAT 4 S, TA— VR EDBHODIA. ZIWHOBUI X, B EMET RO G RIZIBNT
HETRITIERE, YA XHIERSRE S L ORI A 53 2 EEAREEIE LD, R0 EHEL T VI ENZ 72D
DEBLE, T IRIA- DA A X EHIEL TS, Fox OBFIEETIL, @EanA N OGN FETH LT/
K@ BanA N B CLEbS D TTikL, BEAHIE S D7D OIRGEEZ OS5 515, B
FEEEA A A CTYERLL 7= (D D Rl e PR -l AL U CoTEPER hs e B 2o /a5 tEm 4 v
T, A%, &, ), =v7r v, SIBX O, $Y= r NAEBE DT T NF I ARDF SR A JBanA DA
ik, BT DT 7 T AR DT SRR aa A N iR E~ A 7 2l 952 8 IC L0 &4 kL
AT HZEm R AT

(1) BELI-BE—F/fFEEIO/FDRE

BT Ag T SR faaA R hoF 2R F-OFREIL, TEM#124(Fig.5)) 0,
ERIR T 3nm~7nm DR FREAH D53 HUED BV KIAF-THY, Fldbts 5038
el ZHER CET=DOTHERNED Ag T /7RI CTh-o7-. ke THETARRLZ
Pt, Au, Cu BEUNi TR FanARHO& T R FoRE, o7 vt
DRIFEA L DD B 3nm~5nm OERPKI - Tdr-o7-.

Fex BHWTZF TR A B AR OARTHER, BB L OYROH|
SN FETED BB T 7T I A R DT SR e AR D
BRI NAE A TEDZEN T2, ZOBRTFIEL, AR LT R+
ERaaARE S CLENTE, RRHIEEL IR T 5720 O 4
PNEGTER TEDIZOIT, BRRLIZAT RS BATAR DY AR, R e e partete T )
BIOMAA G TEDH 0L, TEM B R DHEER T2,
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(2) BRLI-EE T /AIFEREI0/FDRE

H—TF 2R & RanAROERRERRRC, BZEZRIEICIY Ag/Cu BHET /R T-&RanAREa/mLT-
(Fig.6). LT Ag/Cu 5T 7RI F-ORIEZARTIIL, TBIRGERIE CTh o7, ZhbDa)E ) 2R - OE IR
ReZ A 572912, EDX I24LD Ag LR~V 7 il (Fig. 7)& Cu JtERD~ w7 Hiff(Fig 8) A ERK L 7=.
TEM CRIEZSIV RO IR~y e T EG) D, [R5 Ag & Cu BMFHEL CWDIEN 3 oT=. 2T,
Ag/CufiE T /R OEEZ TEMERNZI D702, il4 D Ag/lCutia T 7RIk CEDS IZL A LH
INTEATHT=. ZOFER, Ag/Cu AT /R F-EIHITIL Ag DAHDFELTEY, Cu DI EIFHER TE/) >
7-.

ZNBOFNENG, GELTE AglCu 5T 7R ZHLNRIT Cu BIFEL, EOXREE Ag BHFEL T1D
Cumt7 —Ag Y =/UIEIER TUR L COBEHERIL 72, D=7 — = /URE I b S o9 U Cu T R O T
% I LS AU Ag T ZRE - CHIZEL QB T2, Ag/lCu i BT TR I E M BN A L I C& 7.
Fox NIERELT= T R @ETA RO G RTFEE BB GO T B EE VDL, a7 —2 oL
Eab AT R BRan AR PNER TEHIEA R LTZ.

L=
-

Fig.6 Transmission electron microscopy (TEM) Fig.7 Energy dispersive X-ray (EDX) image of the  Fig.8 Energy dispersive X-ray (EDX) image of the
image of Ag/Cu nanosized particles distribution of Ag on Ag/Cu nanosized particles distribution of Cu on Ag/Cu nanosized particles

(3) BRLI==v4 JL—a/\JL(Ni-Co)& & 7T /HiF D AL REHIE

ARLTZ NI F R oA R ERE T, R 2.3nm) 3L Co ki f-anAK B C, HRFEa %
2.1nm) EHRIZ~ A7 i B 3-5 L, RN OBIINE LB ISR TR KT AN b, ZiEims
TN )P AR CE D ATREMZ R L.

ORI FEERIBEZFIHL T Ni-Co 54 R oG RlLT=L 2 A, B4ahi T ORERAE THD Ni & Co T /6L
FORIALT~ A7 IR FRFHZ IDEE KL TV 2. TEM TEIESILRI -0 Ni & Co DAIRREZ 572
12, Fig9 |~ d TEM BEOHPHE e~ v 7 L. Ni O~y 7 ifg% Fig.10 12, Co D~ 7 lifg
% Fig 11 [IZENEIURT . TR~ E 7 OFER, Ni & Co 23 —DEATIAFIEL CODZEN DT, ZDEH
FAMERT D120, Fig9 ITRLTZ TEM BENORLF-ZATEIZ 10 HERDY, ZHITEENLD Co & Ni DR
% EDS \ZEVFH~Tz, ZORER, WOk F4 Co-lflkiAk D Ni-Co 547 SR - Th-o7-.

BZEHH IO ERRLT=  ZvT A RO NI LN Co T /anA REiaE~ A7l 352 C, %
NENORIAFEAHIEITE, Ni & Co 1 /anANEETERE~ A7 N3 524 T, 5512 Ni-Co 471/
R A RNERTET.
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C——————————— 0.5 pm Co K
—————— 0.5 m Ni K

Fig.11 Energy dispersive X-ray (EDX) image
of the distribution of Co on Ni+Co nano
particles.

Fig.10 Energy dispersive X-ray (EDX) image
of the distribution of Ni on Ni+Co nano
particles.

Fig.9 Transmission electron microscopy (TEM)
image of Ni+Co nano particles. Microwave: 30 min.

2 EMFHEO<HIOLAN L TORES - fZREHIE
21 7/ALR )L TOREERIEZEFIALT=RIER2 % (B,LC) DIEKRERK

AR 32 (B4C) 1 IHEIRIY, (L), B KOS EN T IER (e 7307 AC, UIHI A, (MHEE
FERTRL, BV HARTE, FPE IR RV R S I OB NDIEFICEE R T IIv 7 AMEFChS. 0
B,C MR O— 7885 LT, BbARY 5 (B,05) DIRFEENE T (2B,05+7C—B,CH6CO) 23 TEMIZ D
ZAOCBND. ZOIFEORFIL, BRSNS Z M S EOHFNCTVE T, KA ThD. ZD—H T, &5k
TREEDH 2000°CEERTHAH L WHRTEN G S.

INEFRT D112, I, AR iR L CHOWD FENE RSN TE WD, ZORIBMAIED R
FlIIN LUV T2 5 A FETE, SOICRAOILEBOEEN A D2 E0b0EkD ikl e~ TRIR
TOBRMFIRECTHLHE) FTHD. ZD B,C ByIRDEHUZIIT DRIEMAIEI LTI 2 IS5, —2l%
NI RDAREG 2 VT B-C #i6a AT DRIBMAZTRE T2 5ETHY, filzIX, RIE =/ HRT
AIBEAD D 1000°COAKIR TIAE D ByC yED B RUTKREIL THD. $H 21, DN e A FFof
o (RUA— V) LR ED AT VGG (B-O-CHii o) 2R T2 71EThD. ZOHIEIB-CHEaEAT
HANT L FRABHARL T E 20, HRE T2 IRFERE LT IRFENR TN LE DI CED. D728, RTFHROHE]
BAARE LEART 1400~1600 COGRIREZ MLEEET DL DD, JFEFChDRY LRI A — VT LA T2/
B THHIZD, 0 THEN R RESHISELT- TETHS.

IIET, RIA— L TIZURer VR, SHIZIEED T ThHRIE =L 7 /La—/ L (PVA) 72 E D5
MNENTEED, WTNOHAELEE TV —h— R OBRENKREETHY, Bt RO Tz
VS, DT, BTBRAEE DRI IHER TEHLODFREMED B,C By RDARITIZAEIL TV 7R,

Fex OWFRETIL, RIVA—/VERVEEED 2T VEEE (B-O-C #56) XL~ 7aL~ L Comsy+
(B RIBMAD I RER HEIT 52 & C, ARERITERAZ V2 BC M ROIE AR E SO ESE L LN TE
HEHIFEL TS, ZORBRMADIZRERIFEIODE 1L TiE, ORE T TOBUPLC L0 RERS DR AL KEE
F&DIERK, @F /A —5 —"CORY FEELRFR T D a7 A I DA REO N, @FRFPH72 BBk AR ED
TERUZ ZDBUGDREIEAL, REETHN5.

22T, RRFORYA—/LELTPVAZ, RV F#RFEL TRV IRZ V2 BLC RO GRS T, PVA - 7
UEROREE CHHTAT IVRES (B-O-C 55 25 DHIBMADIREZ HIEIL 7214, FHICKRE N OB i
FRAEAL, BRI L= AT VRS T ORISR ETHET, 7V— =R ZIZEAEE
FRWERTE BJC B RO A RGRE DI LA B LT,

FHEL7= PVA - ARYBROMEEYNIE, TG HIED S PVA IZHATIHEWED (7] 233806, £7- FTIR HIE
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DHIE B-O-C A DIHAEDHER TE, RYBRTAT UAEEDIHTIERL CWDZ e DN T, ZOMeE W4
B RSH T RIBRAM AR ZIRATEL T BO; ZFRETHZET, AR A CRERIEK /3 23 R 3 A1k e 1
REAMRL7-. SEM BIEIC L AINENRERER Fig 12 |O/Rd™. 20 SEM BIT IR BRSO IZRER KL TRV,

ERIRD AR I IS Tz, ZOZED, Al .

AKIARIE B0 DRI DRI N I AT A— LA — . :BiC

4 — TSR TR COB LS5, vee
ZOFREES ORIBKAIIAE Ar T AE T CRERL 2L

22, B,C OAERBIAIREE 1100CTh-72 (Figld). 20 1200°C

RV, AR AR SO RFIE BT B Gt R

ERIREE (1400~1600C) (ZILANTOHEFITIMNEE THD. g

F77, 1100°C, 1150°CHERL CTILBERIFH 2h & 5Sh & TBLC D ‘:; . . i1500C

AEREIBITABEN RO DI, S © WL «  emew

BRI CIRTOERTE | £ .

R IIKAEPE BB 2 L WAL .

bhodo. &I,

1100°C - 20h DHER TR .

TY— I — R DB i 1050°C

FRODAEME ByC RV ERL 10 20 30 40 50 60 70 80
SE A Fig.12 SEM image of precursor powder 26 (deq.
TE pyrolyzed at 250 °C for 2 h then 600 °C (deg.)

for2h in air after removal of B203 by Fig.13 XRD patterns of products by heat treatment
washing in hot water. at1050-1200 °C for 2 hin Ar flow.

2.2 BB DL REEFIRAL-HEEEROREIED I

TEBMAOEGRBLOECBR BB BFEE T B 2 CHERRESN D LT THY, £
SOEFAEITEBNT 2 BEO3 B TSIV TOD. TSR L FE MR S B KRS, i
FIXEMRSUEO ERRRIEOBLED D, %R I EBOMANEO M E, FimfEOm B I OREEEOUE
728 DBLEHS, FIVEND BEIIISEC THRBEISN TS, £, B4 BB £ imFRE L EmO £
BIOMAME AT H—RTHY, TOLELEE L CHARHEYE ORI, AR ORRYE D et
nTWA5,

B o BB ERED — > TH AN  BUYREIC BT, AR RSB D BRI 45 Hek
REd L ORI REHE AN BAT AR D LB R EIC LV FIRE TH A LV O 3d 5. Zivba ATEICH
BICEIUL, BABSISTFORE 3 IRTALC ) C @2 D B ORESE ) T 5.

Fox OWFFEETIIBRIZ, BAR(HPICl IAR) - B LA -V T Fig 14 IR T 8972 PURL F- O L Tc 2 =—
IS VR NI — s E S G, BREENIZI Ty 7 DIFAELIR PYTI B REMA ERL CUND. 22T, #%
FEENBOMAMED M) 2 DT DI AREME I ZIENE Si0, 23R, HoPtCl IARE Si0, Y LV DOFEEE %
FAWCEREREDHIEAS VT2 700 DAFTELIRN S FUE72(PLSIO) Ti Y EMmA/ERIL7-. F7-, Fig14 (TR
L7857 PRIA-OERE LTz e = — 72 S AU oy N — 7S B B N OSBRI L CoREIR L -8, &
AU BRI LT 10, % Pt DL AL oy NV — 78 FICEHUCHRRSE52 8T, mikmifd CRmhE
DFFHE AU (1rO,, Pty Ti B dEAA A E R 7. 73, VERIL -8 SR FEARRFED RN 213 1.0M HoSOL AR
RSN ATV 7RVA TS T INCV R T Pt OFBEZILFAUN BT DA /K ER &, KB
EREBIO PO OiFETEREE .
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(1) REFEEDHIEHSHT=(Pt,SIO,)/Ti IHEEIBD BT

VERIL72(Pt,Si0,)/Ti #FEBMRFEID SEM GE% Fig.15 (=7, 200°CT 10 DB i E2 Pt R
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5.

TRSFASY 2,3-OFF TR0 BB LB ERT

B BAEEE (S) 0L (Se) D AT B LA DB R E USR8 21T > T, 'Ly
IZOWTUE, 7Se BEEWVIORERNMARD 7.6%IEE/FAET D728 NMR TLHEAE S ICIEHRIB/OND
DTHHN, fiEEIZBL TEE 21E, NMRIEMERZIIRARIFIELL 0.76% D PSS THY, L, FEAY
VIR 32 ThDHIH, EMEYREHREZ NMR O E5Z8IFTBETHR S TIERW. 15T, D Ao
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Soft magnetic granular thin films with the plasma polymerized non-magnetic matrix
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Abstract

In this review a method for polymerization of fluorocarbon gas in argon plasma to obtain a novel granular structure
was reported. We prepared granular films where FeCo fine particles were distributed in plasma-polymerized
fluorocarbon matrix by a facing-targets rf magnetron sputtering method, and investigated the correlation between their
structures and magnetic properties. The magnetization of the films prepared with the partial pressure of fluorocarbon
gas between 0 and 1.0 mTorr decreased, because the FeCo content in a unit volume of a film decreased. However, the
coercivity of the films decreased drastically with increasing the partial pressure of fluorocarbon gas above 0.4 mTorr.
This is because the magnetic anisotropy of FeCo particles is decreased by the decrease of grain size. It was confirmed
by a HR-SEM observation that the FeCo-(C4Fs), films had the granular structure which was constituted by the very fine

FeCo particles and the plasma-polymerized fluorocarbon matrix.

#E

IT BARDOFEIRITIY, AEREO SO LGN RBE RSB S L, FINEILERT 228y Y
—VHEFHCEDLE XX AHEEPBFEDLDEL/RD-D D805, XX AT IO - & BRSO
L E OHLOATERE FIIZHVRA HINCTHUERDS. ZZT, ZOERITIEZ S RFID (Radio
Frequency IDentfication) ODAFFFE BFENEEANZAT40IL TN, RFID TlIZ 7 &V —H TAZDIEFROEZ(GILE
Wb LIRS K0T, V=B TAXDED BRI D EHEZH 7 OIG#E T CGRIGT D3y T 2T L,
A7 BB N GHERE R RO T /T4 7 2 CRBITCED. ZSAME 45 RS REIAE 13.56 MHz 28 L/ b
B0, SHIZIE(E AR 22 860-960 MHz 1733 KON L 7 0/ MR L AN FEER AT 6EZ 2 2.45 GHz DMFZES LT
A%}

ZDINTE RO ERR A NS, 27 %S BISET TG, V—2 A ZNODMREZT, SR
BT EC THHHLAEW, ZEENME T 5. 22T L& ROMICEIENERE Bt e LI X IHEDR
(ZE DB TABAE, Z RRUEA ) LSEDIENTED, ZOMBNEM BN AR s 5 L OB
[z, BEERICBWTHEEUBERE R OLORLEESN TS V. 2, HOPDHIRO 7\ #)GT
x50, FakM A AT DRUER B — L CORMB BRI

ARFGECrLm SRS COM A BIEL, mIRTRA RO~ N 7 A SRR -2 ) — 23S
Wl M Ch DT T =27 —REEEIFICE B U 2. s X B O MBS RE 0D, 7
T =2 T —{I I~ N I AL D m AN ISR A I TED. 6o T, ®BHEHAMEIO R THLE
AR AR B 36 L ORI REERI O~ N 7 A AR A I R D e N CE LB 2 A, shlERE
U CIIB BB E e U Tl RER AR RE A 3% Fe:70at.%, Co:30at % o4 AV e, —J7, FEmGM:
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N7 AL T SI0y, Z10, 728 ORE{LA73 FL substrate
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BHizEov L Auh—RrmEEMEER L. 7vA4
) —REHEMDOENI T T A~ EE SR AL
/2. Fig. 1 (TRT IDITBMEMER RO A/ Sy ZHIZ CyFy
HAZENT HZETEHAISDHES, SREEEWD
T IBEMEID BRI S VA, FTe, B O %L
&L CIEFa:, AN TZARYAIR T 4L D

4 0%

—FETHLI TN AT,
Fe,,Cog,, Fe.,Co,,
Fig. 1 Scheme of deposition of the FeCo-(C4Fs),
granular thin films.
1. EBAE
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U FeCo Flh F-ORIERB L, MCIRORL 1735
BRI~ T 5. ZOfERIERIEAX
Nz A ah—Rr N FeCo hif-DpEAHNHIL
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Fig. 3 138725 CFy Ay ETHIEL 72
FeCo-(CyFy), 7 7 =27 — 0 X #EXZ7R7".  Fig. 2 Surface HR-SEM images for the FeCo-(CaFs)n
[FHTA 20 73 15~25° D& ROHNAEIHTR T IE granular thin films prepared with the various partial
WEL THOWZARVAIREIRICL AL D THS. CFy pressure of fluorocarbon gas.
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Ao HRIC KDY AR FeR I RIEL, 2
D eSS L ORI L2 AT

Intensity [a.u.]

@ Fe700030

Pcars=0.8mTorr

o

0.6mTorr

0.4mTorr

OmTorr
(211

10

20 30 40 50 60 70 80 90

20 [deg.] CuKe

Fig. 3 X ray diffraction patterns for the FeCo-(C4Fs),
granular thin films prepared with the various partial pressure
of fluorocarbon gas.
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Fig. 4 Dependence of magnetization and coercivity on
partial pressure of fluorocarbon gas for the FeCo-(C4Fs),
granular thin films.
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Fig. 5 Dependence of resistivity on partial pressure of
fluorocarbon gas for the FeCo~(C4Fs), granular thin films.
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Observation of plant tissues and cells by low temperature/low vacuum SEM
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Abstract
Novel three dimensional images were obtained from rapidly frozen plant tissues and cells with a
combination of the Alto 1000 cryo system and a low vacuum scanning electron microscope (Hitachi
S-3400N). Segments of plant tissue were frozen in slush nitrogen and set in the cryo system. The
sample was then fractured with a cooled knife and placed onto the specimen stage in the SEM. After
appropriately subliming ice, a back scattered electron (BSE) image was obtained in low vacuum mode.
While the fine structure of the cell surface could be observed with an accelerating voltage of 5 kV,
intracellular ultrastructure was clearly visible through the cell wall at an accelerating voltage of 15 kV.
The method allows the study of internal ultrastructure of plant cells and function close to the living state

without lengthy specimen preparation process.

IR - IR 22 B A B 7 BRIERE S R 21 ISR o SR o 2 — I8 A Sz, ZhuE, IWHO
FF =27/ SEM (Hitachi S-3400N) (ZHBAFE DO 57 T A A7 2 (Alto 1000) 224535 L, HREEW)
AREO R MICB LS SRE T RRICLIZEE THD. ZOMEELTEALC, BRIk d5ie, &
DIHRBEREATHIZENTEDLDD, BUREA B DO ATREVEIZ OV TR L2V ERE FBMSIIT, 4%
FHEERREE DARFHE DI T W=D S G £ TR IAWVEE SR T, B8 R OTROANLR 72 A A— T %
TRHTZEMTEDZEND, Rz 72 FRL R I OWAIEEBL I H VWO TE . EAE M T
BT D101, KT EWRECITE s, (LFEE DR, WK, 8, &Ra—T10 780
JEME UM ERLBRE 2 IR D EMNE -T2, LoL, R CIX, ErRMoOBE ThiudtEnR
B0 L CEBEIEZR T D2 ENATRETHD LD RSN, 20D FIEIC I~ TEERAhi) O 3% i
SO BB AR R 2 TR IB B B2 N TED IR o720, UL, AR E 81 231 38142
IRER 23 NS TR DAL, BT EEB A 2R M TOBIEITHLWEWSIRA RS -T2,

HIEAZCQODIRETEDOEFEHIRTHIEN TED N AHBILIT B2, B IMeEsiRIcE
WL, AEZXTWBIREEIC TE ATV EE 2 W INCHHIE T 50 S KSR Th 5. 2l
W OTE B & BRRE I Z[E 8 3 DL 72 [ E THY, KSR DR EFSRIEDE DAL HUEFCIE, Mo
IR G L4, MR E A THT R TCOMEZZLDRITEED TWAZENIEFTEDO, (KR (KE 2
ERE T PEMBEE, ZOIICBRAFRREBICHR SN AR OBIEIB ) 238 5. G HIL,
BHEHF Lo xony (B—Xv)—) D¥EEZTTAF VAT AN TEIBIL, #EIOKE FHESE-1%,
KB Z2E—R (30 Pa) CRUFAEFGBIERAIToT-b D ThHS. X la XML T, £, RN, M
W, REARCEOWIEH O RRB AR T LN TED. S5, FEARIIISIZEIROMERA RIS,
BHOZE A SUERRIHLER A2 B0, MR ZHIIR R BR AN A DS > OB 7o 8 2 fE [ B 5%
FTHIENTED. X 1b, ¢ 1FFEREHMND—E LRI O R T, RCHERZ b (3INEEE
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5kV, c (IMEFEIE 15kV THZELILOTHS. X 1b T, BRI A UK L 7-HilasE i o
KRELOND. K 1e T, MO NN > TS, AEDOIHIRIEOERERE, MinEL SRl

THETHIENTERE, REE T, BETRIOIEELEZEZDZ LI TEG T, kx L82D0
WETGERG TN TED. $, ERMICha8 283 d, B ENIZEAE BT R E L
KL o> TW .

B AR BB 22 BIS L2 Bk D 7T A4 SEM & Tlx, 3B RN ET5H0, B
WRFOMENIEFE LD, M B2 1552813 CTREECTh o7, ALEE T, AT —V0
EHIE, BB AT =V IVRVEE R RO T F oL AIx— A —RNRESN TR, Bk EE
IZEDIIETDHIEEBHNTWS, F, (KEZEE— RN CRIE T D2 Lcky, B EH A HETDIIEL
72N, IR EEAEZ D202 L0, BB RED DO S KL= 2 B AR E 7 (K 1b, o) A
B"BONDIER, FiT-/e A Thotz. RRFFICOIZDE T IRH N AIRE THHIEMND, MftE 3% EDX
(R — 0 B X BRI HE ) Cou T &7 8b TS, X TOAIRREIZIT VA & 29
B O RITEEREFL QOB RS UE O R AIE L C, MR ORI S Z2 L [FIRFIS, JoBE ORI
RGAAERETHZETEY, BReA RO b TldedleoT.
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Solvent-induced chirality control in the enantioseparation via diastereomeric salt formation

REFCETFHRMPERZEEM NE Fe—, K A, 2ot o, B 5]
Department of Applied Chemistry
Koichi KODAMA, Yuria KIMURA, Mikio YASUTAKE, Takuji HIROSE

Abstract

Solvent-induced  chirality —control in the enantioseparation of 1-phenylethylamine 1 by
N~(p-toluenesulfonyl)-(S)-phenylalanine 2 via diastereomeric salt formation was studied. (S)-1<S)-2 salt was
preferentially crystallized as a less-soluble salt from aqueous alcohol, while (R)-1+(S)-2 salt was mainly obtained by
addition of solvents with a six-membered ring such as 1,4-dioxane, cyclohexane, tetrahydropyran and cyclohexene to
2-propanol.  Further investigations were carried out from the viewpoints of molecular structures and X-ray
crystallographic analyses. Crystallographic analyses have revealed that incorporation of the six-membered ring
solvent molecule in (R)-1-(S)-2 without hydrogen bonds changed the molecular conformation of (S)-2 to stabilize the

salt, which changed the selectivity of 1 in the enantioseparation..

L

GV I RO AL I L D % TRESREM LS DB R RIARL L CT3ERIITIAS DBV T
5. FHITEERIFES L QWD FIEIL DO ZUIFT/UEEW THY, KA IEARE T B TIIHEIREL
RGO, WHEEARDTFEIET T HE>TND.

HAEMRD NFIENIZLDTAERMBIVTODD, ficb IR WO TV HIEITIY T AT LA~ —f
BICEDNFRENETHD. VT AT VA~ —HELIT BRI LA T L OS2 0 SR FSE,
BN T AT VA~ — ik G Lo COBR RS 2 515 CTh% (Fig. 1a). —fRICHT OSLED S
EPEAZ SR TRDT20ITIE, WG DOSLARD IR RHINSEL2D. L, RIRHEDFZ/ULEWT
T—7 @i‘l’:%/%fi{zlibﬁ>?%%h?“ LA MRS AT RTRE R N O FEAIG R RO T
HEVOITERD DS .

a) : . . racemate b)
«— resolving agent
¥ oF L o -
solvent A recrystallization liberation .
. " . " - . . enantiomer
. diastereomeric salt pair I
recrystallization | . ; $
. . T, | . resolving agent ry
less-soluble salt
! racemate
resolving agent - enantiomer

e solvent B recrystallization liberation
; : , recrystallization

liberation '
—_—

) & -
. . .] liberation

enantiomer

more-soluble salt
Fig. 1 Schematic representations of the optical resolution methods via a) conventional diastereomeric salt
formation and b) solvent switch method.
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Z ZCABIIE TIERIRHDRO X Z AL G a I BIFIL L TRV, FEsaORBRE A 5281285 T,
FONHYT AT LA~ — D ST WS T51E (BB HGE) OB3%1T -7 (Fig. 1b) . £IAG06N745Y
T AT VA~ — O X KGR ERTIZ o C, R A0 7= EIa A L 72

1. rac-1-phenylethylamine(1)® N-(p-toluenesulfonyl)-L-phenylalanine(2)|Z &2 N BN ZH 1+ 5EERIEE
WG

RKIRT I BED—>Th5(S)-L-phenylalanine | LZZlIZ A T-FIHE/RFT ©—><
MITHY, EHPDHFESFFIEL CORFNREN TS, Fox 3% ©ANHZ oo
DFFEIRTHD N-(p-toluenesulfonyl)-(S)-phenylalanine(2) %z 557 E I & 0=% O
LTIV ET BT O EN I B DR o B o2
L7z, ZORER, fanfbisie U OKEIET = Table 1. Optical resolution of racemic 1 with (S)-2 in
— L% FAY \f:%ﬁii@)—l MBS ESNDD water, alcohols and their mixture with 1,4-dioxane.
WL, WIS 142 lind 5, i Entry Solvent (wt/wt) Yield (%)?  ee (%)°
MPEHEIAFHNDT I DI (R)-1 ~EHET 5 1 H,0 51 2(9)
= % R (Table 1). ZOFEH4T Fig. 1b 1ZRL 2 MeOH 51 18(S)

o, . s . 3 EtOH 46 60 (S)

7o IO, R A 2 57200 C, mili7edER 4 > PrOH 70 68(S)
WS LT A~ — e BT, o= 5  Dioxane/H,O (90:10) 69 48 (R)
FA~—THDH(S)-2 DIERNTHFAER 1 D 6 Dioxane/MeOH (50:50) 67 53 (R)
BT F L FF v — B faD T LN CEXA LI T LR 7 Dioxane/EtOH (50:50) 63 36 (R)
8  Dioxane/2-PrOH (50:50) 59 15 (R)

LT,
a) Based on a half amount of the diastereomeric salts.

ykc:, ﬁbuﬁ*é{ﬁﬁi@ﬁikj{%é LT—% E L/’ 1’4_€/“ b) Determined by HPLC after derivatized to its acetyl amide.
T LU O ER AT OEHEORRIGED Table 2. Optical resolution of racemic 1 with (S)-2 in
T E IR U OB 7= (Table 2). £33 71 2-PrOH/cyclic compounds mixed solvents.

AHYLEREL T, 2-707 8 = /AR Entry Solvent(vv)  Yield (%)" ee (%)’
HIRA A 10% T D2 b, KFyEE {77 1 ; . 100:0 70 68 (S)
TORER, 14-VAX P LR rraF ik 2 '-_}0“:90:10 6 28(S)
FABEATE 27 S ) USRI BIRA R S R S poalls
‘ 4 70:30 63 47(S)
T DL, BHNDT IV DIARINS)-1 D E5(R)-1 ~L % S50 & 65/(S)
WHE T A EN DT I, [FAERD 6 EEstisE 6 50:50 77 33 (R)
BT HTITeRaEZoev s~ a v 7 40:60 | 74 24 (R)
T COWEBR D RSV, T LR 8 HWIQ i, "B DR
HIIC, 5 BERHBEA AT 57 b ERuT TV AT . e Q o
e N ESVALNRUIL HENT TV gRAVIECY gD Wal’))
s, Bons 1 oukoERgcs, mE 1 on/( Jaes e s®
Mzﬁﬁb\Zﬂﬁﬁ%ﬁ%@k%&jitﬁﬁ%ﬁ% S " >_DH /O 1os0) 5 2R
1E) HMid THEE THHILDRIRSHUZ.

13 >—0|-| / (i7 (10:90) 71 48 (S)

a) Based on a half amount of the diastereomeric salts.
b) Determined by HPLC after derivatized to its acetyl amide.
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2. RFENEFD 5 FEEIRET
FREDTRIASHHED SO/ DRI IERZ X DT=01Z, ()2 &

gL TRFED L DD, LVBEMZIEAEHMTHD Q
N-(p-toluenesulfonyl)-(R)-phenylglycine 3) bS) X [0} HN "COOH ©_><COOH
SoE s
O” O’%

N-benzenesulfonyl-(S)-phenylalanine (4)% 73 EIFIELCTHW, 2-7 1%
—NBIOTTa~FH B EE LT rac-l OISR ERELIZ
(Table 3). LU, WnooEElE WS G Thy ra~tdr
DUNINESTEHND 1 DNLAEOTHAIMERSAVT, (S)-2 2 WA LIRS ClIE A s wE ¢ &
IRNZEDR DTz, ZOZENBHFEHNZEIL T, L RIC TR FARIEDE S EIEEIED
ASERTEL CWNDIED DD T,

Table 3. Optical resolution of racemic 1 with various resolving agents derived from amino acids.

(R)-3 (S)-4

2-PrOH 2-PrOH/cyclohexane (10:90, v/v)
Entry Resolving agent Yield (%)® ee (%) Yield (%) ee (%)°
1 (S)-2 70 68 (S) 61 54 (R)
2 (R)-3 59 50 (R) 73 47 (R)
3 (S)-4 30 47 (S) 74 48 (S)

a) Based on a half amount of the diastereomeric salts.
b) Determined by HPLC after derivatized to its acetyl amide.

3. HEETRATFLAT—E(R-14(S)-2, (S)-1+(S)-2, (R)-1-(S)-2-solvent) D& A& EAZAT

VRIS EIZ W TIRONAT IV | ONHEPWHET ABHA RS-0, a2 W Tiibat
T A IEE(R)-14(S)-2 DRGSR ERIATZ T o7, ZORER, (R)-1 &(S)-2 IXVAR B 5tk 7 I <A
BNDHT LIRIKFEFES T T — 7 Z L TERY, SHIZHT7 AMO RISV BO T /a5 2 aiE
L ChERa bl QW ZEnsion o7z (Fig. 2). FRROEHEIGHT 14-T A4 XY R0T NERrE 70 D55 Thi
RENTZZEMD, TRIELEL TRV Z 6 BEREIED /5 F-OWHAZIVR)-14S)-2 HAN(S)-1-5)-2 kb Z2Efsn,
RIS B2 FTRRIC L QWD ED DD oo, oW T DG G eHES VI Iy 130 IR CRFER &%
FERT D870, 77 T NI — VAR EAER O AL RN O ZERI BRSOV, ZAUTIRE Y 1
DRESEIEHNRD TEHER K THHE ) _EIROFERAEHEAHT D,

PR ENDFEFITZENEND VT AT LA~ —fE O R EMEDZKIF L TN D EEZBNDTZD,
FERROZEEVEIX(R)-1+S)-2-solvent > (S)-1+(S)-2 > (R)-14S)-2 DIETH D Z E N TFAEIIND. £ 2T, (5)-15)-2,
(R)-18)2 lZ2W T b X MG AEERT 21TV, IO DO EIT 572 (Figs. 2-4) .

3 FHOAEMEIEIZILET 2R E LT, 7301 VR UIRES)-2 & ORICIIKER-BAICE ST T A
WAKFEFEE TR Y U= DRI TN Z ERZETFBND. L L INEHICHNSD &, ZnTho
717 BZIRF >y MU= T T REO B R S, BIE, (5)-2 OSAEVEIZIEE T 5 &, (R)-14S)-2-solvent

(Fig.2) DX I ODOHEFEMETIATICE L CWBEAIZIT 4 FOAFERKES (DO~@) BT A
Wy hU—7 DR S TW=DIZH L, (R)-14S)-2 (Fig.3) O X D IZFFRINIUITEEIAN LT D
GralZidhn 7 ZIRR Y R — 7RI D> T A KFEREIL 3 (D~Q) 7EiFThoTe. ZDZ &
5, (R)-14S)-2-solvent TILL V%< DKRFEREAIC L DHEEI Ry R —I BRI TED, (R)-1(5)-2 £
D HLERFERETER L QD EEZLND.

EBIZ, (S)-15)-2 (Fig. 4) TlX, WATRILTERID 2 FEO BT LARF NI —278 111 ThEgRERERRL T =2l
M, (S)-1(5)-2 1Z(R)-11S)-2-solvent (R)-1+(S)-2 D F DL ENEEH L CDHEEZ HILS. B, TNEhoy
T AT LA~ — GO ZZENEI L (R)-14S)-2-solvent > (S)-1+(S)-2 > (R)-14(S)-2 DIETHDHZ LT, ARITHT
DIF I ENORERA T 2GR 523 TET-.
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Fig. 2 Crystal structure of (R)-1+(S)-2-cyclohexane. a) Packing of the hydrogen-bonded columns viewed down the
columnar axis. b) A columnar structure consisting of four kinds of hydrogen bonds. Hydrogen atoms are omitted
for clarity and cyclohexane molecules are shown with CPK model. The dotted lines and circles show the
hvdrogen bonds and columnar networks, respectively.

Fig. 3 Crystal structure of (R)-1-(S)-2. a) Packing of the hydrogen-bonded columns viewed down the columnar axis.
b) A columnar structure consisting of three kinds of hydrogen bonds.

ARFZETIENF BRI B\ O  LIAA 42
2 DL LS TG EAEAGL T LN TE D [T
BUE | OB EA T T2, SO MBS I 3B AR Sy
DY THEENRKES B G L TRY, IR L O04E
DT DVRFEEL D DOEN L TR A D
AN RESIU T,

HF DN DR HEE TRT DINIE T T AT LA~ —
HE O LRENZ DB DHS, — R T
St E PRI LTS, ARDIHIRL RSy
R TIFZOTRNIESICHNEN 2D, %IRRT IED
FEPHEERL QKT EITID, EDII720 FOMBE
O CHIULNERNN R 2 E ] CE AT 52 8% BIEET75.

Fig. 4 Crystal structure of (S)-1+(S)-2 viewed
down the columnar axis.

References
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Functional specialization of GroEL homologues in cyanobacteria

RFRETAERREMRIFART (A 4
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Abstract

The photosynthetic prokaryotic cyanobacteria generally have two copies of the groEL or chaperonin gene. The
groEL1 gene forms an operon with groES, whereas groEL?2 is not accompanied by groES. There is evidence for some
specificity of in vivo function in these two GroELs. We have shown that GroEL1 can replace GroEL functionally in
Escherichia coli, while GroEL2 cannot. GroEL1 appears to be essential in cyanobacteria, while the groEL2 gene is
dispensable under normal growth conditions. However, we showed that a groEL2 mutant of Thermosynechococcus
elongatus is high- and low-temperature sensitive. Our comparative biochemical characterization of the two GroELs
showed that the cyanobacterial GroELs are mutually distinct and different from Escherichia coli GroEL. On the basis
of our results, I propose the following hypothesis. GroEL1 plays an essential housekeeping role, like Escherichia coli
GroEL. On the other hand, GroEL2 plays a role under stress that cannot be substituted by GroEL1. Cyanobacteria have

acquired this unique chaperonin in order to sustain photoautotrophic life under changing environmental conditions.

RO LV ETEA TR A0, #EE R T E 2= BN EEIATETD, MR RO L ASTE
BECTHD. X XTEOFITY, 431 ray (molecular chaperone) &5V NI HIZ L v m ERHINAEH DA
TFET S (D). HROFCTHTEOE R BIHDIL, VAR —AE) RNA L4 S EINLIRBE R
THHN, 1L, VR — A THAGETRTEIZIED VORI T FR (OB IRH DT FERIT
POBEFNTORUVRYAST T IEIR, B (BB ARSI B de) BT, MBI AT TAE
5 (B Z TR N B ICE TR T TE, — ARl ), ISR MBIE 255, 2HO T
DOBIRIZEED ST H " TEDEEER S DT DI, TVEFEN T, = RuDEE <D EMMETHHT
LaBEZHE, PERICRZ D) v~ 38 AZfilal b - Th B @iE AL TOD DI TIIZR B4R
BSD0, v m A, e, EAEME, BRI RSN TR T E ThD.

T mr OELIE, MBS EIRRE DARN R (B av7) 252 F HEARAMEEE GRS S o av s
238 (Hsp) ThD. B ay 7LD, IR L0k 28 DEA RSB TWE, BLARNX, 7V
— AP, W, AN A THFEIND. ANCATFIZEBWT, o X A3 IO ENEFLE,
BT "B AL, AR ARERIG AT RE N IRA 5. MET2L, mFivudflia
17 A — LD TEFMHERF (proteostasis) D72 | EHELEIZ T2 L TDEW R D, AR AR TS LS 73
BT DOTC, HRUTEDZL D a2 EEL, Hsp b8 2D ThA). J3 1 ~ur O EE
1%, FTEIRERSIL 2 OHY, ZOEREREIZL > THIEEIS DT (chaperonopathy) Bt % L ET ST
WD,

RER72 53T v ~u LU TS T8 Hsp (sHsp), Hsp60 & v ~m=" 4R E45), Hsp70, Hsp90,
Hspl00 72E DX /-0 E7 73— Hbivh. LARIAGEIZS T /2377 )7 0 Hsp (2B 5000 (2) & At
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HThHolon, ZZCiEHELS I eh o7 Hsp60 (2B 2F 4 DIFFEARRIT LIV . EEDIE, /57 r<r
VEIRF D= = TDIED T, AR TR B, B RIRREY (5 e Sm 2L R0 E) Ol &
OB L~V F U DREREFRAT ~ & — M 2D T2, B St #—IcB8id 574V k
— 7 FEERIVEDED TH T

T, FEHEO T _a i eE, REOFAN CLEEE T2 7a—=7 3558003 45T
goEL BInZHBELT- GBI 17—/ 7858k D86384) Z&\ a7 5. GroEL GRIm 4 DY aTE
@roEL T, ZDORIFRES T D22 DA GroEL E5E37) 1, Hsp60 D—>Thb. KIFEOAHIRE
fET-EIF TR, HEWES T 230707 (BAEE) FARD, ZOBIL DU IIE groES s DMFAELR DT
(3) DT, Fex IIADORHE DL L2 WEDELLT-. 7 /377 )T OfEfhR 1, Z0@E s -OFIR
PERISA I AFAET DI EDDE TN DTS, MRS eA (R REP e 28d%) 7%, SDS-PAGE T/t
AUz Hsp @ N K7 /AR VA AT STz e 25, B REZLIZ, /m—=0 7 I3V s -2k GroEL 12
Nz T, ZEARIEZRL D250 GroEL 2MFAET D2 EMNHLINI /20T, 2T, KRIGESIZE R0 T /30
TUTINE RO groEL BIRTHFAET HIEERETHH DT, Fhk, RO LRTHIERRIC AT
(1993 ) L CET- HHERIE LD, 20D GroEL 22 —R 9 58(n farn—=7 352 bl o7c. YRATER,
T INGTIT D ) DA IS RES IV o T, BB O7a—=2 7 IR 5 R BT 5%
OB D725, HIZIRRDE, 25 7 50 DNA BFIDMERESIL TS DNA Wi/ (77 /2 DNA 475
—) OFDS RN TR TR LT, B ISES T-SARR72ES 12 > DNA Wi (7e—7) AW H
HIDBIFEE T W A 2RO (A7) —=7L), 0%, Y7 ay Mgy, 7 ra—=7, SRR
FIIREEZ KL C, (FERR) Bin1Er/a—=7 L, ZOWRESEHONCT 5. T —7r % —T
RESITZ 10 BlE O T2 BB/ DB A T I L T a—7 B2 CHAA, —FEO T /HR
IZRIL THEBDA R D35HEL TOVDTeOIT, 7RSI DI R T RIS A HEEL CT RWr—7 | 2(F
T 2DIFH L. BAWTn—T% o, — T EL EDS /24 DNA Wb BOE S W a8l
HTDOIXREETHY, BRIOLO TIFRWEIn 2 rn—=7 L TLE) AfREMAREL RS, PRI, 7
IRVUARI DRENT BT NI IR EE ST, BLRND I KRB A, ZHOL0 R 5L
DEREH U, 7 oy Mg, SERERSIE, /7 ey Mg, 2L CisERGSIRE DT D77
A~ — R EBREAATO IO EL 7 A h—7 Elis A F A L. RREDSRTEZEORIZ A DL X,
FLI=BHORIER DB ST-BEE | SRS T A h—7 Eliis i COMITAITT N ES (RiF &b Lz
W) DI g Tz, BRI RR 2 HIFC, 7AY M7 ERis i E I TE, VW OobERBICER
Zfe T COIZHFRDOZEN NIV, HPEIIHE HERIFIRICOERL, R THVRCERZL T,
FFFEIZIRBAL, SHIZ D0 Hsp iBI5 F-Dr/a—=27 (543 5 AB010001 X TN AB002694) IZEKEhL, PU->D
FRSLDER LR oTy, ENDORSIP RSN FIHESDA L I T 7 7 8 —DHFHIK 15 Th ol

ZOINLTHFER/m—=7 U e groEL &8s (8835 D78139) D _Eift (Iks) 121X, KGR OZh
E[FRIZ groES i8I T-DMFELTZ (). $6-C, RIBEEIXIRY, > 7 7307V T E —FEED groEL Ein1-
DMFTEL, —J71E groES EA X TS 203, MFIEL7enZENHENNI 2T, FiiE% groELL, %E%
groEL2 Lt LTz,

72, ZREED GroEL DMFET D024 BE0K, EIHLDOFEFFHICHEREN /2D T e E
Z 1= MEE ORISR b, 22 ISR B9 D98 (S, 6: ZORZETIE, BRI TS5 TIIZRIC &L
el T NS SEIR BN T T A~ — B RS A OIS T AV b—7 FEEs 2 A S Thbo70) Iid s
9%, GroEL OERE /MU DUV TR ~_720 . GroEL1 & GroEL2 DFEREMNFL/R DD IEDINNEFIDT-012, 7/
ITVT D groELL o O groEL2 8in 1%, KIGED groEL oA RRISGEANTHZ LU, 2O
EFIRECIIABT CEXONEETIIEBTTERV. bL, KIFHED GroEL L[RIEOMREEZ B T 5551 K
HIXEE CHOAEFTTHIIRDILT THD. groELl B ANTHERGHEIIEIRTER AIREIC /272 (4) 23,
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groEL2 T 25 AL Th (GroEL2 [T REIZHEBL - ERELI2ITb D)o b ) B TR0 -72(3) . RIS, ¥
ITTIT D groEL2 BAG T AL TEOBREA T 52 LI U7z, FIRMEDS DIZHAR LGB T/
ASTTVT OB TR IR EE CIRERZ B 7273, 9K groEL2 (B FRBRROREEU RN LT= (7). 2D
BT OBEENRHE CHAZEMBLHENISNA LT, GroEL2 ZRf/-72UW MNZh0 )b, ZOREEARRDE
WEESM TICBIAAEBITEWNTI RO 2o Tz, LnULERENRG, ZOEERMKT, AP EFTLODER T
SRR T T, (BFARREFRIERIZ GroEL1 & EL72IZH )b hT) 2XAEF TEph Tz, iR 7 /3771
T D groEL2 Bin AR MIRED AR AZKIL UM Ch o7, — 75, groELl 385 OB EN L T2
EVIOHEITR, 2O ISR FEERE R D, 1T, GroELl X ARMGE GroEL C[RIERIZ, I (AR AT)
DBV HEADBEETHDIZHL T, GroEL2 X, AR AT T GroELl CIIfAEAR AIREZ @& 242D Tldir
VVNEEZ TNV,

ZDEINZ, GroEL1 & GroEL2 (3 H 72 H8EREA D D LB X HALDAS, TIVHD GroEL D&Y F72 D D72 557,
Fox 1T THERE 72 GroELL & GroEL2 2 KEIZHRIIL , 2 DOBERELARIE A K5I GroEL L ELERL 72 (8).
ATP 7 —BIEM v R ARV CBRE 7B O RO, EORKITA VT~ —EEDO RN LEMZH DT
EDVREI . KT GroEL 1%, 14 0D GroEL (V7 =) 23MEFE- T (14 &AL L C), —BEiDR
— TV DIHHEEE L TN, R—F Y D% 5SS IDNTGroES e 5. EOFERTEDH D >TcR—F
Y DZERES OPASHZER O HIZ, FERITIEFINTRUWRY AR T FROEMRY X T FRR—D AT,
HRRN DD 5 73 GO RRBES AL, oD (B ITEEM) 20 B EbHEUSHASERE T 587, e
te. REAHDHNIZNERY R T FRELDFHANER L2 BT DO I FED GRS NS, 1o
T, Yy _utgRea RicT BT, ZOMERRITIFFICHETHY, (MROZELZEEID) RIGHEED
GroEL |22 €72 14 BIRET 5. ZAUTKL T, v 7 /377 UT7 D GroEL OA )T ~— &I REZEE T,
fili 2 D FEERSAFAFAL TEORP< GroELL O 14 &R 52 81X TETZ. LnLRAD, GroEL2 DZ VTR
T HZEIIARARETH 572, GroEL2 23 ARA N CHERHEREZ F7- 371213, 14 |IATIT RV, KIGESCM
DEY LTI 2D 0= — 7o R DT ENEETII R NEE 2 T, e D TN,

SE3
1. EllislJ.
Proteins as molecular chaperones. Nature. 328:378-379, 1987.
2. ffAHE
TR T VT O 2 v 7). CACSFORUM.  22:20-26, 2002.
3. Furuki, M., N. Tanaka, T. Hiyama and H. Nakamoto.
Cloning, characterization, and functional analysis of groEL-like gene from thermophilic cyanobacterium
Synechococcus vulcanus, which does not form an operon with groES. Biochim. Biophys. Acta (Protein
Structure and Molecular Enzymology), 1294: 106-110, 1996.
4.  TanakaN., T. Hiyama and H. Nakamoto.
Cloning, characterization, and functional analysis of groESL operon from thermophilic cyanobacterium
Synechococcus vulcanus.
Biochim. Biophys. Acta (Protein Structure and Molecular Enzymology), 1343: 335-348, 1997.
5. Nakamoto, H., M. Suzuki and K. Kojima.
Targeted inactivation of the ArcA repressor gene in cyanobacteria.
FEBS Lett., 549: 57-62, 2003.
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Research Supported by Analytical Instruments of Comprehensive Center for Science

BETZHARMERZEM 61 &K
Department of Chemistry

Toshio HASEGAWA

Abstract

I have carried out lots of research using various analytical instruments from Comprehensive Analysis
Center for Science, Saitama University. Particularly the NMR spectrometers are a very useful tool to
solve the following problems. (1) Structural analysis of novel aromatic compounds both in solution and
solid state. (2) Detection of unstable reaction intermediates and monitoring the reaction process using a
variable-temperature controlled system. (3) Elucidation of natural compounds using a high sensitivity
device and many kinds of 2D NMR spectroscopic techniques (COSY, NOESY, HMBC, HSQC etc.) All

of these studies would not have been possible to accomplish without the center.

1. [XL®IZ

SHTE A= TETHEE) 30 FITRDEEV, ZIVETORADIFIENCZ DB Z—DIFAERE LT
FRERLD Tholoh g, WO TRUEL. ORI, B Z— DA T 2845, FF 12 NMR O#E
F1ob FIZk > TR ABNEL T 72X BWET . ZCNETOFEDI B % —D NMR
R C Lo TIED N BRI FE DL 2> TOTRFZE R IRV Z > TN E W ET

2. FHRFERILEDOEE

Ry LS s L BB A LA WIL6n B HEFEE DT 5 OMRND, FOEEBRL
BEWELTEL ORI TEE L. F72, 2O 2K EISEASN - bR ey 2 (XA B
BAEWMEL CTHET DV ST R EEZ AL QDI ETHHLN TWET. BT OIS0 L —7 Tl
a2 DIEFEITT O —DERERFICH) — D BRIFFITE SRR TALEY 3 BLU 4 OREIEIC
DWTHRFTLELTZ. 100CHSRIEETOWRE AT ZEICEARIENSFTREZ: PC NMR /3 iEIcE-TC, 2
NHDZR RV EEHR AP E L TIEL TV DI LA EE IR EL D,

X
Y
1: X=0, Y=H @S — C[S\H 3: Z=H
2: X=0, Y=0 N SN 4: 7=Me

3. FRERWHEERDHEIZKDRISHEEDAEER

TTUNL, AV TRV LR G2 + 2BREAINBOSL T BRI A A KL ET. BT O
X, T == T e 5 L rmauaY Ty 6 EORUGHEREIZ OV T NMR ICEDMETZITVEL T
NMR FEHE $1-100°C DIKIRA D NMR O EIC L > TRISDIBBZITWELZ. 512, HLZRE
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HRRA 7T oG L BT 52872~ O NMR JlEIZ > TIRELELTZ. ZOREE, 202 + 2181k
MBS, [4 + 2] BRAGAINEOS EZFUTHESEEAL R D 2 BERECTHEITL TWDZEZ BT L EL
7.

H
...... 0 °
o
Crommmnn Ph Ph
Ph H
ph-C Ph Ph
5 6 7 8

4. FHRBRIES OHEBELZOEERE

BT, B DORIZOWTIR RN EBRWET . RIROEBEMIZE ENDEF R OMIE R E I,
1 mg LA F T PC NMR OHIE DS 7] HEZRFE D =Sl B Ll 2 D 2D NMR JIE HIES BT I
TR —D NMR RO IIRBAIC T v L CWET . 2o, Fex BNEVHFE->TNHD
TV OREERNDTH 1 mg THRBIITHIZENATREIL > TWET . SBIC, BREHOIRAY TH
UE, BT 52 L <EEORE, DRaKEbHEENTEET. 5F T, GC-MS OIS ThHho72L25
IZNMR &) FHEAE A TEAINTRNELT-. ZORER, B HREHEOEH RN ML WD HTEIC
BT, FHOBAFT L9 L 10 2 AEOFTHELT R EL CRHTZENTEELE Y.

5. BhHYIC
ez BT 5 Z—DBEEM IS HBIOIHL VKD EBWET. 2Ol 2 —D1FEET,
YA —HHRE DS 2 DRBMNTFIZEAL DL THBVET.

& Xk

(1) Machiguchi, T.; Hasegawa, T.; Kano, Y. Bull. Chem. Soc. Jpn. 1993, 66, 3699-3706.

(2) Machiguchi, T.; Hasegawa, T.; Ishiwata, A.; Terashima, S.; Yamabe, S.; Minato, T. J. Am. Chem. Soc.
1999, 121, 4771-4786.

(3) Hasegawa, T.; Toriyama, T.; Ohshima, N.; Tajima, Y.; Mimura, I.; Hirota, K.; Nagasaki, Y.; Yamada, H.

Flavour and Fragrance J. 2010, in press.
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Mechanism of photosynthetic activity-dependent transcriptional
regulation elucidated by MALDI-TOF MS spectrometry  anlysis using Autoflex 11

REFBET AR EREZHMA HIi hET
Department of Biochemistry and Molecular Biology

Yukako HIHARA

Abstract

The redox state of the photosynthetic electron transport chain acts as a critical sensing mechanism by regulating the
transcription of key genes involved in the acclimation response to a change in the environment. We have shown that
small LuxR-type regulator, PedR, is involved in photosynthetic electron transport-dependent transcriptional regulation
in the cyanobacterium Synechocystis sp. PCC 6803. We report here that thioredoxin (Trx) is identified as an interacting
factor of PedR by pull-down assays and subsequent MALDI-TOF MS spectrometry analysis using Autoflex III. Under
high-light conditions, it is likely that PedR is transiently inactivated upon reduction by reducing equivalents generated at
the acceptor side of photosystem I and mediated by Trx. This is the first report showing the direct interaction between
Trx and a transcriptional regulator to connect the redox state of the photosynthetic electron transport chain with changes

in gene expression.

T ITTIT IIHE O EERAR DI A T HEZ 2 HIVTEY, JEEBAMIFEDET VA E L TR
DIVTND., FNLZDOT T /30T IT O—FETdnD Synechocystis sp. PCC 6803 (LL T S.6803 LM&HELD) 2 VT,
AR BAR - FEBHIHO BIRZ TS TND. JEERAEMND, IR - REBRIR L OBREESRMO IR
UGN DB s FHBLD /37— e RESE bSE, BILWEBREESRHIRUE 835, ZORR, BREiStDZ
AN ABA S = LT, e RS BT E I RTZL THDD TR W, LUV ZED LIRS
WESHV Tz, JEERTENES, SN R<Z2AUTHIINL, IRED T T, ZOIO700E D2,
R, s FFEBVEBOD 5 | ZRATRDD TIIIR NN E R T ThS. FLA S, S.6803 &3 bIfOtSIHIR
L7ZBRS, A REARZEROSZEL TR<E, 1@mHFI30E T TRONDITT DOBIs - IRE A O HHD
FEEZRLARDTEZBIEL Tz, Lo, SEBEEEMED 2L E DI TERFFEIZAUUITHE O D, £ D
2272 7 I BRI DUV TR 53703 T Rho Tz,

TOUTIRGL BT, RTeHOMIEERIT, SEABIEMEIS UGBS S.6803 DR GHiIfHIA 14 Hiff
[AI7EL, PedR (Photosynthetic electron transport dependent transcriptional regulator)= 44 L7z (1). PedR 364K
BFAREEIEMEOAR IS T TIE, WO DBGFDEEEIEMAL, E7-13 I B> TuVA28, G
FHZ I E FREEE EELE, —IEBRHEZ LA L ONE LT 2. 20T, JeaaE HniE
TEHEDZA I, EDEIIZLT PedR IABZ HILTNDDTEAINN?
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ZIT, TNETAELNY FIEZ AT PedR EHH ma fﬂi_@fiHis_PedR
AAET 250 B OV AT T2, N A His #

7 HA UK $ PedR #2378 (His-PedR) %
S.6803 HPAERROMANLIRIZIRAIL, LIZH A F o
NR—FN25ZEI12dD, His-PedR SFHANERZ L 08
DEBWIEREAET . T D% His 27 (TR EE R
k(L 2% %, His-PedR ZFEESETHNE 201
PRI 123 Do BEL , RV MEREDIZIT His-PedR %
L. 2ok, 3 ho—/ L3R T His-PedR % \;j*-(—PedRH'am (12 kDa)
IINLZ2V IR R SRR A TRIL, RIS

VoI HOB AT T, OUTHRLNIZHET 1. FA48Y kic & BPedROIBERRS L3y BOEE
DH 730G % SDS-PAGE 1AIZ KO/, $RYAIZ 302 7GR R AL T-E 25, His-PedR Z¥RIIL
TN D I, KEZH 16 kDa fHHS DL 7 EDMRHEI, PedR OFHASERZ L VB THAIEEZD
(X 1).

DR IRTEPMITHLDONERITET DD, X _TE N KAWL CTH LRI E R DR 7
AL, BB A T F R G E R o R 4 — IR E STV D E RO IEE,
BRUKER 10 Autoflex HI [ZHMF, ¥ AAT ML (Bl S IVZEEE —7 mvz, fithl i sz oo
TeANRT W) 5512 (K 2) . NIV D T E LRSI, FrEDT RS TR 7 F A U2
729, SHONTZEEE —27DOYANE, AOFEH (fingerprint) DIHNIZ DXL /R VG EA T2 F— . 42
77 BNEBIHHADN 25 TUND S.6803 DI EZWTIE, ZOBEBE —IVAN, ZDAEXYNFF 28
NRIBOHIHE B — VAN IRETHILET, X VEDREEBHRHIATIZENTED. ZOREHIE
T RXTF R AT AT =TV NEERES. (FONTICEEY — VAN, T4 EOfETY 7 - [ Mascot
(http//www.matrixscience.com/) {Z TIRERL 72 L2 A, B S RIES.6803 DF AL RF 2 TrxM (SIr0623) Té%
ZEPHBLMNT ST TR T FRD1-D (m/z = 1792)&4 T NEEGHT (MSMS) (ZLDEGIZF
HrL7=Z A, ZDl5173 LNTDENPNTASQYGIR THY, TrxM OEESCThHZ LD MRS = (X1 3) .

-(— PedRZ ik (24 kDa)

<t—fEERS v/ 98 (16 kDa)

Abs. il * 1000 Abs ol * i
b —E——N——F—
1782973 #7.5 +— R—+—I—+G +—Y ———Q ——§— A——T— -

8- .51 i —R——— P

] 480
- 175.258

1

Al 425 y
£ e 895,02

A y8
0- 375 | h

i 45306 704505

8- Eat) y3 y7

o 325 | | |
L N3 784.56

(172 b7

2 00 ¥ b
2! 275 269355

i ¥

228310
b

»
BB

2. HWEERZ/THED N T UL 3. m/z=17920 H{LEi F OMS/MSEEHTHER .
BMRDIRAAY b, T—BA—ZRRIC 7 =/ BtE25ILNTDENPNTASQYGIR A EIE Stz

FUFALEFOUTMERIE =NT=,

F AU R AT ZSLTFAET DXL ETHY, B NFFOTF A — )V IEEREH 2 L R TE DT A —
VR CF A — L« P 2V T A RO AR A LT T 282 KD, BEETEMEO 72 ST E L QWA e
MBEIHIVTUND. S.6803 13 4 FEFEDT AL R ZEFON, ARIOERRTIL, ZOWERLAIEN TOFEE
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DN TrsM DHEESIUTE T2, RITIE, T NVE 7 AETRHRIESIVZ PedR EF 4L RF 0 EORAEVEF DN 5ERE
(ZHEE CNDDNEINRGTT DV ENDHD. 2T, Kl PedR SEHIT AL R U AIRALIZE12 PedR D

FFOT 2V T ARFEENTF AL REL A K0IET

HARD BB FHSERIIBEED 1= 55172 \0))
T, L FTO PedR OREEZLBLORE
ol AN AN e |\ By
VL EDOFEROFER, HeA B FAREEEITK
1ELTz PedR DVEMEHIEID AT =X LSBT

SNDIER, TALRF ViR

TSR O -ARERER (TrxM

E‘i E
i ]

hIL, N, B
air1957 %ﬁ‘":' -
ndhD2, pe PedR eg- H

pedR-sll0296

@iﬂ@

72o7= (¥ 4). 959 F Tl PedR I3EMFIELC
G T TOBA, ML T CRAHE
EREE S EEDE, AT B N T ALK CEp

FLUEIETL, SHIZTALRFL L PedR AR
o \\ /’-

Jtl, PedR T8I/ S LA LT 9. ZO
EEALOFER, PedR 1ZATELL, FDOXKE T
PSII > PSI |
e’
%%ﬁk%#—h‘:ﬁﬁﬁ

HOBIBTREOFBIL NN T 5. 208D
IRAT) =X L TCHAE R E A mEL BRI B
V7L TCNDTEER T ZENTE(2).

HAEMZBNT, FALREF LU NS
R RS O DRI 1552 C, YA RS
PEARAFAIZ2 A TH Z &I X <M B EH LT
7=, BOlTClE, ¥ 7 /3777 HIESC B R A D
AR TS, FALRF L SHEERTS
BT EHT T A= T AT D BTN, ZL<OFHT AL RIS L XV ERRESIVTNS.
ZOFER, FRINDZL DORHHEFED A BIEHRAFRIZRHIEE 2T CODZEDABINI IR S T2Ds, ZDT 7
A=T —HERECIE, HRNAFERED D7 W RS HRIEIR -2 BEEEE T 228X TE T, AL RF U aGHE
(BB B> TOBNEINITIRIRE L TRIAThH -7, AIRZEN, FA LRI SAHEMEAL, KA
FSE AR B SR GHIBEHIA O RO B2 725.

BHREOITEEZ T 2ICHT20, B at it 2 —EMEiN B OB AS IR E B IS o7

ZOYaAED THRALAHL B0,

E4. REREFEEEFEICRE L -PedREEEHHOEKE. AEKEFEEN
DoMETANFAL FXRL o (T)EETL., Txd'E 5IZPedREETT 5. &
TRPedRIZMEE(LEZR- LTHELT 5.

SEWX

(1) Nakamura K and Hihara Y (2006) Photon flux density-dependent gene expression in Synechocystis sp. PCC 6803 is
regulated by a small, redox-responsive, LuxR-type regulator. Journal of Biological Chemistry 281: 36758-36766.

(2) Horiuchi M, Nakamura K, Kojima K, Nishiyama Y, Hatakeyama Y, Hisabori T and Hihara Y (2010) The PedR

transcriptional regulator interacts with thioredoxin to connect photosynthesis with gene expression in cyanobacteria.

Biochemical Journal 431: 135-140.
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Purification of thiosialosides by a recycle-type SEC

AEFRET2ARRE LR Aok e
Division of Material Science
Koji MATSUOKA

Abstract

An efficient separation between fully acetylated thiosialoside methyl esters and fully acetylated NeuSAc2en methyl
esters was accomplished by means of the SEC method. Purity and structural elucidation of the isolated compounds
were performed by a combination of elemental analyses and spectroscopic analyses, including IR, 'H, and °C NMR,

and mass spectroscopic analyses.

LI

ERNICEB W TEBANAAAEL CODEETEEIT, X V8, BElRE, 7m7 47V I AWE
DIFFTHY, TNOEATEEF ORI, <7 FR, BRBRICIRS =0 EmBHEb TR~ 72 AEmBIZIC
RSBHEL TS, LinUenss, IS FO3RA TS, EIMECER T DL PRSI KO i s A 12
IRLTCWDT2, FEBHEIE SHEREIC DUV CO SER7IRIIZIZEE > CQUVRU. L LD, AmBigH B 7=
TERONTL U CEHERERE S TODLZEIEFIE VRSZITh 5. ZO IS ARG A ROk
DR DELSTEEDT 7 =T 4—1F, HINTIL@E mM (10° M) DA —F—ThHY, ZIUIEEN ST
720N, 1970 FRICHIT D Lee HOFEBRAIZRFFZEIZLD, FEHOMEZIEC3 LIV E L EHED ] E23 7S
NDHIL B T A% — 3R MRS V. BalOBIZRICIB T, AlERIE LT, B~/ g-oRey
2, HOHRRIZ I D/ 0T 2BDUNTT T R IEIHENDIV R AU E T D LS LB 77 28—
EZY, ZOREREL TOEIT T 2T 74=T 40— D EAFEBIL TODEEZ LTS, FEHT R~
—I%, ZOIH7HEREMENESH A N THNCHANEL SRR GICRVER LS E T 07 Thh, ZAlilrz o7 fEHD
PREZ SIRMNCRBIL, FHLWEMED [ EATEDEHIRRSND V. LnLasis, B H B OB LT VR
U= —DFERUC BT, ZLORBENRFEL, BRI 7RO SR Bt k8 IARd CEEETH
ST BBV, YT EEOF A7V ROREIZIBNT, BIERMEL TOZ VI — L ORI N M E-T
W2, 22 TR OREE Sy T-EIC I BITCED YA R m~ 57— (Size-exclusion chromatography;
SEC)YAFIRLI=D TR L= O,

BRLER

T NVEERND 2,3-7V 10—V 3 DEIAEDS, BEEOZ7aVR 1 EFAHEEAI YT N(KSAc)k D HifliZe S\2 KUSIZ
TV AMETETAT'T—h 2 OERELELITEZS. (X 1) 23U, SN2 ERIFHIEZ DBk GIZEY HCl
DR CTECDEVER ChD. ZORVERBIOREL, BFOra~hs 77—, fdftie L 2=, k&
Uz i&iooTe. T7205, (KEW 2 & 3 O TLC IZEB1T5 RAEIE, flix OREFIEEAALIZAFRICTHY, U7
TN TT 4= S ORS R ATRE Cdo oz, T 7 R KROF 47 Vs RO, von Itzstein HIZ&
HHEFINDHDINNT, FERIZIRS W CIRD TREECH 720, MHITRGYE Dif#EL 7%, HPLC IZX0H;
FILTND Y. Box L, (RERE ST AP RIS TRERICEZ2 kB 2, SEC OFIF "a MLz
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OAc

COOMe
_ OAc OAC coome
i) s AcOumme
. sac + ‘Ao

OAc

1 2 3

1. Reagents and conditions: i) KSAc (5 molar excess), dichloromethane, 0 °C — rt, 2d.

—FELT, K2 IS T BT A7 VAL REROAVTNEEEZ R, ~ar b4 LT 47 /7 —h 2 L

B, VATFATIUABRCED 2 OF A T7— 7 uINICID AN T A RO I LD R S ATz, LsLZRns
B, YVNT NI~ N T 74— L DRERIC BV, #i2 BROBBEZITES T, 7V —L 3 LORE
WChotz. 385 LDOIREWD 'H NMR A7 VX 3A NRT . WA RS DR ey 7L
BHISI TS, SIBT NI~ 757 — X EF A LA O B IRAE DAL D55 B — R Th D3,
SEC (3WBRAIWAE 2 D7 WV FBIC LA BEFE— RN T, 22T, B2 18D 3 &5 DIREMIIKTT 2
SBEFEIZ SEC DA A, Z2TIE, 7 LDOBEREBHEE RENT FEIZ P H5Z&i3TEDUH A1
I SEC &I ZE B L, DR y#iEa FATUT -

. % Ac COOMe
Ac 0 SN i AN, +3 _i 5
2 (+3)+7% = Ac Ac C o\/\/\( )
OAc

OAc  COOMe

OAc
...... AcO
2(+3)+ Acogwo\/\/\ L “°“@S’§: N

2. Reagents and conditions: i) Diethylamine (10 molar excess vs Br), DMF, 0 °C—rt, overnight; ii) purified by SEC;
iii) Ko.CO3, MeOH—DMF, 0 °C — rt, 2 d, then Ac,O—Pyr, rt, overnight.

U A2 NAI SEC (2% 3 & 5 EDIREMD ST 07 7 AN %X 4 (RT3 L5 EOIRAWINT, 249, BH—
=7 THY, 2 B2D RN (impurity | IO A 7NV O BEFETERE LT, 2Dk, B—t—7 1IFHR~ 12
DEL, 4 A7V BITIE, B2 I 27 I D525 EHICE N O BB LT, 7V —L 3
EateF AT BT 12 (M3B), BLOHEEL7-F 427 Uas R 5 (K3D)& 3 (K 3C)70 'H NMR A~ ML

TNENOREE R OV 7 IV EMEE T #E 52 7.

ZDOF OB IIMEEARGET DI 2D T a RO BEEESEMEL -, ~aZ i 6 LT 4T 7 —h2 L
DOFEANE, REEIVD DFIE T, 2hRIKHEITU. BT 2T Uk, U N ra~< g T7 —| :oté*f@g%
Mg 22D, 70— 3 EOIRGEWEL THBEL 2. FFRZL T, ZOEREWE VA28 SEC EEICIY
L, FATVAUR T R b EmE L THEEST 528U, ZhbD LGS E &7, T
SEONTEOYIMERHmI - LRSS RS .
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(aglycon) H 93 H-5 2 H-3eq |
CH— SAc
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6.0 5.5 5.0 45 4.0 3.5 3.0 2.5 ppm
3. "H NMR spectra of (A) mixture of disaccharide 5 and glycal 3, (B) thioacetate 2, (C) glycal 3, and (D) pure

disaccharide 5.
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4. SEC profile of the separation of disaccharide 5 and glycal 3. The inseparable mixture was injected into SEC
columns at mixture load.
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FEHH

ZZ TRV TR R DTV RO A B, VA2 08 SEC 2EEIZ D087 1ED )
BHTHHZ LA R U BONIALEYMORED RIEB LI OWIEL, "THNMR A7 MUZI05HLTZ. E61Z,
FNENDACEMD TS, BEOHTEETTHZ LI, N AIEUIAL S ChHHZ L 2R LT,

HEE

AWFFENTISUWNTHEIT LT BIERAIT T, /N RIS+, BoAH— 1+, ZERERELORICIIHISh
72, 20855 A TEEHLEL BT, Fe, AFFRCIVTHEIL7- NMR 348&, JoRorsE, Hanth
AT, APPSR A — ICRE ST OO D& AR IS CTAV V., BE 5280 A 0 75 2 1AL
L BT

3CRR

1) Y.C.Lee, R.R. Townsend, M. R. Hardy, J. Lénngren, J. Amarp, M. Haraldsson, and H. Lonn, J. Biol. Chem., 258,
199 (1983).

2) FESHILI—EE, FH#AEY 7% 111, 20 (1994).

3) BIAIE, LA, 77224, 39,301 (2001).

4) a)K. Nishikawa, K. Matsuoka, E. Kita, N. Okabe, M. Mizuguchi, K. Hino, S. Miyazawa, C. Yamasaki, J. Aoki, S.
Takashima, Y. Yamakawa, M. Nishijima, D. Terunuma, H. Kuzuhara, and Y. Natori, Proc. Natl. Acad. Sci. USA,
99, 7669 (2000); b) H. Oka, T. Onaga, T. Koyama, C.-T. Guo, Y. Suzuki, Y. Esumi, K. Hatano, D. Terunuma, and
K. Matsuoka, Bioorg. Med. Chem. 17, 5465 (2009).

5) D.R. Groves,S.J. Bradley, F.J. Rose, M. Kiefel, and M. von Itzstein, Glycoconjugate J., 16, 13 (1999).

6) J.-I. Sakamoto, C. Takita, T. Koyama, K. Hatano, D. Terunuma, and K. Matsuoka, Carbohydr: Res. 343, 2735
(2008).

7) T.Kimura, F. Xue, T. Kobayashi, T. Onoda, and H. Yamamoto, Polymer J., 36, 205 (2004).

_45_



(RALE2—)

BT B~ AT RN EE LT A BV SRS IR LD
R RBERIT VB

Atom Transfer Radical Polymerization of methyl methacrylate using iminopyrdineiron
complexes immobilized into fluorotetrasilicic mica interlayer

REGE TERRMERIFEEM Ui Fenl, RIg =, BJI H#t, = 54
Department of Applied Chemistry
Takashi KONDO, Masa-aki OHSHIMA, Hideki KUROKAWA, Hiroshi MIURA

Abstract

The iminopyridine iron(IT) and (II) complexes were immobilized into fluorotetrasilicic mica interlayers through the
intercalation of the iminopyridine ligand into the mica interlayers and simultaneous coordination of the ligand to the
interlayer metal cations. The prepared catalysts were used for atom- transfer radical polymerization (ATRP) of methyl
methacrylate (MMA). The Fe**-based catalyst did not show a significant activity for the ATRP of MMA, whereas when
ATRP was performed using the Fe*"-based catalyst, PMMA (poly(methyl methacrylate)) was obtained. Two peaks
were observed in the GPC curve of the produced PMMA. Because polydispersity index was higher than 2, free-radical
polymerization occurred simultaneously. To suppress the free-radical polymerization, we varied initiator/catalyst
molar ratio. On increasing the molar ratio from 2/1 to 4/1 (favorable conditions for free-radical polymerization),
PMMA with higher Mw was obtained. In contrast, by decreasing the molar ratio from 2/1 to 1/1 (favorable conditions
for ATRP), PMMA with lower Mw was obtained. Those results clearly indicate that the lower Mw peak in the GPC
curve corresponds to PMMA produced by ATRP.
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Scheme 1. Mechanism of ATRP
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Figure 3. Outline of catalyst preparation
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FTLCPMMA 2M3H1T2. ZORERED Fe R CIE, Fe* L Fe' 15
@F'Eﬁ@w VI AURZED ATRP ASEEITLI- LB Z BH, £/ ATRP 260/ degree

| . -
IR OB AR ChBIL N ot LNLAFRsy (e b IR0 Profils of @) Fe e

15 ILIEFNZIAL (Mw/Mn = 17.5), Fig 5@)IZR"T L2357 PI/Fe*-mica. Samples were analyzed
= ey afterdryingat 110°C for 1 h. The values
PMMA D558l OBk AfiZe /s LTz in Figure 3 indicate the basalspacing

(doo1)including the layer thickness.

Table 1. Results for the polymerization of MMA using PI(2,6-Me,)/Fe™-mica catalysts (n=3 or 2)

Catalyst To'/°C  Time/h PMMAyield/g Conversion?/%  Mn*/10" Mw/Mn
PI(2,6-Me,)/Fe*-mica 90 24 0 — - -
PI(2,6-Me,)/ Fe*-mica 90 24 0.239 23 0.71 75

:1 T = polymerization temperature. > Conversion = (PMMA yield—initiator) / MMA.
Average-number molecular weight. solvent: toluene. molar ratio [M]o/ [Io/ [catal];=200/2 /1.

ZORUEMATIE, BIAARIDEBRIAFAEL QWBZ IV T —FV )LV EAE ATRP 3G HEf TLI-2
EDFRREE Z DD, T CTY =TV INVEAEIRSE 5720, BRIAAIAH AT CREZ(To7-. 1
A% Table 2 127”7, F7z Figure 5 121355172 PMMA D4y F-&55 A a9,

Figure 5 XV, & 4/1 ITHEIISECOU—F UV EADMEMNGETLOT WRIECEAZT1256, &
T EOE — I N EL72 D55 A AR T2 (b). UKL THA 11 NS T —F 0 IV EA D
ITUC WS CEAEIToIGE, B T EAOE — 73 F L2 5 AR i EHI T (c). ZNHOREEND,
B ERNOE—7 N\ T)—F I VEAHED PMMA THY, (K55 FEMIOE—23 ATRP H3K0 PMMA
THLIED ol
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Table 2. Effect of the initiator/catalyst molar ratio

Catalyst [M]T/O[:ir /r[acflaotal]o PMMAvyield/g  Conversion” /% Mn?/10*  Mw/Mn
200/4/1 0.259 23 1.26 55
PI(2,6-Mey)/Fe?"-mica 200/2/1 0.237 23 071 75
200/1/1 0.220 21 0.74 55

Polymerlzatlon conditions: temperature 90 °C, solvent toluene.
' Conversion = (PMMA yield—initiator) / MMA. Average—number molecular weight.

[1]¢/[catal], [1]y/[catal],

2/1 2/1
(b) (a)
V \%
4/1 1/1
< —_—

23 43 6.3 2.3 43 6.3 2.3 43 6.3
Log Mw Log Mw Log Mw

Figure 5. GPC curve of PMMA produced using PI/Fe?*-mica. molar ratio (a)
[M],/[1]o/[catal],=200/2/1, (b) [M],/[I]¢/[catal];=200/4/1, (c) [M],/[1],/[catal],=200/1/1

4. HEER

PREBRDOBR L EIIERA LT, PI(2,6-Me,)/Fe’ -mica & PI(2,6-Me,)/Fe*"-mica - 1V-E R, ATRP 2177,
ZORER, Fe' SRETIE PMMA (34U 72600, Fe A ClE PMMA 2355072, ZOZEND
KRR AR D ERBEARDY ATRP DL U CH I ChHHIEN DT, AR LT PMMA D43 1-Bal 3N A%
RLTHEY, PIRAHVAEEH AL CEAEI TR, Mo FR&AN 7V =7V B K, AR =l
ATRP HI3ED PMMA ThHHZEN 3 ->T-. LinL, ARRLTZ PMMA O F-E5ARIIIAL, BISIIVE 7L
XE R o7, SERERIZEEL T DEHACEA SFOMENIIY, NY— /ML o7 vy 7 B AR
E DB RIREIC 2D EHZ 2 HIVA.
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4096 (= 64 x 64) DFHNATIVEE T, BHIITI T N B L%
340 x 340 pm, EZ7BLMFRE 2.7 pm O FTIR AT RLAA—
¥ AR CEAZ N TED. F e, EmEEl XY R —
TEYTZ NI T ECarha— L 52 ETEEDAA VRS A L

WIS, TVIEHPHD AT M A A=V EGH T80 FRETHD.

ZDIDNTERIRAA—T T INAIRELR FPA FRiHIZR THHNS, 2D
rEMEREZ R S, P NTIX S DA D . IERkD BLFR T g e 72
729, FPA s 3 ENED R EBE T HEE I TIRIFESRT
BAETHUENGS. BUCLDE A= T, HBAZHEARRE R
HAWAEL T T2 THD. 7k itz ThHY, HIEE ITHRIR
ERBEITH KB LB HD.

HIET—R X O WILE—RIZNZ T, ALEETIE Ge
TVAH V% BT 5 ATR 5 (ATR: Attenuated Total Reflectance,
ERGHEE) [Z 58 FTEETHS (20 15 ATR xi#85) . ATR
EIXPVAGZ N Z Y T AT A2 8T 7 VO FK i FIZh
SOIATL RIS L ST, o7 VO FERRE GRS 10 I/ F2
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FE) DIEREAFHENTEDLOTHD. B ATR {ETIXBEZEL 10 um FEE O IMEIKO IRIMRIL ATk
NEEEHGFH LN TED.

B FIRBZU 1T a A AT 4o 7 IZE - TEE XY Yo T NAT—U2BEIL, #HRL XD
CCD WAL DAIRHTH DR LT A AT LA T e D2 L3 CED. JE -7 — 2B I ORE S 7
727 OPUS IZX~> TS, BEISEEOTEE SO — R OB S 1T BEMEEAR CHL I ETEDA, Y7k
T ETHEED FIRETHS. OPUS IZENENDRET— Rt/ —F AXT A2 70812 I THEEE)
(ZBMIRECEDN, IEFICSHEAETHY, AT IV TS AT Z &N CTH D LU T-.
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{forum in FORUM})
WA o<~ 778 &5 3 (NanoFrontier eLD)D#ES T

MEESTXEE 52— 2l 2, Bk A
TEARRICRIEZRE B 159

1. FAHLE

FEAREE, flE TR ORI B o ¥ — 2 A NiNAT 74ED
WK a~7 778 57815, NanoFrontier eLD 23 AZAUELT-.
AR T, BE OISO E S REEE & HT IOV TR
LET.

2. ESI/MS &lx

TL 7 aRAT L A/AF 2 (ESDILiET
&, AAACLTEWEEGTERICEE ==y
DI RBLRTETUNDEELE,
WA SE 1 P T o0 40T ¢
HZEZEY, T ENEITOWEDE .. mas
B0 (MS) 23 ATHETY . 2. ESI/TOFMS 0 EE =

%72, nanoLC & ESUMS A&t
HZENZED, Zo R RS T IR IR T= T F R &8k, ESI iETAAAbL, | BEHDE
BOWE LR, TRAX =20 DL, ix DTTTAMI L Z2HELET. ZOAF 2S5
2 B H OB BRSO (MS/MS), & &/E (m/z) DFENSSTFROT I BEES MR CEE7.
Z® nonLC-ESI {£ T, pmol 7*5 100 fmol D& TH L /7 E DT I/ FREHNZfRIT T HZ M TEET.

3. AHDERE, BEERE

ZORE TIHEITRBEL L TAZ ) — v, TER=RABHWSITOET . OFRBETHHIE D FTHE
R DOLHYET I HIEEE, A4 ALUICKWEDBLRNLZ O 2 FOEEA FIEbh TOET. %
72, MHAA LT, DT AR DI TS IR ERIHT R T4 7 E—RET =
T HERHT DRI T 47 E—RD 2 FORENATRETT. HIETHILEHOME AT THIE
FT—FOREELRTIUERVERA. 2 FEOAFAGIZE W CRENRIK DI E N RV ETOTUT
(> CTREET AV ERHET .

ROT 47 =R 25~100 mg / L DAX 7 — VRS LLE, 7B =NV % 1 i
(BT 500 mg/L (1 mg / 2 mL DOVEHR) - HEE G YLD Al HEM: K)

FIAT AT =R 50~200 mg / L DA ) — WEES X, 7Eh=R ViR g
(BT 800 mg /L (8 mg / 10 mL DIRIK) - L& 15 YL AT REME K)

k A% ) — )L 0T = N W LR DO IEVME S IOV T, B Z— T HRLTES 0.
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BAEDEZAMEIL, Yo TN OEZENEDHEZT>TBVET. 2O~ HEOBIELZRITIRLE

R

BESUTIVORIE

TBA, LtJLEY, Ultramark

(TBA, Lt JLEY, Ultramark)

TS TILDBITE

DFv)IL—ay

NERHIERDI7AILDIER

BEESUTIL+HBORE

| BEYUTILHEHBOAE

HHOT 584

3. ESI/IMS O —&DE1E

M OEAETHRONICE mOE WA KIS 7 T A ORNAR L, B EOENOA KO 55 FH THELI

HERMNHLO AL 2 ppm A—4 —THF T LA AT

Spec /5:43 (T 0

[M]*

257.2489

:1,86) * =>MC[BP = 609.3, 5687]

/«[e 2505

RARAARYML (HEX)

1259.2505
12602523
A 1262.2613

1255.2467
1254.2465
1253 1256
miz
S:C54H59CIIrP2PIS2
M 1256.2402 Drosrzess
4

> * 1258.2502
e
H
Ew
® o 12542475
o 1253.2449
2
10
o2 [ £

1259 1262

EEMRDIRRRGMLINE—Y ™
(AETF—2LD—BKE)

1259.2501

1260.2517
12612513
J2622525 1563 2507

4. ESIMS TEbh1=T—4

1262

ZOIHTALEE T IEE IS HIC HRMS(E ) RRE R B ST oMl EN TEET.
7, RIEE TIIAA LT T DT NTONVET O TMS/MS DHIENTE, 75 FREGEDORRITICIZIEF

(TS L7 03 E T,

* ZOMEETIE, BEOMELL TEEY T A2 RBEELET R, LIELITE 2 —THifEV =L E

T OTITHHRITZZV.

4. nanoLC-ESI/MS

BAZIIARZEE T, nanoLC LD A EHHEIC
FoT, ZUNTE DRI PATALIEETY . £
7=, ESUMS %% & W (213 7 F il 28 AR B
ECD(Electron Capture Dissociation)?>Mi % 17
ThdHI8, KOIEMIRS ST E O H AT HE
LRRoTWET . RRIEIL, BB DA L7225 T
WETD, PRSI 22 01T TnD 0T,
THRRSTEE . ET, XU T RNT OB
7k PEAKS ZAfli o o fifAfr 3 CEE T

ECD

CID

precursor fons dissociat ion chz framents

low energy electron 0 ‘ 3
e— +
alect ron capture yo gz
Zn-1
ﬁ‘l FI‘E
NHz GOT N—=CaC I N—T—Cs — COOH
HOlH|HOH
1] be
c cz
neutral gas dissociat ion béy fraznents
precursor ions %00
o o9 L
0% m) = .
o9
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{forum in FORUM})

B L — Y —FEREE FV-1000D

MESMXELS— B &

AL L — P —BARMER I E RUE AL — 1 —BEF%EE (Confocal laser scanning microscopy) &6 FE
I£4, CLSM z!%b\ I LSCM LISFESND. ZOBMELL, SRBREDAA—VE = RITIFERD FHE
FNAIRETHD. 1@ DL —W —FAMEE TIE =Rt lFMa A A= T DB FEER OB O [ L
DG CRE 2 72BN AEL, ZIDRHESILTLEIOIZ, SRR BIE B ARG THIENTER
V. Lol ERL— P —BEMEE T, HEREU AR ARSI LIS T, BRI DR S
TLAOMEBREL, BREPOOKZTEZHE T IET, BMRIIDLOREWEHI B W THEIE G O
NEARHEEED AT REE 72D,

1. =R, MRTHEE
”TX}\/T/-AE#FC IBWTC, ERE ST, ANVTRTORTERCIERELZ BT in vivo DBIZZT 528
EMBHFIZB W TEHEREMHL > TN, BABIHI Z 5 M OGN &<, SOIZEAEDEE
“C“E?)Z)?’:&’), FIRF S 22T A7 CR G ITE R TTBE N TEDHIDNCRD. ST, ETITYT
7 =7 “Volocity”Z FIVNC, BT HZEICdD, @ M7emfig s G352 8mMTE5. = ktlc
(IR 2N 2 D282 o T, ARG 1728 O T2 LRI DRI B 22 -5 U IR ST 4T
bR G ThHD.

2. ZRRFEE, RAFHAIE

HAMEIRIIBIR AT — I8y b TED CO A FaX—F—biF 2 CWDH720, AR, FrcEhi
fuz RREFICIES TR T 52N TED. L, ZLOBIERERIRFICBIE TELMEREZ AL TVD
128D, WARN—T NIRRT DA REE Ao T2, ZORBFMBIZEIZIHE W TERDERITER LI E RO
*fzm‘i@*/*\énéﬁi :ﬂ%fﬁ%fm“éff%%“%{ftifb\é 72, BRI OW TR E O E O EG A

BHZLE AT D THNIT, AT A LTS E T 4oy 22 WD e HER %, AT
ﬁfﬁ%b@ﬂ%l//x%{ﬁx“@%t _Jwbﬁf EL70%. FHAELZE B A LIRS ST, 71%
W 2T DREECARFE DR FFEA L2 H - EEAL T2 ZEMNATRETHY, ILFFEIZ DOV TOEME R 727 Al
AT T TV r—arb AL TN,

3. Al HAXOHMEFRALEN

NPT RDARTNVERFGTHZET, N AFREOERVEFRINTHILENTEDLOT, &I
MRl DI, L —P—H DI ED B F 03 GFP O XO72 M BE O @ i Lt g L
ROPRHETHLY T MZBWTHENTHY, AFHNEAHELCEBREZRGT22ENTED. £,
DR RTEINE DFRE DR E TH IS E RENDD, Fi2lX, HOX T ERRFE DI L~ T
NHFFREACTDZEEBERT DA, 74TV —F L Z LV FENH OGN L)IC -7, &
IH— /7/1\&7;&65'//\7 HaHoUOE AR L TR X, FEH 4 L VBT SRRSO R &
17729, RIS A RSN SRR 2 L R E, HDHWNTRTEL T DE L R BICHOW T2 8-> T
H42ZENTES. oD FEE VT FRET 2 LIZMBHTS ATRE TH 5. ZHUTdh D0k 35
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MRS AL, ACTOEDROE AR LR T 28R THY, 2 FEHOE AR ITHEL TWDHIE, —
T OENBFEPNESIVTAELT ARG~ FORER TH LG AT, Theb bttt f
BN U E S R ETHAEMRE S I T D8I L - T, MRPNICB T2 ERE D F DR A0k
BEAFHTHZENTEDLDTHS.

BEX, KEORMKIZHEEEZE L7277 /17318 (Neurospora cassa) B ERRDOBIEGE THD.
SRADEEEINa R T ZFEIRHCR L T2, # (BEY, EREO®EEREL THDH 0. EREITREE)
DOREHIZIE, DNA Z&E T TXI/LAY — LER R UL RTEL TODEAR HLIZ, fREHEES /]
78 GFP # il 5 S8 7-b O MIAN TRIIL, L —W — Il TSI 7z GFP Ofk ez L T
%. wktd Yes 78 GFP 1%, 1960 AR FAHMET L2 ko TI LS, 2008 4200/ —~ AL EE
ZEITORNBST-ZETHREICH L. —J7, SFaU R 7 (BE G, fkodotas 2L T05. EEI
JREE) DL EIZIE, Mitotracker Red®IZE - Tl MR AGF TS, ZOHFETIE 2 DO e e ta % [ RF
IR LTV D23, AZIZ FV-1000D TiE 4 DO EGt, 21 Ty TR E RIFFICR T 22
EMATRE CTHD. BUE TIE SR UL AR, SO, HZ L RV EDIRIRNT ATy T RAF ]
BETHY, S L — W —BEMEE O HANERE T v 7 LA £ - T, L0 BEZRRAT & ihs il oD 18 15 B A5 73
AREE 2T,
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{forum in FORUM)
EEEEE CCD A fts it 2EE (SMART APEXTT ULTRA)

MR 2— R PR

SRR S ARIC B A —ITRRE ST, BRI Ca—Y—0DOf9E% 2 T&7= MAC Science fE(GR 70
— e TA Ty AT L) O 4 SR AT E (MXC18KHF)F L UNHGEH X AalHmHE%E E (DIP3000)
TR DA RO S D FHEED N 270 > T2 Z 272 END IR A~D TN L EIL TN, TRk 21 4
FEDHHIE PRI LS TR AT LN TE. FHICGAS T B ST S & I N — oAy I R
T 2D CCD #EH EAS T X AU IS ATEE SMART APEXTT ULTRA Thb. 7238, Wik 15 FFICEASN
72b9 R0 CCD HEHEH ST X BAEEATIEE (SMART APEX) EXBIT 572012, TRV AT L EeE Tl
FrikE A SMART APEX 11 &30 TUV5.

AELEDFHITED X BHECHD. EHAHEAR ) X SRAELEEARHL, SOICZBIRRT — % HEE.-
ATH AN E LT R A Eh 2 B T — A kA Gt AZEC, Fhbl IR S AXHREZFEF 2@ C
U5 (SMART APEX (ZWBILTOBEAFERRIZ TR 60 fFOXERIREEIC72 D) . SHIZ, Mgk
JE CCD FitHgs T D APEX T #A 712720, BEs% D SMART APEX Cl3HSEH7 2 CIEEA AR ATRE ThH-
Ty VA DIE FTREE 22 o7, THEE CLN T o 7o L5720 ISR il COREIEMRNT 3 SR T rlRE &
VA= —D BB H72 BN TR NIINTEL 5.

EBIZ, ~NITAEEE (10 K) sehsAlomk 7
AEHRIRMHEERE L, AR REEE ThROER
2RI BEL CRIL T 22 A7 CThHD T,
BREEFEY 2T —DREEZRITTHIERZEIT
RERFHOMMEKIR T COREMNATHETHD (I~
0 DARAE TR T 90 K FREE - ClIfiliE nT6E) . iRifas
FARBELLT O FRFHTIRAAN) T LD 2T — 2 Hfe
L TR EZATS.

FIHIE SN TAPEX I ) PRI S B DY
Ty T TC—HOIEEEAATIZEN ARETHS. BE

%D SMART APEX Tl T — &l EIX =5 )2
[SMART ], fi#HTIZISAINT ), [SHELX ] &V )5 % K. J=AA—42—RYDHF
DY T NI T THIMIERN B -T-78, APEXTT 114 (£I% CCD #ttizs, AlF X RERE)

—NALT DY TG TT LTS, [BFETE 7 b =7 OB TFL 2D B2 008, T ONZILFRIC Th
D, BAEOFAUZI > TA=2—T A2 PESNLT- BRI TODO T, HfE S EAT A2 B QD
— P2 ULENAIUTFHIREI I R Db S.

ZDIINT, AZEE TR 172 XS BEEE D CCD a2 722 AT LRI 2> THY, kDL ET
(3722 FEOHER THHEZHESD T2 IO 72 8RR (0.01lmm FREDOKREX) 78T, SMART
APEXIT CIFHIEL TAIH W HRUZSE TS, Lovd, JIEIZHAWDRERED/ NSO, Fibicdid X #Rowk
WaENROIFSZ DT ENTEDLDT, BEAA V108 OBEF T2 ETbEWE > TODFEF LTI
BIRE. LinL, fivhofEdl CRIE - ffT 2475 2 L3 ATREE 72 T I, AEAaD/ N RV 7 DFEG LR 73>
2. BB OREZ BEIEE T TR, e T AR v ET) — DI C~ 7 A FOEZ A )
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MZTUTHTD, FHETRIVRO LN IO T (v A/ a~v =B ol — X P AT E TR E A9
Dieee),

AT, A7a—A (Safl) ORERF ORI S 2— % TR AL, #fkiE 0.09 mm x0.05 mm *0.04 mm
Th5 (MNP OBMEEFEIZBITHMOPELE 0.1 mm). TROZT=a—FETIIRETEDDT, i< Ekr
LIZbDODHT, ARD BEEI 72t DEARW BT T2, L afEORERTHEIT CHO EVWIOBSTRIZTTHHN,
PR IO 2 R CH 7R BT MGOAL T, MEERTD TE2. o &/ NS73fbin T AlEE
ThorLEbhb.

B vl Paivement irom b

I e e - R e L et e = L

M. LaE0REROERERELGoN-EE
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{forum in FORUM)

ST ARIRARE 22 R A - BRI E AT A

1]

MR 52— UK Wl

AL AT AT, RELE AR E IV AT NI AT 77— AT L TRV —45E80 X e
BRI ET AT LTHY, Rk 21 MR BRI IRESNZEE THD.

00" L

SEMFH:E A || EDXAE=#

BSAF TR TF— AT L
TR — 3 F i i—

B S-3400N D EEER

1. BEZEERETIEME

IREZ2 A T BAMEE (LV-SEM) 1L, SBIEDEZEEA IR TS, #+-~3E Pa OIREZEEIK CORIEE
ZA[REL LT EEE Ch 5. IREZEGHIK ClX, /KD FEDZIEN RIS, FRE T A5y 1B DOEZ I - THERK
THTTAAA AL D EHFFEFIHTHZEITLY, BRI B A2 D FEMAGE CRIZTHZEm
TES.

AERRIESAZ LV-SEM X, A AT7 27 /ay—X8 S3400N Ths. S-3400N 1L, 2V AT (W) 747
A NAEAE - HURLEE 7652 VW2, BB ILAEO @y W ChY, £ RE (X, Y, Z, T, R)E—4—iil
X DOFEAT — D HAEHL Q.

LEBEDRHE THAREZZE—RNTIX, 6~270 Pa OJEJTCRIZENAIEETHD. BLERITITY —R 1R~

ZHEHL, HEEORECFEIO B O ERE N XD D BT, KB ZERIER R D% Lffi/jsr“@afﬁbf
)

BIEAE SN DMHEH IR D 3 FfEA 2 TRY, BRIDIGU CRaliZafiiasa @R CiE 35281k
D, EELENLIKEZEE TR TORBIZE W TRBEOBESE RGO LN TED.

- EELZE T RE R (O REREIRSAE 3.0 nm (30 kV), 10 nm (3 kV) (FEZEE—F))
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< EEZE S REZER G 441 BRI R g (O ERECRAIE : 4.0 nm (30 kV) ((KEZEE—F))
- (KBS T RE M (ESED)
HEE T 4T PCIZX0HIEIS, £ TORED, DDLU GUL SEME SR KO E G IHEMETE DI
ESILTUNS.

2. DIAFNIVRT 77—V AT L

IIAF NI AT 77— AT AX, LV-SEM  CHEIENRE 2 G /K RO @\ ik %, B RS, ol
FESHT-EFET SEM BIEA1 1720 D=y N THD. iEHABREINI ST 5720, sBHEFEN I 012<
<, HIRRRRE OB AIREL 2D,

AEPEASNTZ I TAA NI AT 7= AT A, Gatan L ALTO 1000 T&%. ALTO 1000 | ZEESH =70k}
% SEM |\ZB AT 57200 DT VR —La Ty N —HR T TRl BIZ T D720 Da— )L RAT—U 0, il
NEULTE 2 DD =y NS IL TS,

TI N —var Tyl =g, FRES-3400N (ZEOFHTHALTERY, BRI DO AT —oa— /Lo
7, ALy N E Ry RIS, HEHARHINERE 1 — 2 —R 7 THEZEPERL, IRIRERITIVGHIL
e AT —Y BC, WSS 7B E R L2 D D RTLERA T,

I—)LRAT— T, 85 S-3400N S IXBAASILUTRY, EHRHZ SEM OFEIAT — EIZEOfHT T
R 5. a— NV RAT—VOBANTRRER I IO HISN - ERZ T 2GR T 5 R HAL TR,
-185 C~=IRIZIBW TR CUN TLELTIRESIHAI THOZ LN TED. Fiz, BIERFOIREBA LS E D720
DRI IAT — NG THY, VT NAA L THRBIEAI T VRO E R B LS H LN TES.

3. IRIILF—7ERE X #RRERHER

TARVX— XA (EDX) g, SEM BIERE G BT D RHEX A RRHL, fSbinb =1L
XA OO TR A TR D HEE ThD.

AEPEASNT- EDX #iHEH T, Bruker AXS # XFlash 5010 T#5. XFlash 5010 LT /L — /0 fREEAN
123eV (Mn-Ko) EFER B SIRERER, 55 5 RS aL RU 7 M R R B A HH e P U - i DR
HER T o, BITHRITVIY A (4Be) DBIIIEN FIRE ChHhHEEBIT, 4Be~7 34 (9F) DI TTHEFAIZ I T
HIEFITE VO IRIER EBIL Q5. BT ORI, ~VF = LB AHHO T, HERDOMEERD LD
(RIRZE RO E NS TN HI AT D BT, AT APRCHEN CUVD.

HE - fEHT Y 7 b7 = 7 13 Quantax200 TV, LLFOMEEER iz T 5.

*SEM A A=Y DEWIAI AT IVRIE GEMESHT) BRI (RZH —RHY, 72L)
T ULV R cTA T GEME, B - AnEXIRv o7
CTTERX Mo T oA CRUTMEE  AROHT

Quantax200 FLEN%I%, SEM il PC L~ A, F—R—R3 IS, SEM OBIESM IHEITE, 535,
T —X L T AR ATRE) ISHEIC Quantax200 | ZBERSILDRE, MASNTZ— DD AT LAELTENET S
IO, Fied THMEME BN TS AT B b72 5 TN,

4. &Iz

K AT DD ROFFREL, FAEEOEEA A TERTAANCHS. #HAEhEHFICE-T, ek
DIEETIINEETH 7= 2L OBIESORIEN FTHEE 725, BRI IR o o Z—F CRBICHWE '
THHW, JINELDa—HF —ITIEAL ThH 2 A2 Ea W 2.
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{forum in FORUM)
R = o e AR A AT &S - AR

MESMXRES— K

%‘171

ABTUE FISER(SEM)IX, EIZE AR OIS EZ BIZ2 T 570 OIEETHY, Fal Tld) /A—
MUA—2 —TCOREBENRDONDINT 2o TS, AREEET, ZNHOERIEZONDIEREEAL, £
72, TR — AR AL A B2 82, FIFHCXHRITIIMTE AT RE7 e NEE & o
EELUT, PRk 21 A E TRICKVERE SIS ThD.

1. EEfEREEERETIAMEE
SEPEASN-EEFE SEM 1,
AN AT 7 /ay— 8 S-4800 Thb.
AT —VI3 2B (X, Y, Z, T,
R) E—&—HlHAT, B H=EAHx
THY, REFEN~RAT DI HIR—
Ay OIRERE HGH A2 SR AL A T HE

725 TN,

BRI T P BB A H B B -85
( Cold Field- Emission Electron Gun
(FEG)2S WS TUA. Cold FEG 34
FEDEL, HHE O =L —lE) ke
WZEDD, moRREBIEHICEL TD.
FEG %f# L7~ SEM DZ L% FE-SEM &
WECR, EAYREE SEM 2 REI BHBI IS 15-4800 DEEAL
Hobivs.

KL RNZIE, BT B 2 — %D SEM LT FR0, BIAL L AR (L a ) — i A DR
TS, BIA L AL X, REGREI OB L M RREBI R A W LS oL XA THY, LU XD
ETFIC2 ooftigRE AL TS, EOTREEBIZIITEIA L ARDORHETh D E gl s n 5.

FARHERTIE, CRE DM TR E T OEBHRET D, KE FIIZEMARRED &<, m o ffRers
KEFRIEN T, Fr—7 v OFEZZTROTWEVIMHED DD, — T B FIL, 225
BRIL IKE 2000, MIEFHRSCHEMFBRIMGOIL, T —T v 7T DEEIN NSNSV OMEZ R T
W5 AEEEIT, 2O ZIREFEINEFOREFHEL AL, NASELZENTELEFRIUEREEZ AL T
BY, BT VT G, T — T T MR Ay NI AN BB EIGFH T N TED.

Cold FEG & E3IA L AR o X ORI EIEITLD
EITRRHERD IR S RREIE .

« LOnm (NEEE 15kV, WD =4 mm) 3

* 2.0 nm )L 1kV, WD =1.5mm)

Lo TRY, HEROIEEZ AR CTRICIEIEREEIC BT 5

ﬁ‘ﬁﬁﬁ%&i%bb\rﬂtb)?\&&)%ﬂé SEE—K SE+BSEE—K (SEHNF)
2 E5EIRBEE

SEffE BSEfNE
Uppertibias

BSEEMME |
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IERIMEBE TOBLIIL, ROIIFFDBEHET N5,
BB CONSFEF OBELD D2, 3Bk FRO T ROEINL, i DI DB AlRe

V)
o ANBVETEE T IRETEERDIORGETIET v—U 7 o 7 D IE N, Mk o B8 581235 alhe
L5

« IO IO728 — DI A—=DITIN B DZ A=V H R TED

AL CIE, SONERIE COMMRIEL SOITI ESUSHIELL  vo—rare—r

T, VE—F 4 TREREA AL QWA U —F 0 ZREREIS, F&iilc
FEHZ BRI U7V RS (FREEIE SRS K0 EV Imd 2 A5t
S, AEHZABEAHINLC, #BHE AT CE RO =1L — A0

LA
FRETRE

SHCHRSTIDHEE ChD. ZAUTKY, IRDIHZZNENEHND. ——L 7 s
- SfREEOXS7AM E (2.0 nm — 1.4 nm (BEHEE 1 kV, :
WD=15mm))

- HD Cold FEG ClIIKE MRS BT (100~
500 V) |2 XD MmF i es
¢ B A= DDEBIRDEE
FEEITAT PC IV, & CTORED, DML
T GUI S E SR I B G TEECEDIOIELR
TV,

2. IRILF—5ERE X fRiEHE
TR0 X #R (EDX) Hrigs %, SEM BiZ2ikc
FBHED R AT DR X R AR L, RN DT R —55
A DRREIORE R TR A DHEE T 5.
AEPEASNT- EDX #HEH T, Bruker AXS # XFlash 5030 T5. XFlash 5030 LT /L — /0 fREEAN
127eV (Mn-Ka) L5532 THY, Cold FEG EDAA GO AL R mES A7 Digtias Chd. fitiF+
DWENE, ~NTF ol ZEDERHD T, HERDIR RO IOV E TR LS TR HR AT 2
BWBEEE T, AT U AEICHEN TS,
HIRE AT 7 by =77 1% Quantax400 THY, LLFOREER (2 TV,
*SEM A A=V DRIAS  « ATVRIE GEMHT) RO (RZ 2 —RHY, 72L)
T ULV T cTA T GEME, B - AundE X vy s
TEEXRTYE LT oAy CRUTZMEHIE AT
Quantax400 F2&% (%, SEM A PC b~ A, F—R—RB3IAEN, SEM OBIEL: (BT, 1535,
T =X T A AL ATRE) BYHENT Quantax400 (ZBGRSIND72E, MASNTZ—D2DT AT LAELTEET S
IO, Fied THMEME BN TS AT L b 725 TN,

)
15( LAD

4 JE—TAUTHEEIZRHBRES

3. &I

ALEEDVIA LV XL KT, U RTEDZE L AR A TERL, £ DS fES 281
FOV U RDIGEE /NS U, B fREEBIZSZ FIHEE L QD Z D720, WD B ST DRI AR
[ E D HV VB ARZR 1L, HEE R T DR GO O TBIEEAR ] Thh. ZOII—HHIRE =115
AHELSHDT20, FEHMIIR P Skt 4 —F TR EDETHHUZ. JDZLD 2 —F—IZEH
L ChHAHZEEWRT 5.
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{forum in FORUM})

G5 Sy AT R - A

%‘171

MESMEE 24— 10K

TR MBI TEM)L, SUEHNERZ B, LUV CRIE AT E ChD. GBI AR,
BIEtG Lo BB, W), &8, S, BTI0 7 ARE ST > TG, BEEICERESNDIEREIE, £
Tt TR BRI CIIds T 5720, SR ELRRBIO AT, EVIEE LSV EESNS. il T
I, BT Tl T /I A—=F =L~V D TERSTED T RO HIDIINT /25T,

BEPOT St 2 —1203, TERKY FITAEWRR B x5l LTz TEM 23 3EEFIFfERE U CRriEs 4L, Fil
FHSIVTED, AP EERAE A w5 L LT SRR AT TEMUTERE S ALY Ve o Tz, ALEEIT, 2ok
97247&&1@? T EERFBH I TIE FTAEZR TEM |Z= 0L — 23808 X SR AL Ao C, BlELTR

X MRICHR N FIREE LTI MBS G /oW L U C, SRR 21 A IE TR KRR ES 7 & C
3%3%5.

1 Tecnai G2 DEBIERK

1. HEREFIEME

AEREAZIZ TEM I, FEI#Y Tecnai G2 20 Thb. T 1HZIT /R LT 4 (LaB6) & FV - 2AFE 1-lik
HIRE O SILTRY, MRS, T ERREH I I FTHEZ R 200kV THD.

HHEN T SE 20T DU ESIVTERY, 2T PC _EDOEETE, MBIV Z IV 2T TITR 570,
T THMELSO U AT LR 5 TNV,

AT —REL TS, BEE 3BT —R (TEM T—R) Er e —RONRIN TS,
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TEME—RIZL, EFfaar 7o —L X TR TRE L GREHZHSIL, il CET B R IER
LCHIERT %, Whdi@E D TEM BT —RTho. BIEBOBUHIIL, 1ERITTET VLMD T&
72D, BUETIZFEIZ CCD HATHMEDIV TS, AELEIZHAESIV TS CCD A AZIIERARE NG TR
RAET, EiEESL 2k x 2k, HEFEA R 30x30 pm?’, A ZhHEHE 61.2x61.2 mm’ O & Hifs, mfHEESY A7 CThh. —
ORI BRL Tl RO 7 L A I AR E S L Ch IR D72 W ERMEHILD.

ALLE D TEM BBIERFO S RREI TR DIAY T D,

-« WFGSRAE  0.24 nm
- W&FGSRAE  0.14 nm

IINTE—RIL, BEKKD, 1 nm L FO7a—74L
CRBHZHSL, EAERFE T (STEM) & OBl
DBEERHIBD TR — 4080 X BsRHERc LD e85
FZHWHIS.

STEM 412213, B v—7 12 k0ilkl L& “ koo
HL, etz @mL - E 2R L <, EARE PR
(SEM) L[RIERICE=4— RIZFERT D HIEThSD. ALEET
I3, HEEE L CEA M BRIR (HAADF) sz fiiz D,
HAADF #HZRT I ROBZ, R—F k&L TRY, _
A LIRS N T AR T 5720, B GR L 2 &F/HFO TEM B
7275, B ORELE, BEWVRAFEESEELSILDT29, HAADF CHRIHHLZIEAICITARY, ZOHAXI,
JRF-E5(Z) D 2 Tl BT 5. fiFREILE 7 0 —7 OV AR 2Lk EDT2D, A& D HAADF-STEM
GBIZERFO 73 ffEEIT 1 nm THD.

R CE7ZEH O TEM 145° STEM #4112 IRTOFEE THY, NIRRT 81O A 155 L1 R
ThHD. ZNHDREEAITZO D J7iEEUTERS DN, 2o a—2%FfL7z 3 kot (3D) M/ T 74—
ETHD. ARLEETIEE80°0D B ATHEZRZ B V2 — % T, RS B bS8 CF — 22 L,
RONCREDT —Ha B a—2 THFL T 3D B A OS2, ZAUTXY, BB OREEZ LIRS
NI D LN ATREE 72D, BfS 57 —21%, TEM %, STEM GO MF 6L TUNATZD, TRV i A#asE)
I CcED.

2. IRLF—HEE X g

T — 530 X R (EDX) fRHHa &, BIERIRA SRR R T 20 X Sa L, Bois ¥ —
IARISRRBIORE R TR A R DLEE T 5.

AEREAS - EDX #iH25E, AMETEK (IH EDAX) i fTEM T& 5. rTEM I3 R/LX— 23 iFHENS 136 eV
(Mn-Ka) THY, TEM EORA GG N2 EL AT ORISR T 5. MRHHFE T OBENL, RIKERG
HATHY, AN DT 27— TRIRZERZ - L CTRHIL TRER 5.

BITE TR 7 b = 7 IXIROBRER (2. CHY, FFIT STEM EDRAE ORI LV EAlZ R 5.

ARIIVRE - B —I50E - BT CE—h, v =27 L)

TERGHT(RZE—RBY, 72L) T UAVEBER 500 T (ENE, B ) BT

FX~voe 7 EEXFYE T CRUTZMHIE  -FRSHT

AT =T IF5ERIT TEM filfHOY 7 =7 & — ML TRY, @R ET 2283 TED, fid T

BN AT LTS,
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(E37—)

HECRHBETRE R _EAHE By K% 2009
VB LA AR DRI AR E AT HR S

MESTXELS— B &

SRR 21AREE S AD 12 A, 8 BlCHZY, EICRNEHEFROBECR BB ARG E LT HES %
PELT=. YRR 18 4R LB AE iR B (JST) o TERECR Z B 4518 ) 1) EAHME | IZERIRES TR,
LAET 4 [EH &2, R X —TiIbebe, Fk 8 FEIN Y ~—RT — )L | BB L CTE703,
FR 18 AFEEDIZZO HRE T H EAHE | LA LBEL TETWD. [h~—27—/LJELTTHE 14
[%530 % 7-2 b2,

AR, BEAS, o3 X—J1, ANH, ifE#lrs, FizboHOEOkE % 72T, ZEEE%
FAI, ENEROZEOBEBEIN, KBRS NDLINTRoTEZ. ZOTEOHBHL TIE, ZhbHo
ML ZERMEIC OV TERICIELSRBSEZE X ST D20 DHBE N RO LN TS, RIFETIZL, 1t
FLAEMFORTOMBERR LRI THIERC, ZEkMEET —<ICUE R/ EARETH2ET, WES
WD SO AR B IR LR ENEZ, SR OBEBEE OBSGITE AL TWVEKZEZnbineL
7. Bl EDOZ ANV EERIL TREOMEY THD. ZIbDH b, & 1 18], & 4[|, & 5 RNH~—27—
VAR, B 1] 4 BT e 2 —BE D HEMAED, 55 BIIREBIRITKEL.

%5118 5/10(H) iR [ SESERBREICT MY Bl A
%5218 6/14(H) i [ FLXAEMOEV T FORE DT ) BRI BRGR HEHER
#5308 7/12(H) R KFE ORI ek K GkAT
55 4181 9/26(12),27(H) F2E Te bl iRB B E B s 74 E ) i HOGEAN, B E GEAD
%5 5 18] 9/26 (1) FH Y TIPSR OER] K fi— Bz
% 6lnl 10/18(H) i AROB L ETEER ) ki W e
%718 11/15(H) i [ KB AT A48 RO BUE)

R IEBT HAW, ok Bk BAm, KT PRI BRAT, AR BT AR, PR JEE H
#8E 12/13(H) i =l ate il ki B Edw

48 [EZ L THENT 70 L DBIMEND-T-. EDOIFETY, BESE TIIERR#Hm DY, 5%
NEIIZIMBEDOFEEICAE> T bND. Kl ELLIE THROLRGT, #EFICHELDE
MRFEON, ZiEAIbZNOOEMIZER D TRIRICGHERLZED - HFONAES, B EEETS
Bk x RBLROGEEIZ DWW CO T FRR TS T O, FREBIG CHEEDNDDOEMICEYEZ HRED, &
WoTZNBEDLDOLEL, BIMMEELHFLEZANKENST-EBbND. —7, it ico 7o RFEHEAE D
Izl ->TE, BREEDLDORDEILCTERELZ LT T2, T, #ATMU LG B R BRI E OB
REMDIER T -T2 OE R B2, ZOIH R ERARHICLY, 5%, ZHLT-EEHE DM
ENFERFTDICHT2->T, LDEDOHMMNOK SR ATREIC R B,

AR O ZOHHE T IST OB AT TAThoiv7z. IST ICITRSE#TT 5. £z, el T
ERBABEZE RIS, SOIHEANE L COKBEIR 2O AP B T2 0 R S A I e E T 0 %<
DI 22, TWHATAEWTE. 2, 42 8 BIDHE 5 [BII Ak KT8 E¥E ¥ — IR 24t L TTEN
7. ZOBEE) CREHH O EE R LTV,
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(E37—)

X BRI L2 BRSO SR T BIA B D PR R

MESMIEL S— will B

% 5 EEHEIF—

B 5 RIEFI I =N 21 4F 12 A 10 HOR) 15:00~17:00, #aA5AFFERREARY 72 — #3812 C
PRSI E LT, AR BT R ORI S\ D 28T, XREIFICHRL TRLNEE O3 E %
BT RH B ALY « B O/ RS 2 S AE KD TR 272 %, X RREITOBE R EROFE AT &
EEEOHENFIZONW T A GO i#iEE L QW EE L7, EICH B OISR ERNEICH
BlbBd, T, BEA 1A E LT B K K FEBRAED SN 46 450, X FREIPTEEE 254
HAFGEO B EA: L ER O JS ARV A LN TEELT.

T, B —REotr g4 —RX, vo¥—0 X REPrEEOBREEEEIC OV
TEDHNE DB EELT.

FEATO— N B, IWRRF R PP B 7 L A i uit w7 Y AZ VR Eiff et o 2 — iR O RE
ML AT, X BRIEIFTIZ DWW TG A D722 BFEE 0P A AT Off Bl X B ET B 0 Sl
WTHERR L T2 & E LT, X BRIEIHT2EE O JREE L BARBI 72 00T FAEIS DUV CORT ITAAEY, FiiH
DEA NV CHTUNEREA LA W) O PR S SRS ST ) 1TIh - C, Aol OB f X BARHTIEE A7
A B E ORISR LA B e A O FEN B L BIESE THREL CWeEEEL. FEREAEDE
B X AT LR ARIZONWTI R EW W a2, RZEORFZEE 23 RSB Z Ff > TR
WTWe R CL.

WUNT, FENIRY: T A m b2 Bz o (LA SE A 20, FEEOZ ANV TX #RETEE
FANTZBR A F ARER B OMF TR 121 - T, Bk X BRI L& & A - 72 SRR BH B DA 1 D it
HrZOWTTREE W2 EE LT £, i PSR E 1T D W T SRR AR &G A h D e 38 R b A
BIIETIREEDBALIZ OV THEMIC TR ENWZEEELE. R8T, IR A D NI RIS
HCIEREGE LA T C G LM T B OB N DWW TTRR W EELZ. A EIOTE
PEET, EEEATELR OBFZEE NE -T2 1200y, TRFENEICIE F > TRV R Tl

B, A BIOEHIEIT—OBIMEICHTZD, B 05 OWFIEE O & T T2 2e R E b
S« B O /INRTE Z A TVIRIEDH NS ORHY, REIF—ITEROIBICEAZATELE.
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(27—

7))L PCR 23—

MESIXEE S— Bl &

Bk H SRk 21 4F 10 A 7 B OK)

T =TTy 2 TR

HE 22 4

WA PCR IS R0TA T AT A /578 Tl B F A T804, SFZEEEIZIL PCR D72 DOifes, Y—
N ATT—=DDHEVIRHRTHS. S RIDEIT—1F, KIGEND TN 1 vA7aly L, — DO
B ENLBIRTERA TG T DL EFT e T OFEN Ch D, SUMERRD AmpliSeed Cycler (AK) D FEHRD
EVZITESITH FICHDIEE DAL T NRHARTHY, AFARTTAD /NSRRI TRINEITIEN,
DERDBE S E—FA BT DHEANDFAIN S, —DOMIaIZIEH LT PCR 21O AV M7 7 U —T a3k
DDA TR S HH DD -T2,

qu ‘ . NiPPN
L HNFEDMREL 52— Advalytix
® H B : 2009F1087H (k) 13:30 ~ 15:00
® 15 PR HNESIZEL2—3F |/BE
@ B . ZvTUTU/ITRAEKARH
o ARRRELAE
# EIF-AHORGOWES L, BAOBNBLAHESHOLET
e W=

Advalytix # (OLYMPUS EUROPA) @ AmpliSpeed Slide CyclerAS
)=KiE A FIFRAERBAN-AIKBAWEI=—2%
PCREMTY. FWMEHTH 1 EDE@ERL S, XIEE LMD IE&>
THIYH L8R H 5% DNA #itH—PCR  (orRT-PCR) £V R
BEAFA FYFALTIS>BOTEET.

LEE. INETMYVERVHGERICEBE . EREY TV
T@OPCR ¥ RT-PCR ZFIHEIC L e BRET T U r— 3 »DTH
NTRURBOBRMFRAZETETREET,

® KA ElfvEEREY > 7L E LR PCR

¢ FURBIUT TV Ir— 308N (305
¢ EHEICEDRMESEBEA,

BU FACSAria N7 4 72 WA EOBE (BEENT)
¢ HEHSE (1549) TN

BEF—-ERLAS
HeahiEt 42— A5102

BEVEDER:
HeahERt 42— BLE Mm4346
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(3+-)
o a~ 77 G B HTREI T —
MPOXIEELS— Lk Bl

B H PRk 21 4F 11 A 30 H (H)

T MRS RSN T =K

HAJE 49 4

%S B SRy o~ 857 B B3 H(NanoFrontier eLD) P35I —a kSt A ST 7 /ay—
RO HIOLETEMEL £ L7, NRIK o~ 78 Bt B2 FAEER |, [ESI-MS % HV =Ky
THEEAENT),TLC ZAE LT BMER Y 7 IV ORIER: 227 S ERENT ) D 3 DT —~ 2OV, fiFail CIHE
FL72. FRZTLC 2 LI MR 7V ORNER]: &2 T ERET 1 B TE, BNIANAT 7725 TIED
ECD(Electron Capture Dissociation)Z IV ZHIE & OFEATIZ DWW TH RS AL, A EFL I —I122o7c A
VWVET

Bi#&konvcJS0BEERHE
EIF—DITER

©® BB : 2009411A308 (A) 10:00~12:00
@57 : BETPHMRARR 7F KEREREIT—=

@ BEE:

NanoFrontiereLDId, m B =
FAXUNSYTERMBEE - MNP ERE
TOFZ#l &bt l/\1T1)yrEILC-
MSIMSY RTFATY =TS+ 2+
SyFEFERLTWSH. BRET
ERAMNEMSNS AT RETT . Ff=.
TOFZHERAL T8, JUREL
FEtomVEERTATRETT,
2> —TIXLC-MS/IMSD EHfEL
NanoFrontier eLD% L\ =2 #7651
EIRNMVELET .

® A
@BiIFEIOTRTSTEESHET [NanoFrontiereLD] @ Z# 4t
‘LC/IMSEBE(HENMFTICEATIEEANEE)
*NanoFrontier eLDD R L& BEE. BIFEE—FICDUNT
-ESI-MSOEXRFRE, T—4DBHTIZOT
“AF NSV TEMS D REBET—2RHTIZ DT
@LCMSHEIEFD 1B (1)
ENFREBTO(VEEERM. B EBELRESH)
«ZF DT ILRIEH
Q@LCMSEIEF DB (2)
ANV BTG (W EEEEK. BeEL EBE LA EER)
LCEFERLI-EHR YT OAIER

*BRAEE: HEMFIIEEVS— TR BE AK 5101
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(L2 —&Y)

BRI AL i 72 1V

MESHZARE3— PR RS, =1 fisg, R 5

BRI AR 52— DB ST 5 B D3 BER B IR 04 T " CU N SEBRBEIR D B - SBR[ FE e
DEULEPROIKERRAEZARD T S ARV ELTZ. RSN 21 FED FAIEERINA LD E LT,
1125 20 BOFRIO MR - ARCRBERO BN, X2 (35T 5 45K (2006-10 ) DA HEFER DI EE
HRBICRLIZHOTT.

BTS2 IO, ECRBERD AHRBEIRD IAIMERICHY, FHEHERBERIT 20 FFHT 4 5 R
WL ELTz, —REBD LT EES SV ET 2 O IMERICHY F97. BERILERE DOYEEENN LD 72 W BUR T,
ZOFFIMNT AU ARG OREEE R T DHEN I CEET. JEOEL T, FHFERL EL7- EREED
PN F5A2 550, EREEIROBEIZEROSORMH 12 B LET.

Bt DENTFEBREE PR D BAEHEH U GEFMG R W FEIM 325 S T IRV Caun= %
TSI ARERRAERE R T ZHECOINTFZEFCRD) DO~ T 28K Tlio s 2 5L
Tl (HERRILHERD) 23800, AR DI FREN A UG AT F 30T (R | SN s E . BE G S
IR IR R S DRI MUE DR SNDZ SRV ET . OISR FRENEEEIITEE - S RO %5
BT T, REFEDAA—VZ 7 L0 E A, S80ICH MRS JIE A B 2 DBHIE ORiHiLd
DNEHATLE.

LML, Fx ISV EHORAELITRNG, KA, FROSEYH PSS EBRPEKICOWT (7
PICEARMD L THVET. ) BOKRAEL COET. ZORER, YBREELBZ D8I EN - = OB ELT-.
ZOT UM FRHER AR L= TR 3B 8 [B], [EEENS 3 [ RAEL CLEWEL. X5
WEELTOmafL L, Draard  PNEEAE T, BRI DHENS 5128 T8 UISHRL 7D Tl
BZLIZETT. KFEIZELRWZDIZ HEID RAEEZ RS THRUCTHRS 2V IO ERICERL TUI 2R
L QW2 IRV LE T, FHO A~ EARIEE BRE O L E T

_75_



FR 21 FE RESTHF (BRERNIEESR) EE)
[ R
Rk 21 4F
4H7H TSR 2 FERANCH L ERR T ] 70 4

[ SEBRBERALIE]
ERREER
Rk 21 4
7HI1H 75 1 [PEERESRBERALEE 2038 L 7H17HET
Rk 22 4
1ASH 5 2 [PERERBEIRALEE 1862 L 1H2 BET
2H1H 5 3 [E SR BEIRALEE 1967 L 2H17HET
BHRER
Rk 21
SHI15H B HRCRPERIMNEZL NI HHCRBER 1808 L EY 86kg
6 H9H H20n HRCRBERIMNEZL NI HHCREER 958 L W T2kg
7H7H %3 HRCRBERIMEZLTNEE HHCRBEIR 2299 L FEEY 103 kg
8 H4H Faln BARECRBERINIZGEEE BRCREER 13421 [EY  85kg
10 H8H W5 AHECRBRIRIMEZR T HHRBER 26571 Y 143 kg
11 A8 H Folnl  AHCRBERIMNIZGTEE AHCREER 18941 [EM  134ke
12H9H H5 718l AHCRBERINEZSTIE GHCREER 24971 [EE¥  135kg
12A22H #5818l AHCRBERINEZ TR GHCRBER 16131 [EF4  140kg
Rk 22 4
2H9H H9n AECRBERINEZGEEE AHGRBEIR 1511 L B 173 kg
3H3H 5510 [B] AHSRBERINEZSSEE ARRBEIR 10721 [EY 143 kg
3H30H 5511 [0 AESRBERINEZZENE AHGRBEIR 10721 B 42kg

[R3EF]

5H20H Pt =gt 7 — 31 RS T R B 2

e

[ZDh]
4713 H W1 FERAEERIIHS 105 4
4716 H 552 [A] BERBERS 44 4
7H 30,31 H 5525 [RIREERERET L E Rt R a2

1MH12H o 27 MR A aie e HES SN
10H2H 551 [P AR AR
2H8H 55 2 BB T 205 S B S et

TKERAMKE T (pH, K&t H, H 2 BRe)@d, A 2 BHSEEaEay b

—EWTZE TR FAER A~ H
TENEBCRATHEDEAOKE AT (RIS T, 30 1 1R)
FECRBENL O E AR (5 H )
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FrE 21 £E SO =FHICKDHRTKOBRERR

© KB : BEXRFTFKEBRREM
Bifsi:pH ZBRLMTmg /L

BKERH 6RA2H 12A9A PEBRELAE(E
KB 10:40 -
TUEZTHERE 33.0 40.0 380 ki
KFAFEE (pH) 8 74 5 &8 9 il
YL ERIELRE K E (BOD) 270.0 290.0 600 ki
FEMEE(SS) 160.0 230.0 600 ki
Z2REBHE 46.0 61.0 240 i
WEEE 4.00 6.00 32 XKi
XRHEE 220 ki
ARV LRVZDILEY 0.01 UTF 0.01 UTF 01 UUF
LT ALEY 010 UTF 010 UTF 1 LT
AR EED 1 UTF
BRVOZDILEY 0.01 0.010 T 01 T
AR LIEEY 0.05 LI'F 0.05 LI 05 UTF
MRERVZDILEY 0.010 UTF 01 UUF
IKERR VT LFILIKER 0.0005 LI 0005 LIF
ZDHhDKEREEY

R1EIEE 7= /L(PCB) 0.003 LIF
rMJyOoOTFLY 0.0300 T 0.0300 LT 03 UTF
ThSHOOIFLY 0.0100 LIF 0.0100 LT 0.1 UTF
sHOQre 0.0200 T 0.0200 LT 02 UTF
ush=tl o= 0.0020 LIF 0.02 UF
o€y 0.0100 T 0.0100 LT 0.1 UTF
LU RUVEDILEY 0.010 UTF 01 T
Jx/—I)VEE 050 UTF 050 LT 5 LT
ARUVZDIEEY 030 LIF 030 LIF 3 UTF
BEIRUVZDILEY 020 UTF 020 AT 2 UF
BRI RUZDIEEY 10 LIF 1.0 LI 10 LIF
BREETUVHVRUVZOIEED 10T 1.0 AT 10 UF
JOLRUVEDILEY 0.20 LIF 020 LIF 2 UF
F53HRBRUZDILEY 1.00 AT 1.00 UF 10 LT
SORKRUVEDILEY 0.80 LI'F 0.80 T 8 UTF
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(a—&Y)
Rk 21 BRI SE A
HEOEIEE 2— Bl W

Wk 21 FEEER ERTFIHRENME TR 10 A 13 H (K) 14 K 40 5370 LB 75 2 AR —Si=Ici N T
BHOITONEL. IHERTFO T, BEEEOMERE AR ot St 2 — 03D Bl 352 1
DELTZ. UTIE, BHEBLOWED B THEBREW AL CDh 4, Bt 3dett 2 —8E, 2L
TEWIOHTGH L ZODRIRV AT 2N END i 2, Gt T 89 A DHURB B LU FAEDBNIE DY E
L.

P SCE - B ERFEMERZ B AT B ROMROZ LR L > TRD B, BRI B4R
BOHWEONHYE LT, EFEERETT001257--C, 3R OFRIEESFT 22 LIEE)ETHRNIETHDN,
Bt DB O R LA FFLRUT A ENKETHY, FWITERLGHT THRLOWERS, HEo%
A ELTZ. fWTEMERB ORI HE 2R L TR 2 B2 BETA7ER JVREROZ LI HET N
L7z, B FERAET 72O BB AT 0ERSHY, 0O L CEMERILE EIC T7ebn b I8
PR AUZIRDIR, T AR A 92 EHTEE 312, D3B3 B AL RGO KRB &
DTENEETHD, LIBRGNELTZ. RICSIERBIZES>TERRIT O, BMET 2428 T, D
05 % DNFEREM) OISR T DRGHO KEFH AT ZON IRV ZT E LT, Bl S AR — - Bt
B A —ROZHRT LS TAAULNE L. £, SEFEBREMZ - TS5 2 13, BiDERE s
YA AR V72K L, Dy 2Dl RERD AR BT OB I TRUIZFERA I Thiald e branan ) BE 3T
72l Li=do T

AEICRERFATI T HEHREMR TERL 5 [ H A5 FL7-. 2O/, BB W TENITHELY
PRI e RENENHVELTZ. ZHUTIh> T ERFECIIHBIONIE, BFERERSORERE, thx
IZAEHIDFEND OB FT. HRIOBESFHIMLIROZETIEHVET N, BT 2L ADOKEFHZ RUNCL
D0, B ERKZATB TS B R 772, Bz R Z 7SN D 2 82151300 T
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(Er5—&Y)

TR 21 4B 4 AT SR o — B B T S

HEH ERIEFER

n-Face-selective 1,3-dipolar cycloadditions of 3,4-di-tert-butylthiophene 1-oxide with 1,3-dipoles

J. Nakayama, T. Furuya, Y. Suzuki, S. Hiraiwa, Y. Sugihara, Phosphorus, Sulfur Silicon Relat. Elem. 184,
1175 (2009).

Synthesis and thermal decomposition of thiirane 1-imides of 2'-adamantylidene-9-benzonorbornenylidene

Y. Sugihara, A. Kobiki, J. Nakayama, Heterocycles 78, 331 (2009).

Synthesis and sulfuration of 2'-adamantylidene-9-benzonorbornenylidene
Y. Sugihara, A. Kobiki, J. Nakayama, Heterocycles 78, 103 (2009).

Effect of a metal salt on thiiranation of 2'-adamantylidene-9-benzonorbornenylidene with
4,4'-dithiodimorpholine and acetic anhydride
Y. Sugihara, H. Koyama, J. Nakayama, Heterocycles 78, 325 (2009).

Thiiranation of 2'-adamantylidene-9-benzonorbornenylidene using 4,4'-oligothiodimorpholine and
Bronsted acid
Y. Sugihara, H. Nozumi, J. Nakayama, Heteroat. Chem. 20, 12 (2009).

Reactions of 9,9'-bibenzonorbornenylidene sulfoxides with TMSOT{: anomalous pinacol-type
rearrangement of thiirane 1-oxides

Y. Sugihara, S. Yamanaka, J. Nakayama, Heteroat. Chem. 20, 29 (2009).

Preparation of some new bicyclic compounds of sulfur
Y. Osawa, M. Aoki, O. Sato, T. Fujihara, J. Nakayama, J. Sulfur Chem. 30, 270 (2009).
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