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LFREOMAEBTREBEZTA, FWRTEIHLIROLVL LB FHEEL'H - NMR
THFEITIEHFIC. EREPLDODETIVRELTHAL I

ZLT,. OB FHEICLSIIAFTEESFBYRTICRITT AL v &5,
D-AMER. I JoRBEOEREASAANFELZA O TR LL, ThEZRENAT
S3ETHBOFHEILLIAFTEESFBYHOHBLELAER >, TOHFEEGWS
WCRBRAIREGBRBEIRANLNF -—ERHORFAICODANE I ENHMBFEIN 5,

g, AFEREEBEFEYICREITEFRAE VRUZAE VORI XHAO2H T
HB, FMATHHIOESEDREPCIDEPRBRIOHEERATETIRONILFR
THH., ZPRUEBREIYFING, 6. BEHBREALFTEETFBEY D 4
kst E2200EF., KX VF-—EXRBEOESHB L > BEBHRMREMITH S
EZZobh b,
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1 — 5 &KX DK

ABXRTEIPOHMBKRINTVS, FBEZHROVABFEORRZIIODVTUTIICH
N b

HE2ETRD-AERELLEVOEREMEAEILODOVTHEXS,

E3ETCRHD - AEHMALEYWDOCDHEHADHMEEHR LY EYHIZT DO THE X 3,
DeAREReHEULTRabF T VvsEFo=FfrE58a0smR@ DN A
J—-Exo-—F o E#ELEMERS, Y7 0T7TFA MY (CD) EDK
%12 'H-NMR MBIZCELE->THXK, TOHR, X F LV UVHEDODE WL (X F
Ly BEESLULE) ke éEaFEhp-CDEHAIEDLELBEII TR, B
T7 ) —HEBEKRBO Y7 FAUVBNMRBUMETH B INSCD#EERE D
TERLL, CO#HURRBXREAFEOERICEVRTELAHEAREZERL TS Z &
oIl otco NOE B EDHAEMFEIL LI > TIDHKBICDOEAF L VI
b Loy 4% v BOeK (Through-Ring CDE#4) 2K LTWVWE I &db
Mot BAFNIA-—SDORFILEI T, COHKEIRKETHEELA 00— ¥4
vEHANCDOBHAKUZEREZFBETIHOFE LI A LNF—ITL T, J DK
DEEAPEI > TWBE3I ENDIo7e Ftoo CD DXAF UL UVHEADE#AIZ
CDO/MNEHRER (1R|KEBEEWN) DDA - THEH., EIRMITCDEA
EFRITERFE 0> e A2F Ve MERE]L GEHBQE LR MM = LS EF
D—-45  VEEAENTRI2MEMD a-CD Mg A FL o #icéki L Through-
Ring a-CD 1:2 42X EHRLTWHWEI EXDN 572 X542, Through-Ring

a-CD 1:2868hATR. A F UL o8Il la-CDOMEITL>T4HDDIIK

1

AUEURDPEZONEH, EBBADORUKOFTOLKE ]I DDEHKLLEBKL
ot COLIBRIKBRYWBEXIDHKIIETOTHH TR OEI NI,
FAETRD-ALBHEAYORFREFBYR B IIH T ARBEDIRIIOVT
BB, D-ABBEEAY (72 /)FT7 I v-—EAXD—F o @ EsMmE i
W= —EF o4 iligsd®W) 2CDICta L CDRBERE 2@
TELNCHBIELRICLBOT, V- F - MBI - TERTES IAARD
BEEECHT BB HREBNNL, 72/ F7 I -EFo—F vilsisdn
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niELs, H3EIZCT#H U Through-Ring CD K EZRRT 28O L. 6 Kk
2RI PSS UALMOBREKBAME N, £, SUILHOBEEEEHK
(kd) BRBoEMICHE-THDI L., # 0.3 TUET—ZEBICH -, BEY
(H>0.3T) okd @xF L yicHFELIRALEIESAL, ThicH LT, ¥
DBEOKIE X FL VHOBLIZTHE > T/HhIABEZLE0VIRURENERNBS N
o COERID, BEETOI VAL DODBEERERI AL VRV XENTH
AEEZONI (REVBTBM), /0. YoOBRETOEHRI=ZEHS VAL
ME—ERIVAMMDIRILF—F (-2)]) AF L VHOBPITH > THK
TAHILETHUPWTE S, AT I LN FRIKODVTHRBELERXBIE N1,
AN = -—Erxo-—F L E#ELEMDE A TIE. Through-Ring CD 1:1
HUETRERTAHEATF LV EEE~I2 O EHIKDODVTRBR 7 2/ FT7 Vv -EFD
— U EELtEVMERABELTERXBIMEIN, T HIK. A FLVHEIDILEY
T3 Through-Ring CD1:2 6% 2 M3 2 & T, DEAXEESR (~20 A) iZ
BETEK, ZOHBKICBLTH, HELEEIRXBAMZNI, T0FRL -
T. EEHICBTE25 VA LVMO2E L X®MENERODHFLE»MThrough-Ring CD
12 R ZRH VWA ETODTHELOL NI
EOSBTCREMASBESRAUE.XTTW. CIDEPZMW T LI L THEFEESR
FTEORRICH T IS D RORRCBEHZFRHICHXL, S FLUVFHEIZDT =
JF TV Uv-EFX o EEAEMD Through-Ring CD &% R S®K
ESREWETBLEB/AEN S = DCTDEPYVY I RBENMENE, 2D
AR PIVEWME=ZEHBMOFELXLICARAE VME I VAL HBEHITE > TR
MT&ro YIab—varvd2EXH&EHST M -0.4~-0.6 nTNRH S N7,
R HFETAF UL VHODEVAEAMIK DN T Y I ab=—Y a3 v %2fTH)ERBM|
HIORMBEEIAF LoD EFITHMULL, CORREIFLEDLY DRI
TOHERORPE—HRLL, CIDEPY 7 FIOBEEFED <1 7 0 KEEIK
FRHLORDILETVANAHOT B BERRNELDKRDODICBREED S VAL KD
WMERBT—H UL, #->T. BBEH (1>0.31) 03 VALHDOHERGEF AL
YR FRABARBK IS TEREINT VAT N b -, CO#HRERIHITTH

LS RoBME - L, AOTH I LV HTIZIT o— Kienissionz X
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7hwﬁﬁMéntomﬂiiﬁ&mm$5%§<kﬂ5:&TCD%&@ﬁa
B TEATE o CNODFROC I DEPOBISAZIY VIS VA bttt
FnSERED. BATHEILL - THESALS YA Vi@ —FHE = EHH
BLDbd-T-REBTHEIENDD s - T BEOBVWKETR., 474
GUDSIALHOER (BEFBHRIE) B—FTHELZFTFHNBRL -5 VA
LHOREMBE (XRMEAEMOERKEN) TEXRINEI ENDYL - o
H6BETIREIETR VS LThrough-Ring CD #4ERIEHBIZA LT, B
£—FEIPOCOAXRFEEFBEYRLERIT LI, A FLVLUVUHEDODRLBD — A&
HABAHDII OV T, HAXBERFH K F GO ME % . Through-Ring a -C D
I:] 5K TORBEEFEYRICICRIFID - AMERORERBIIODVLTER L 1,
COBREFICEID, LFRBFBEHELIID - AMEEO MM BEBEWMNIC
BYLle 2O EVBOoOLBEF I 2 VT EBERBBREINATVSEL DN
(. CD2EFBHZRLL TS RHELTEINL, 5. 2D a-CD
WEE A F L 8 IT88I L7 Through-Ring a-CD 1:2 864 %H 52 & T.
DEAXREHE (~208) KBAELK, AFUVUVHDODAFLLRBET 2 2 )LE %
BEZAR—HIIHED ALNT—)L-EFo—4F L E&EWEHWD Through-Ring a -
CD 128862V T, REEALAFERBSFBEHICST I EXMBEFR TR L
o BEBEEODOHKXFGNHEODOHXFEGR LIV EICLD, CORERLFR
BEFREPREELE ARV EI2Or FHAUIXLI->TRETNTLEFEDD - 72,
&> T. @92 FT&HAThrough-Ring a - CD#UTOERERXAFLEETBEH I B
XKWMEMFERICEH Y B through-bondBEHICE > TR I > T W5 I EXMHTH S
bl I
FTETHFANTHBONALHRREEET &, TOBHLEB~XSZ 1T, 4
BORBLZICOWVWTEERIT - 12,
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£2HE KRFK

2 -1 F
AEBTR. MERKERXTHOLLLLEDDORFEREHETDARKII DL T~
2. 1. BEILFARXTIT-LHEBESFELEBIL DT~ 3,

DPFRIFEIAEEH DA B
TihxTzEIIBEBOILESSTARNLTZ o) v -—FEXxo—4¥  E5E&EHOD

2_

[\

&
RFEEFEYRCICH T IBEDRIVIABEINL TS, LML, Z0E#HLE

hllls

MOEREBELL, NEXZCEDROVEVHIBMBEND -7t 2. KFRLE
FEYRLCEZEHF TAIHICEABERRARI PLOWMBET ) 22T K7
7 Nz =8 @Vl MR ) B ENCAN s =L SRs SR G A mlaid= 61030 mnb), b
ERAH. AWM ETHERTIBEAKEETKEZRNRICKIN T2 ENXTE LWL
EVHHEBAE S H - 7,

Scheme 1 Q

+ Br-(CHpy),-Br

PHnB
Ve =
N N
\ /7 \ v
PHnB + C3bpy —» —(CHj),-N
PHnB + N-(CHy); —»
PHnAB

22



2T, APHE TR LEROMBSEERRT S 10HIC. FF+— (D) &LTHRNL
4y ORPVILT ) FTIOVVERBALMLNT - LVERAK, TI7 27T —
(A) BBk szMOThkIDAkFRENTRLCEXNEMNEZF O>D>EA 0¥
YRR EEREs SE T P24 FRVVREREAN ST =R ERNT 4 Y 0k
AR IEFFOETRNEORVSIFTHH., WHEYIREFWETSIDEL TR
BETHb, . 72/ F72 23 2A) (Anax=z 520 nm) & ANV =I5
AN (2A2mnax= 780 nm) B EFo—4% 25 AN (2nax= 603 nm) & R 4G &
REBBEVOIHBERD, &5, 2hsDDRATFEEF oK 2D 0K
BEAEHMEIELT 4+ VvV -—EA DTV EHEALENI VLRV LEBENE S TH
DIRENBLTEDZELIHMEDLH D, UEDBBELID, FWETE. D- A
FlHEeMELT I/ FT IV -—EF O Lo EBELEHMEANLNY — )L - EA
D—47 vEZELEEME S F R LI
AFUVVEEDORNZT7 2/ F7 Y FEH K (PnVEPHNAB) 3 2+ — 4 142 %
> TEBR UL, . AL = )LFEBHK (CzCnVECzCnAB) K2V T HREABKICAR
FoL2Il-TEBKRLIL, BEMEBRYPHEINILIERTLCIKE > THER
L. NMR 2R 7 by IRZR I bV, RFIMSLIDEMERYEB SN &%

ERL K,
Scheme 2
NH + Br-(CHy,),-Br N— (CH,),—Br
n
CzCnB
CzCnV
CzCnB + N-(CHy); N—=(CHz)a=N"-(CH 3) 5
B
CzCnAB
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2%z = 72 /) FTIVVERBKDE K

9 =gl Sy ey 2T 4d= (T O=+TaPFTYION )T FPhh] =4" 270

3 (PH4V) D & B

ezl

B EY DT o

PR S Y=rEaSTTITHFN) —J8 ) FT VY (PH4B) @ & ' 2°

500 nl=0 7 5 Z a4 Nall (63.6% in oil) 1.6 g (42 mmol) &R’k THF
100 plZ2 AN, 7=/ F7 7.0 g (35 mmol) 2K THF 30 mlicizs@® L
mAEBTF L, TLT. ORIKBHRZ*ZRE TIHEMR, 40CT 1 HRABHE L7,
22T LW4-v T oxET7 4 23.0 g (106 mmol) % Re/KTHFI00 mlyc®& L 7
HAE—RKICH T L, CORIGEZZR TS 00MBHE L. 25412, 50CT 4 K
MEHE L, RERBEZEFFHATTIT-7te RIEETH®H., RIEBHIIHEEZNX
THBEHICLILE. XvEyTHH L. AEERMKRBKS MY Y LKEB®RTE
L. o4, ZBkTHBpLIPHIC LI, FREEZSRULEBKEE S RV Y
LT®BELL, COBDOERZFZREZEEL. B2 Ah7L70<° o8 (BERn
on-~NFH o, KEM;, 73-45 L C-200) L. HFABBEKER I

s 1. 1 g r#®E 9. 4 %

TLUE=F{ PO =E—7 (R =L 017 @=-SF 2

IRT7 2/ F7 2V ON-H KRB 3350 co™' DK% HEE

'"H-NMR (60MHz:CDCls, TMS) 6 1.7 ~ 2.2 (broad m,3.9,C-(CH.).-C) ., 6 3.4
(t,2.0,C-CH.-Br) , & 3.9 (t,2.0,N-CH,-C) , 6 6.7 ~ 7.6 (broad m,

8.1,aromatic)

4=FE " —EYVYYEN) BN=YRFEFAEEE DL TEN F (C3bpy) @
4 0%
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4 4 =F Y 2 R5.d g (03611 Wol) Ho-FoEw 7 &5 F 151 g
(0.123 mol) Mk 7E b= PV NVICEHER LK, ZOBMKEXMEB LT 2 68N
MEBABE L, RIERTH®. RRNBEOHBHEMEBR X LAREEAKZEZ B 2, 2
ODBKDERIGD 4, 4 —EEY I %Soxhlet B (B : 2 F /L —7F
L) Itk -oTHB LA 2LT. Boncl&kE27 b YD S A0 BES

L. Z#AEHE&ZH

S
il
o0
(@}
1,0]
S
#%
Do
(2]
X

"H-NMR (400MHz:D,0, ref. H.0) &6 0.96 (t,3.00, g) , &6 2.06 (m, 2.04, f)
o 468 (T .98, 4) , 6§ T-865 64;1.98 B 6 B8.978 (o, [.8]. €), &

8. 73 «d k.85, B) .F B. 995 (d, .93 ¢)
aFESHH . FHE (CislisN.Br) , C;55.93, H:5.42, N;10.03. £ @ fE. C:55.

TNRIE: 52l NIE19™R016):

4 = [ 4= QLA J 7Y ENA T8 Bl =50 alt el B Y-,

JoeE 3. (PH4V) @ & Bk 22

PH4B 0.3 g (0.90 mmol) & C3bpy 1.0 g (3.6 mmol) 2 Z2h #hkT + b =

PUYNKBEBR L., Co220BE%2 1000172725231k Ahc, £2LT. 20
BHEME L85~90CTT7 SMEMMBERBIFELL, Son@H®hET € += b
Y (B) — A% /77— (R) vpof#Ea L. REBEEGXECHHER I

-5



we& 0. 4 g FE LI
TLC-FIDTH—¥Y¥—2 (Rf=00;7€b=btUNL)

H) CH N N—CH,-CH,-CH
c d f 9 h

-xMR (90NMHz:D.0, ref. 1200 & 0.8 ~ 1.3 (t.2.8, h). & 1.5 ~ 2.4
(m, 7.0, ¢, 8) . 6 3% ~ 42 (brosd & &9 ) & .6 5.6 7. 8 #Cuj, 8-
ay 1o .02 4.5 A5 F.9.720 wAd2FHitikBreEegd & 7% - R

RSN EHEME (Coolly NsSBro40.65H,0) , C:55.71, H:5.21. N:6.72. £

M 11515 0L RS RNy, SNIEIO T s

2 -2-1-2 AL NCNI S0 S e WA 97 B2 =00 7 e MV U s e ey s e iy

L7 o3I K (PH4AB) ® & K2

PH4B 0.5 g (1.5 mmol) Z Kk 7t b= F U 70 mliC&EHRL. bPYXF LT
I UHAHZ 1.0 g (17 mmol) ARERAAIHMBELL. REETEH.,. ZORILH
DEREIREBEL. T (B) - A2% /7= (R) DboB&RLKL. &5

. T bbb BEELTBHBER S ER I,

e 0. 4 g RE 68 %

TEE = F i DC#~Ers/s/KRY =09 w2ag ®F/Mi)

'H-NMR (60MHZ:CDC1,.TMS) 6 1.4 ~ 2.1 (broad m.4.0.C-(Cl.).-C) . & 2.7
~ 3.4 (broad m,13.8, N-CH,-C, C-CH.-N*, N*-(CHg)s) .6 6.7 ~ 7.6 (b

road m,8.1,aromatic)
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= aAF . BB (CioliosN.SBr+0.19H.0) . C:55.52, H:6.45. N:7.06. S

@i, C:55.52, H;6.45, N:7.06.

2= g9~ % 4~ 12 O0=KT 0 2D I FTZEL T 4" =7

CELEERY UM AYT O F  (PHLIOV) © &K

Nis X320 &0mey 20 =228 09T 5 CPHINOBYL @ &g

500 ml1=Z=0O 7 5 2 34z Nall (#60.0% in o0il) 2.6 g (65 mmol) &Rk THF
40 ml2 AfL., 72/ F7 Y 10.0 g (50 nmol) 2M/AKTHF 100 nlicm@ L
B ERT LI, £ LT, CORIKGBEHREZZRTIHMBE., 40°CT 1 BFRBIHEL K,
22T L1I0-27 o074 23.0 ¢ (106 nmol) 2M/AKTHF 100 mlicE 8 L
B E—SKICET L CORKEX*ZBT3IO2MBHE L., 542, 50CT S
FRBH L, REBEZEFFHIAT T -7t REBT®, RICEICHEBESL N
ATHEHERICLLB, X EyTHME L, ARRAZRMEKE ST FY 2 LKEBERHT
e L. 254, ZBHKTHELPHIC LI, ABELEZSPBM UEKKE~ 7 X &
DLATHEHZELL, COBHOEREFRERXL, B3 %2 A5L470<° 5% (B
i s o-NFH U FEEM V-5 LC-200) L. BREHIKZE

e 8. 2 g g 9. 4 %

LG =-F OGR4+ 7 (R [ ={.8 o ffr 2

“H-NMR (60MHZz:CDC1,,THS) 8 1.1 ~ 2.3 (broad m,16.8,C-(CH:)s-C) . & 3.
5 (t,2.0,C-CH.-Br) ., 8 3.7 ~ 4.2 (broad t,1.9,N-CH.-C) . 6 6.7 ~ 1.

6 (m,7.8,aromatic)

B SRLG) SRt (] IO D ) F YV k) — ) T EgREREE Y DY

7

. S T o3 F (PHIOV) o & K

PHIOB 1.2 g (2.87 mmol) & C3bpy 1.2 g (4.30 mmol) 22N ENMKT £ b
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“bUANEBRRL. SR 200BEEFE 400 Bl TR 5 R IYANTL B LT, Z
D AMmB E85~90CT 8 OHMMBERBIE LI, BontBHKET £ b=
Ny (B) - A% /77— (B) »ofi&@ml,. RAEEALHE & %18 1,

TRE-FL RN Ey (RETHRGT T 8 b= VW)

'H-NMR ( 400MHz:CD+0Ds THS) & 1.10,Ct, 2,97, i) 6wl.2 =~ 1.5 (m.,12.07.
@y @ LB ~eled 0 L9, 6w 05240 ~ 2.3 gGiad 01, e} . 6,938
8 dBdallinb) 6 404573 Ldtgdudh. (Fel) , +0 6. B8y~ 6940 T 07+ 446
(e CFTadiln a) 6. 8. 679,26 (dde3a00, &)

TFEHN . FHHEME (CisHasNsSBr.40.50,0) ., C;59.49, H;6.28, N:5.95. £ @
8. JCi585Tp Ml 96. 22, X600,

2 -2-1-4 4= (B =" 1L&—-FT gl TSTILN) FFLY) 24~ =3

EBRNVEEYN vy L 2T 2 B (PHI2V) o & K2

esli2ests 7k mie = SR S D) B

W0 mIET I R332 12-FF A4 = 54.1 g (0.257 mol) 2 A, =

Y v 50 ml (0.526 mol) % 1 B4 4 5 HMAHAUFTHF LA, TLT. 2R
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mmA 2 MM AEE L RIEBRT®%.,. RRIEDO=ZR4 Y v 2 RKEZXHI

FoTHOhBE, 301, KL TE-LRXRIED=ZR4LY »&25HL 7, n-

AFHvTHEL BAREFEERERELL, RS E2AS L7 07 ba# (EHGB WK
n-~NFH . FTEH 734N C-200) L. BB *K%E 7,

nEgE 65 2 g Rz 77 %

TR’ | R = =7 R 12 0.69; n-NF4 )

1 0= % ("] 22 T Sy S~ L AT ey NN (PHI2B) @ & g%

500 ml=H0 7 35 A 34 Nall (63.6% in oil) 2.3 g (61 mmol) &M/ THF
100 ml2 AN, 7=/ F7 2 10.2 g (5] mmol) ZMR/KTHF 40 nlici @ L
HEEMT LI, £ LT, CORRKRBEHREZZR TIHM. 40CT 1 BHHMBE L,
2T L12-2 7o FFH v 49.4 g (151 nmol) 2 M/KTHF 100 nliC & R
L e —AICET L, CORKEEZFRTIO2MBEHEL., 52, 50CT
1l THHBHE LL, REIEFFHATTIT e REBRTH®H, RICEICH R #M
EMATHEBEEC LR, XyE€ryTmiiL. ARMBEZRMEREF Y 7 LKE
BTRE L., ol RZBEKRKTHALPHIC L, ARRMAETSIMLUMAKEE < 7
AV LTHRBLE, COBOBREXBEREL. B2 275y yaNFhL/m
bt (BERBW  n-~NFH . FEHM 734 C-200) L. #FHEHEK
%18 7,

e 13. 7 g w®e 60 %

Ty C%="F* I"Df e R B 5. S RE (0=, 3 =\ )

"IFENAR ' 60WHZCDC L, THSD 5 T. 0 '~ 2.8 (broad m,'2In20-C(CHs)10-C) , 6
S 2.0, CHCHgBEY . O 3.6 ~ 4.2 (broagd ¢, 2.0, N:CH,»C) ., 6 6.3 ~
7.8 (broad m,9.2,aromatic) .

ﬁiﬁ“*ﬁ' ﬁﬁfﬁ (Ce“lazNSBI‘) o CRAGNSEI6R MBS0 \iedl SN i?p']ﬂﬂ ChaGiay.
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68. HsT.12. N:gd. 08.

4 e iImE S d Ll = F sV FT F it Tkl 4" 2t RENEE VS0

LR T B T (PHI2V) O & Bk

PHI2B 2.8 g (6.3 mmol) & C3bpy 2.9 g (10 nmol) Z2ZHhETNMAKT £ F =
bl iRl Es 2D 2 @S 3Ww AR 7T X AR Aduiis € LT <
DB xis £E85~90CT 6 HMMBABRRHEZIT o 70 RIEHRTH, T LK
HELBEWEEBALL, T LT, Bonc@U%E27 bbb NV (B) — X5 )
-V (R) »podE&&L. AEERZH I,

& 0. 9 g 2. b 9.

TEC=FLBRER—=E=2 (R [=0.097 ¥ F= i)

'H-NWR (400MHz:CDC15-CD,0D, TMS) &6 1.10 (t,3.00, h) , &6 1.2 3-8 "¢ i,
22.12, c.g) . 6 3.80 (t.1.89, b) .6 4.75 (dt.3.94, d.f) . & 6.8

7.2 (m,7.86., a) .6 9.0.9.2 ~ 9.3 (m,7.97, g)
JCH AT 3 M (CarHu7Ny;SBro+4t.0) , C:59.76. H:6.64, N:5.65. =i i,

CEESIMIONIE S THERER A MINGERS 513
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2-2-1-5 1 2=(MVETAYSFF /U0 TN P YV F+ U7 E3

A7 o3 K (PHI2AB) @ & KK

PHI2B 1.0 g (2.2 mmol) % ME/KDMF 40 mliZ & 8 L. FRAFENT 3 TR
1.3 g (22 mmol) 2 &2 A3 HMME LU RIEETH®. CORIGEDEN %
BREBEL. NvErv2roBEa L. BEZE & EH I

s 0. 72 g WHE 64 %

TLC-F IO CHE =7 (AEobas A7) — )

'H-NMR (60MHz:CDC1,,THS) 6 1.0 ~ 2.0 (broad m,20.5,C-(CH;),,-C) . & 2.
8 ~ 4.2 " (broad g i8sl," I=0lz%C M LW WEH NF*=CClsos) | 8§ 6. 7'~ 8.0
(broad m,8.5,aromatic (CHCl:&)

TESN . FEM@E (C.HiiNSBr+0.22H,0) , C:63.64, H;8.20, N:5.50. <=

(0 IR R S (IR i 1L B Nty L 3
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2 -2 -2 ANV LFEHKDE K

2 ~ 2% § b~ [d U O e W TFVWIANSETFEFN] AN ET o LE

Y S8 AFE® TN A CzCAY) B &

G D e T PN ) AT b (CzC4B) o & K 3> 4>

500 ml £ FEx=A75231C1,4- V70T % 31.1 g (144 nool) & A
oS — b 8.0 g (47.8 mmol) ZAN, T HIT 50 %BKBEILF MY Y LAKEBHE
50 g, AMHMBIHMME LT MY I FIRYIMT VEZYSLIOSAF 0.7 g
RvEy 40nlEMAIc, CORIGBHE#HZHMBLE 40 CT4 9B MBARBIE L 7,
RIS T®%, HEBEEMAFEBEICLLE. Z00KRK)VATHE L, HH&MEE N
FIRBAKFEF PO LKBRTHEAL, 261X, EFKkTHALDPHIC L, B
BHEETSBRL. KB/ R 79LTHRBELL, COBBETREBEL. B
*h oo bl (BEBW  n-~NFH 2, KHEH; 72 -4 L C-200) T
T S O S I 3 g VN v I S & A

RE 6. 0 g m= 42 %

T iR N == 2 (RO = 030, m=NF )

' BN R 02 EDIOY ., THS), & W T =1 2.8, ( broad i, 4t 1. C-XClH; ), ~C). . 6 23
¥ (200 C-CHle=BEp. -“of M3 «(t.2.0,M=<CH.»C) . & 7.4 ~' §.8 (Bregad w
7.9, aromatic)

JTF AT AtE fli (Ciell,6NBr) ,C;63.59, H;5.34, N:4.63. E#fli, C:63. 74,
HeSadt, SNe B

A5 22 (B RNYY l TFAL] = EREET Iy 4 v T o
I K (CzC4V) @ & KK
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CzC4B 1.0 g (3.3 mmol) & C3bpy 1.4 g (5.0 mnol) ZZxhENKKT € b=
KU LI00 DlIciEM L, CO220@H#AE 300 nlF A7 52T ICANTL. £ L
. TR AMB ESS~CTABHMBRRBMBE ZT - 700 RIGHET & W
LRt RMEEBLL, ELT. Bohc@hET b= YNV (H) -
45 )L (B) hoBEZEHEL., FHABHKE R ZR 1

e 0. 6 g R=E 32 %
TEC-PFPiDméE+eE=y (Ri=00sTHbt=FUY W)

YHENER 5 40088z fCDS 0D . THS) &F 1.06 (8 3.3, ) 4 & 1.9 v 202 (n.6. 28,

el B el 3072 14, b)) « & 4,684,473 (de.4.%87 4. FCKREG) D). ¢

e T G2 TD2 8. 08-( & %,4,dp2) 0T, 2,00, 2,712, 0..99, 4> v @ -8.47, $.58, 9. 00,
9.23 (d,d,d,d;2.01,2.03,2.00,2.00, e)

uFESMN . FHEME (C.efs 1 NsBr.+0.548H,0) , C;58,91, H:5.47, N;7.11. Sl
i@ €:68. 91, Bi9928. W:6L06.

2+2=2582 4—[HZ=A40s A8 AYILY PR ] Sl S e
VNEBYZOLZTE L F © (C2OI2 ) @ &4 B

S=( Y2 +FaBPRILNAENST 20 (CzCl12B) @ & Bk

S00ml £RFE=M75234121,12-Y 70 FFAr 50 g (0.15 mol) & #
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v/ = 8.0 g (0.051 mol) ZANI, T H0IT 50 %KBEALF bY T LKE#R
0g. AABHBMELLTPIZFARVIALT VEZTOLIOSA4F 0.7 gy
RyvEv 40nlxmMR7c, CORICHE#HZMBLE 40 CT4 THHMBABHE L,
RIERT %, HEENMASHEEICLAK., Joofs LT LAL, AHMEALMR
mgEMKkFFIMY VLKBERTHRFL., 515, ZBKRKTHRFLFEHICILIL, A
wEE oML, BAKEE IR0 LTEBELL, COBBEREREL. K&
A2hoL7o0< b (BHBE  n-~"NFH 2, FEAN,;, 73-45)LC-200) T
FERELBREHRSE R EE I,

RE 8. 4 g K= 40 %
Eoe D3R8 8T 2898 |9 ©
FEESFLEDRBR-TE =2 (R H=8TJ3C =% V)

'H-NMR (60MHZz:CDC1:, TMS) 6 0.6 ~ 2.4 (broad m,18.4,C-(CH:),0-C) ., 6 3.
g3 W, 2.0,C-C8~Br)y . 6 4,38 (t&.2.9.80-EBz-C) +» 6 6.8 ~ 85 (hroad
m. 7.6, aromatic)

TCF A str® 8 (C2.H32NBr) , C:69.56, H;7.78, N:3.38. £#lfE, C:69.7
6, ST AL, Wasd S

35 T D 2= O AR NEERS V) =Y B E B LERE ) a7 e ad

E 2 (CzCl2V) @ & Bk

CzCI12B 1.0 g (2.4 mmol) & C3bpy 2.1 g (7.5 mmol) 2 h Thilgk7t b
SRl A CBREA; ED29BEBRE 300 01+ 2735 23 ATE = b T,
SDEHEMB LE85~90CT A4 HMMABARRBHEIT > 7co RIEET &, T L
RECUBMYMEMB L, T LT, BonEKETE M P YL (H) - 4%
S (R) o TER L. NEBEHREHEB,
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PLE-FIDTER=E=90 (RIE=040y7£Fr=FY N

Fi-NR € 400NRZYEDCLE-CD 0D TASY) “6 4040 (t.8.09, h) ., 6 1.2 ~ 2.8 (W2
B, fic, TURE "6 A4 (1. 98L B B Wt (e 4008, d.F) . & T.20R £.2
On,9.49, al(@HEL.T) ) .46 8:9,9.3 Cdidy 7106, &)

TERH: FEME (CsarHi?NsBro.+0.674.0) . C:62.98, H:6.90, N:5.95. SE i

&, C;62.98, H;6.77. N:5.86.

4 —ud = 2 3 12 = X9 B Y B} FF 7R ELFAE R T b

vyl i (CzC12AB) O & Bk

CzC12B 1.0 g (2.4 mmol) Mk 7€ b= F UL 100 mliTERE L. MY X F N
TIvHZ 1.5 g(25 mmol) 2 &EAAHA, 9HMHMABE LK, REEBTH., ZOR
BHOBHEREREL. o-A"NFH Y (R) - TEhrbry (R) doBFFHEEZETO
BE®E&EH

R& 0. 7 g R 64 %

TLC-FIDTH—-F—=7 (RIf=00; 700&/ILLA4L)
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N-CH,-CH,-(CH,)g-CH,-CH,-N*-(CHj),
a e f g h i ]
d
Cc

tf-NMR (400MHz:CDC1,,TMS) 6 1.2 ~ 1.9 (m, 19.3, f.g.h) ., & 3.43 (s,8.
g8 1), 0808 Gt.d.18: 1) -6 B30 (B 2806 -8 8 7.22 (4% 168

b) . & T7.48 (€.2.12, d) , & T7.46- €T, 2.1 ©F » & B8.10 (d 2.00, a)

7T HE AT tE @ (C..H4tNBrtth.0) ., C;68.48, H:8.73, N:5.92. E#flm@E, C
8- 12, W58 B4, M. 02:
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9-2-3 EFXo-FUFEHKDELEK

EpHmEAF O =45 v (VCI0AB) # X F — L3I > TABK LUK, NIR 2Rk
V., TESNMIVEBMNER R ol E2®BL I,

Scheme 3 e
(CH3) 3 N-(CHp)o-Br +
Br

2Br
VCi10AB

12007 g ¢ 1..95 mmol) & CHhpy CO0:5 g ~ 1.7 amel) Z=4#) 200 ald
k7€ b= P Y NIZEHER L. 10 ~ 80 CTAANNZTTY BRMBARGKZ T
sfe MMEBWMEZT b= b -AF /) - VEREBGEIOCBERET L. KA
BHE&ERI

+
(CH 3)3N—CH 2'CH 2"‘(CH Z)G—CH Z_CH }
a b ¢ d e f k I m

"H-NMR ( 400MHz:D20, HDO 4.70 ppm) & 0.97 (t.3.00, m) ., & 1.24~1.40 (n.
11.99, d) .6 1.75 (m,1.93, ¢) .6 2.07 (m3.99, e, 1) .6 3.07 (s,8.9
9. a) , & 3.28 (t,1.94, b) .S 8.52 (d,3.99,J:=6.40 Hz, h.i) . & 9.09

(48,98, 1=6. 41 Bz, 2L])
TE S s Cud8.92, Mo6.95; C:48.

68. H:6.97, N:6.56.
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9 -3 HAuvritdmeizToBS

g =3 =1 T2 AFSTFTOBEE

(L TEART 7 B~ T g 89 (PR V)

~(CH)a—N N— (CH,),CH PHnV
(n=4,6,8,10,12)

g5 d id= o= Q=" apy)ProanN) el 4" -FrENEE
PUvESIa s (PH4V) FF B K

n= 30" [ 8Ll 837w/ PT Vb2 AA] 4" —FEHENAE
Y e L9 T o8 K (PHBY) €2 5 KA B an

e Eds 8 (1l BT a2 ¥ by 2% 0 4" 20 wE b E
SRl BE P (PH8YV) ©° KA B om

=T 0 g 21502 (L0~ FE272FFPR L) FIORAIFSLAL¥ T alED
EE Vo9 A uhih F (PHIOV) % H & Km

Pl 2344 =] T3(XO=7 TP PLENLI F7EN]) 4" w7HED

EEVY & 4 I7 3 (PH12V) % FH 4 K m

(B) Tal 27 PV EzZz2F8 4D EPHA A B)

PHnhAB
(n=4,12)
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1G4 A (LD~ BR LS FIAEPTIFTAE VL P T YEE BT RE
K (PH4AB) FEF S K
a=r2 . 12-= l =T g/ FREIAS I T EWEYE T WNT o EET LT

o F (P 12AB) £ F 4 Ko
9 -3 -2 ANV = I)FFK
(1) AR/ —=)-EFxo-4 ¥ E&ILEY

(1-1) AFULVHARR—HF— B OANLST — - Edo—F il sd

# (Cz Cn V)

N—(CH 2),-CH 3 CzCnV
(n=4,6,8,10,12,16)

n=d 5.8 = [4d = (§=BRLAYYWB) TEWV] =4~ —FToENEEY YGg
AVTE 2 F Xz g F & B oan

D= GRS 6 = (9 LSRN LR aNERN R = s = e B LAE BN
v a@ TaB P CzCRE) TR R K& K

128 1 42 (BB +HNAFTIRLFLEAT 4. =T ERMEEL D
PR 2y -mY K (eZCRY ) *° 5 R KA B an
n=10;4-(10- (9 —-—ANNX/SYN) FYINVN] -4 —FToENLEEY
WL P 2 B _Gbacleyy v ¥R K S Koan

=12 : 4~ [L2= (=N TU W) FFaalr] — 4" =g a VEE
VA Yy T m % (CzC12V) FFH S B

B=16 :4—- [1B8=(9 AN JYNBYNEH FF¥ ] -4 —-FT8kE

YEEWNSE L YTo (CzClBY) 8> ¥ R K4 K&
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(1-2) ET 2 VEZAR-FBAILHEODHIALANT - -EFro—F il

gam (CzBPV)®

N—(CH),0

CzBPV

(2) A= T ryvE29LEEH
(2 =1 N A F UL VHAERAR—YHFPITHEIHINS— VT V=Y LKEKS

#/ (CzCnAB)

N—(CH )12 N*-(CH 3) 5 CzCi12AB
Br

U — ISR ON |l S o0 W 17 8 1D SR8 8 SIS GRS =8 [T 2= = () /) miks

b (CzCI12AB) FHE B

(2=-2) E7 2V EEZAR—HSEHPIZHFEOHLNS =T v T LAKXKEA

4 (CzBPAB)

+
N—(CH,) ,O O (CH ) 4N-(CH 3) 5
Br

CzBPAB
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9-3-3 EAXxo-—-4FUHERK
(9 0= Cl= (1 =FaBpsd, & =g oG a5 55 I Fy

JFNTvEZDLPYTOIF (BS : VCioAB)

N—(CH,),
2Br’
% H 4 Ko
C2AOMEZ EZrm =77 2 %00 I PSSR URSEEESPA ST (I = X F b s 4
1°' —PENS@RL NP EE S (BCnV)
2Br 2Br’
BCnV (n=10)
hee D@ v F Y ERERea=Ey (e @+ B C 5 %) *92 A KA K aa

IS FE s o C 8D

KA K
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p-B -4 VIBTHEADY VY

n=6:a-CD
n="7: B“CD
n:8:\{—CD

n=6:a-Y2o075FAbLY (T : a—-CD)

RRAEKR HH{HAXZZTOTEFRAOL I,
i=7 : 8- VY9 mTFFAbFYy (B" . 8—=CD)
RREKR HRAXEEZzOFTFEFMOLI,

n=8:vy-vo0F5FXbYy (K8 : vy —-—CD)

Mt E HRAELXZTOF F AWV I

g w8 H F W iE T A

(1) PAF L EFNT vy EFvLToDI K (KBS : DHAC)

H3C\ +/ ICH2) 5CH3

N DHA
H,C~ > CH,) sCH, Sl

EHENXSKR LA FALSEFIT Vv EZ9LT D PEAFURBLIL D
D% f vtz
(2) Ao F 2N FansBFbY oL (BES: AOT)

Gty 0
CH4(CH,); CH CH,0CCHSO, Na*
CH,4(CH,); CH CH,0C CH, AOT

C,Hs O

Rt 1@RE (EPRE) 220F F 71,
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9 -4 BWEHFEEUEBREH

$FREFEOIRICERIF ST Z2ICHIL->T. V-F -t ICLZ2NXASH&E
(L=-%—7 bV v2&k) . FHS2HE SRURBEKE., HtFwdlEEEZM
WTERZETT - 720

KBXWXLPFPWTHVILEEFRESZSK (T7€785—) OBTHERUEFH SR
(FF+ =) BEFILLI->-TEPLIILEALZIOATLEI>OOT, I xTOoRABEIMS
7T B F S freeze-punp and thaw B L WV BEEBELR D B O 72,

B, EBICHORNALZARER T, LBWETEKRT2E8FFTOMETE P A
EERBRS VANEBORIEAKBEL. RIECOYWHFEERNAT LI HFENL —H — 7
Y Y 2ETH D, FMWAEATHUEBIICAOVILLEY OB TEKRT 50 EHE RS
SUANBRTA 7 0BOBMBRTELET 2, #-T. COBMRBEBRES VAL
BEOBRUBRUBHICBLWTLEEZDLV-HF—7 4 Y Y 2REOHXEFEFNMELNF A
1B,

Flhe. Z2VANHOBBEEAFZICHNTAIBEDREZAUEST 2. LD L —
74PV VAAECNEFEEPICEE, BEHEELIZEAITLNSBEET - 12,
B D REARICOMEE (BEKE) . RICOVHMER., 92 /LVHEHDAE VK
BHBEMAREELRATIODILARNLNAETH S, BHHROBFHEBIIODVTE 4
B THLLEBAT 3,

R, BFEDODEBERO AT EZLEST. BHISBEZIO DL IEITHUT
BBt Bl 2RESR THZIS UL Ty V=9 TERLEIT )
(AHEFAEY) TRE-— V2B ULLELNE LY 2226 FTH (RE
A BB L ETWME:; ETREEERAEL SAEREL &8 L% C LinEP
(Chemically Induced Electron Polarization) & 9, FLHANE. B H
BESRRABMETHEULZTIVALDC IDEPA#MBEA5%THS, CIDEP
RESHRLEABICRIGOMNBY (HEKE) . RIGONHBE. S YA LMD
AEVRBHMEERLE O BMEGTATO S, H->T. BEBHREEREICS VA
PHOWMEH A RHTL2DOICHEMTH S, CIDEPOEEIKOLTIE 5 & iC
THFELCBY T 3, A FGANERIHE I ERL»SOXTREEFBEL X HITT
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Z2OICERATH S, AAFHROUWERFIHAOONMBR TE &/ BHAFHOE
y2FLEROCTHMELL, BICEIBRFHAFRUE L AT LNERBEE LT
HAATEILE > KD TIXRTOABMIIOVTHMEEZT -0 EHE5DHEKTH
ZLTHDHEAFRAEBBLALEEDSUDN S, FRXTEHWMEKEOR N EIY
KEBFEGUEY AT LOERDOABE L 12,

OO WMEREEXTD T, FRXTHOILHUERSOBBEEZL TICRYA T 5,

2-4-1 F/BUV—HF =75 r) 2B EEE 1> 12>

ABETCHOIL T/ BL—HF -+ M) V2EBOBEBBERAERK2 -1, K2 -2
wm Lo W& E L TidLanbda Physik %  EMG-100 Xe-F = % o = L — # —
(351 nm;/)b A %G 15ns. 10 Hz. 5 mJ/pulse) (B2 — 1) F & Quantel YG-
571-10 Nd-YAG L —# — (HE=m#AHK ; 355 nm. %)L A8 15ns. 10 Hz. 60 mJ
/pulse) (K2 -2) 2, ABRIAERYL-—HF -+l (EHLEES S cn
POEEBBY Yy MEE) ICED, BATNHNTVERLTHWL K
HEREOHME(EZER TEIHEERB. T2 —ELT3IOOWDX e T v
T =<2 8l) B L, COEIF—3% %= /7 x=5%= «Jobin
Yvon % H-200V) R THRXLT. XEFREME (KK b=v 72 H4F
A VBRI KEFU. BOoNTBERFSES 0 QEEEN (H8 I ¥BB-50M1) T
R4 L. 7Y 7 S (NF ELECROTIC INSTRUMENTS % WIDE BAND PREAMPLIFER
MODEL BX-31% L ¢ {3 NF 5305 DIFFERNTIAL AMPLIFER (DC-10MHz)) TH#W&#%. +
SUVIUVRXEY - (F U —HF—DH4 : NF ELECROTIC INSTRUMENTS %!
NF ¥M-852 WAVEMEMORY: & K% » 7Y » 27 % 4 & 50 ns/word, 8 bit., lkword,
YAG L — 4 — 154 : GRAPHTEC % TRANSIENT MEMORY; & > B RY 3L TMR100. £ W
MIZTHRE0) TF o 94 Mt Ltce FTUINLLIEESE A0 0 2 —% —
(ZF o< —# -4 : NEC PCIB0O1 VU, YAGC L —# — D 44 : EPSON 286V)
TR, T-90HEBEMIMERTF LT - 1o

SO YAGC L—H— i THEEMEAEIT DB S ENicolet 450 F ¥ ¥ L4 v o
AI=T I THBFRNEIOCBONLBEFES 25 0 QRGN (Hil T %58
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ds
fo b
|
I5d
':v:

B2 -1 X€-FePp oo 1Y S8l - ==+ ¥2EEDEKE

¥

i S

—

2D

.’j—

= &

S E g R PEREET) v ) MO WFE 4 AT VA, £

= Ff  d) XY F® @, &l FHTY 75, ¥ HEE

vib. @) MR R pedy P g =X aF Y
-2y 7 2#™”) . i) Yy vy - J) WBHHWMEE (GF
2 -5 M), k) tWMEAABERK., |) Xe-FxFv<w L
(Lambda Physic EMG-100) « m) PINS 14 A= F. n) +3

b F ED = (NP JN-882) » d) T BRI =F p) Bk

& Clolt-¥vod H=200V) « > RNBWFERESE ¢ T UT 2 7 &)
Ho 2 A -4 —
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tr gger

Nd

(M
(2)
(3)
(4)
(5)
(6)
(7
8

K2 -2

(M

Computer
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