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scaned 200 mV/s
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23

vs. Ag/AgCl
in0.1 M BusNBF,4/ CH3CN
scaned 200 mV/s
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Joog

goooobbd

N-OOO-2-00000000 (4: N-methyl-2-pheylpyrrole)

{\ <:>
e

goom0000000000o0oooooooOsomiOOdO0ON-D0000002.80ml
Glsmmo)D 00000000000 00000016M n-00000000000O0O0
O020.0m@Eommoh0 00 0000000000000 0D0O0000O0O00O0O0O0O0
Oodoooooos4om@rommohd 00000000000 O0oOoooOooon
goddoooodooooooouoobooooooooooooooooog
goooooooooooooodooooooodogooooooooooonoa
000000000 00doooooomiooooooog1287rgnoooooog
0000000000000 oooooosomO0OO00Oddnos3.30mi(31.3mmol)d
OD000@OO0O000D0000D)O0ooDO(i)92smg(l.32mmo)D0000O0
0000000000000 00000000oUoUoUooooooomoooo
goddoooodooooooouoobooooooooooooooooog
0dodoooOoOoOoOo0o0000ooooooooooog@oooo/onoooon
00000 ooooD)yoooooooooobz.17ygddoooboooon
O0o0oo0o0DOoooboobOooooOobOooobOooo@oooo/000oo:00
O00000)doOoooo1.728g@o.ommo)0 0000000000000 OOOO
o3 oooob oo oooooobooooooa
O00000000o0oooooDoDOooDooDooDoDooDoooo(GPODOOO
googo
'H-NMR(CDCL,) [ d = 7.41-7.28 (m : 5H), 6.71 (t (dd), J = 2.57 Hz, 1.83 Hz : 1H), 6.21
(m (dd+dd), J= 3.66 Hz, 2.57 Hz, 1.83 Hz : 2H), 3.66 (s: 3H) ]
TLC(OOOOO/0000)[R,=0.33]
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3-(1,3-000000-2-00)00000a (5%
( 3-(1,3-dioxolane-2-yl)propanal )

O

HMO

0.
gpomoOdoooooooooooo@oo)34og(4ommohooooooonon
Jo00olomo00000oOoioomoo0o0o00o0o0o0oU0oU0oU0UU0UUUUOUOUOOoOo
Jdddddddooooooooooooooooooooooooez-R'-000
O00)-13-0000002g3smmol0 00 00000)ooooooooooon
esmMO 0000000000000 0000DDODO0D0D00oOoOOoDoDoOoDooOooOO
go000oooooooooboooooboooooboooooooooooooooon
O00oooooooooooooooogoooooooogooooooogg
12.0m|(155mmoI)DDDDDDDDDDZOmIDDDDDDDDDDDDDDDDDDD
go000oooooooooboooooboooooboooooooooooooooon
O00ooooooooozomOoOodOooOooOoooooodoooso.28g9(144mmol)
goooooioomO0D0D00OO0O0D0DO0OO0O000DO0D0oO0ODODOoDOoOoDoooOoOoon
goooooooooooooooooogonoooooocooooooooogg
0000000000000 0000D00bDbO00oLoLOoDUoUbDoOoUOooDooosoomil
googbouoooboobooooobotboooboooobooooboooboo
0000000000000 0000O0DOOoOoUOooDoOsomDObODOO0OOoOOn
Ooodoooooooogoogoooooooogoooooooooooonoonoiaz
mmHgd 650 O O 6.5mlO 5.9569(45.8mmoI)DDDDDDDDDDDDDDDD33DD
"H-NMR(CDCI,) [ d=9.76 (t, J= 1.7 Hz : 1H), 497 (t, J= 3.9 Hz : 1H), 3.98-3.84 (M :
4H), 2.57-2.52 (td, J= 7.1 Hz, 1.7 Hz : 2H), 2.09-2.02 (td, J= 7.1 Hz, 3.9 Hz : 2H) |
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1,1'-(1,3-00000)00@G-(1,3-000000-2-00)-1-00000) (6)
(1,1'-(1,3-phenylene)bis(3-(1,3-dioxolan-2-yl)-1-propanone) )

o~ Yy e
Lo o J %
ogoooao
gomoOOdO00O00DOmUOi0Ooooooooo(mUi00000000000)2.90
m@27mmo) D00 0000000000000 0000040mO0O0cO0Ooogng
O00-0000000-9%00000017Mtert-0 0000000000 0O0O400ml
(6s.ommoD D0 0000000000000 00D0OO000DO0O0OODOOOOOn
O0o0000000000000003-(13-000000-2-00)d00000(5)5.
956g(45.8mmo ) 00000000 O3mO0OCc000oooooooooooon
gooodoooodooooooouoobooooooooooooooooon
O0015miO000000000000000o00o00o0o0ooooooooo
gdoooooooooooooooboob oo oo oooooooad
gbooooobooooodooouonoonooooooooouoonoonoon
O0000000020.00g0000000000000020.009(92.8mmol)00 000
O0000O2.00gR44mmo)D 0000000000 OCOO20mOOOO0OOOOO
O000000odoooooosomOd0Od0OooOo0ooooooooooooog
0000000000000 00000ooooosomo0ooooooooood
dodoooooooooooodoooooooooooobooouooooonoa
O0000000:000000500mO00000000000O00O0OO00O0O00O0O0
000doooopooooOooOoOoObObObO@OoooOo/00o0000000a2o0em)
O000o0oo0oooooo2321ge.v4mmo)0 00000000 O0OOOOO3000
'H-NMR(CDCI,) [ d = 8.56 (t, J= 1.5 Hz : 1H), 8.16 (dd, J= 7.7 Hz, 1.5 Hz : 2H), 7.57
(t, J=4.2Hz: 2H), 4.02-3.81 (m : 8H), 3.16 (t, J= 7.3 Hz : 4H), 2.17 (td, J= 7.3 Hz,
4.2Hz: 4H) ]

TLC(ODOOD/OD000000)[R =0.60]
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1,1'-(1,3-00000)00@G-(1,3-000000-2-00)-1-00000) (6)
(1,1'-(1,3-phenylene)bis(3-(1,3-dioxolan-2-yl)-1-propanone) )

o~ Yy e
Lo o I b o)
ooooo
O200mO0000000840.3mg(34.6mmol)D 000 0000000000000
D00eomODDODODOODODD1,3-000000002.05ml(20.0mmoN000000
00000000000000000000000000000000003-(1,3-0
00000-2-00)000000 (5)4.479g(34.4mmo0 0 0000000013miO0
0D0000000000000000000000000000000000000
00000000000000000000000000000000000000
00000000000000000000000000000000000000
0000000000000000O0O0O0Ooooo

00000000015.45g0 0000000000000 14.61g(67.8mmo)0 000
00001.551g(18.9mmo)0 0000000 000030mOO00O0000N00O0O00
0000000000somO00D00O0000000000000000000070
mOOO00000000000000000000000000000000000
000000000000000000000:00000000:00000000
0D0000000000000000000000000000000000000
D0000(GPC)ODOO0O0O01.1259(3.37mmo)0 000000000000 2000
'H-NMROODODOOOO0O0O0DO00
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22'-(1,3-00000)00-1H-0000 (mPBP)
(2,2'-(1,3-phenylene)bis-1H-pyrrole)

[\ [\

O0mOC00000001,1-(13-00000)00@-13-000000-2-00)-1-
O0000)(6) 2321g(6.94mmoH0 0000 000O3BMODOOOO00OON O
O3smioommo)D DO O0DO0O0000000DO00000O00D0D0000O0OO0O0
oooosomOO0OO00OpHOOOOOOOO0O000o0oooooooooooooood
gooooooooooooooooobo oo nonoooooad
0000000000000 00000o0ooOoDoooooOoz2omoOonooon
00000000000000000010.80g(140.1mmo)0 0000000 ml(49.3
mmoDOOOO0O00osmiOfddd0ddddddddddddoooooooooogg
dodobooooodoooboouooooooooooooooooesnuoonoa
o300 ooooooosomioOd0odooooooooooooooooooog
0000000000000 000DO00DDO00000O0DbO0O0D0DO923.5mg(4.
A3mmo)0 000000000000 One4dn

'H-NMR(CDCl,) [ d = 8.51 (br : 2H), 7.59 (s : 1H), 7.37-7.30 (m : 3H), 6.89 (m : 2H),
6.56 (m: 2H), 6.32 (m: 2H) ]

IR(KBr : cm™) [ 3434 (s), 3399 (m), 1607 (m), 1588 (w), 1488 (m), 1469 (m), 1406 (w), 1288
(w), 1270 (w), 1111 (m), 1084 (m), 1057 (w), 1035 (m), 882 (w), 791 (s), 735 (s), 722 (S), 695
(m), 670 (w), 552 (M) ]
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1,1'-0000-2,2-(1,3-00000)00-1H-00 0 0 (mPBP-N-Me)
(1,2'-dimethyl-2,2'-(1,3-phenylene)bis-1H-pyrrole )

N | A N

Me — Me
gloomiOO00000000000o00oo(@ooeod)1s4.7mg@.86mmol)d 000
gboobbodgbooobodbotbooboobbooboobboobooanon
O0002mOO0o0000O02,2-(1,3-00000)00-1H-0000 (mPBP)328.1
mg(1.58mmo )0 0 0000000000 mD00000000O0OOooOoooooo
00o.2om@B2immo) D 0000000000000 O0OOO0OOOOUOO0OOO
gbobogbobdoboobogboobobooobobobooooobobooooban
gboboooooossesmgubogooooooobooboboboboboonoon
(obooboo/0O0b0O0O0O0OO0)YODODODODOOOODODODOOOOOODOOD
478mgU 000000000000 DOCOCOO00O0O0OoOoooOoogGPOCOOODO
00000000121.0mg(0.51mmo)0 000003200
'H-NMR(CDCl,) [ d = 7.45-7.38 (m : 2H), 7.35-7.30 (m : 2H), 6.72 (t (dd), J= 2.57 Hz,
1.83 Hz : 2H), 6.25 (dd, J = 3.66 Hz, 1.83 Hz : 2H), 6.20 (t (dd), J = 3.66 Hz, 2.57 Hz :
2H), 3.69 (s: 6H) ]
IR(KBr : cm™) [ 3099 (w), 3049 (w), 2945 (w), 2918 (w), 2879 (w), 2807 (w), 1706
(w), 1604 (s), 1582 (m), 1483 (s), 1449 (m), 1413 (m), 1359 (w), 1316 (m), 1300 (s),
1252 (m), 1232 (w), 1091 (m), 1056 (m), 999 (w), 979 (w), 901 (w), 805 (m), 780 (s),
759 (w), 714 (s), 670 (m), 607 (M) ]
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2-000-00000000000(H-NN)*®
(4,4,5,5-tetramethylimidazoline 3-oxide 1-oxyl )
H 03omO0O0000000000DD®000000000?,
O\NJ\ O.S{HMDDDDDDDDD}L&DDDDDDD@ﬂ%mmﬂ
mmo)D0000120mO0D00000000000370000
| ooo0o00o000100m(34mmoh)0000O0OOOO0OOO
100000000000000000002.80g(13.4mmo)006eomOO 00000
0000000000000000000000001s0000000000000
00000000000000000000000000000000000000
0000000000000000000000000000000000O01.53g
(9.75mmoh)0 000000008 0000007500
TLC(OOOO0OO/00000000)[R=0.35]
IR(KBr : cm™) [ 1473 (), 1453 (S), 1374 (S), 1266 (M), 1196 (S), 1138 (M), 530 (M) ]

2-000-00000000000(BrNN)©
( 2-bromo-4,4,5,5-tetramethylimidazoline 3-oxide 1-oxyl )

Br 0OH-NN1.53g(9.7smmoh)0 0000 0120mO00000000
O‘\NZ\ /O. O0oO00o0o0obOoOooO0oboboOoD4000b0Onrog(10.63
)_K mmo )OO0 00O50mOI0N0O00000000000O2000

| gogbobooobbooobbuooobbodbobemuobog

000O0000o0bO00o00ooDbbO0o0o0oDbObO0o0oooDbDObOooUooDoOOo@mo
00o0ooooooooo)H)yoooooooooooobooooobooooooooo
0o0ooooooooooodoooooooooobbboo0o0o0oooognass.2
MmO OOO00000oO0O03000000003406800000BrNNOOOD
TLC(UOOO/00000000)[R=0.50]

IR(KBr : cm™) [ 1448 (m), 1413 (s), 1373 (s), 1360 (s), 1335 (m), 1210 (w), 1171 (m),
1132 (m), 536 (m)]
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1-PyrrolyINN(N-NN)
( 2-(pyrrol-1'-yl)-4,4,5,5-tetramethylimidazoline 3-oxide 1-oxyl )
osomOO0OO0000000000000((d0:600)45.1mg
@ @Q.ummo)D0Do00000o0dooooooooooooon
. go0o0o0oO0oO0oOoOoO0oO0oOoOoOoOoOoOoOoilomoOOOOoOoOoOooOn
O\N)\ /O oooo7onm@.oammol) 00000000 O0OOODOOOOOO
)_ﬂ O0000BrNN 230.0mg0.97mmo)0 00000000000
| mOO0O0OD000000000000000030uooooon
goooboooooooobooooooooobooooooooboooooooon
gooododoooouoooooodouooodoooooodooooood
000000000000 bO0o0ob0o0obO0o0obOoobDoOoOoDbOoo@W@WoOooo/bo
O0000)YDoooo97.2mg@044mmo)0 00000000 BrNNOODODODOA45
OON-NNODOOOOOoDoDDOooooooooooooooooooooad
TLC(OUoOOoOo/00000oon0) [ R=068]
IR(KBr : cm™) [ 1588 (s), 1456 (w), 1405 (s), 1373 (s), 1301 (m), 1260 (m), 1218 (m),
1176 (w), 1143 (m), 1094 (s), 874 (w), 724 (s), 605 (W), 541 (w) ]
ESR(Benzene) [ g = 2.0060, quintet, a, = 0.749 mT (2N) ]
00000000000 000000000000000000000 1-|
pyrrolyl iminyl nitroxide (N-IN)OD O O 00O O
TLC(OUOOUDO/00000000)[R=0.85]
Q IR(KBr : cm™) [ 1600 (s), 1352 (s), 1082 (s), 1477 (m), 1262
N N0 (m), 1023 (m), 803 (m), 736 (m)]
)\7{( ESR [ g = 2.0060, triple-triplet, 8, = 0.935 mT, a, = 0.388 mT ]
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3-000000oa (11: 3-formylpyrrole )2
CHO O300mI00C0000000D0O00000D (00 :600)2.0419g
éTY; (G1.ommo)J0C0ON-0000000000000000000
N D00D00000006SmOND00000N00N0N0NONOoOon
H 325mi(46.8mmo)0 0 0000000000000 0ODOOODN
D00000000000D000O0DiomOo0Do04000000000000000
D00D0000000D0O010.0m@46.7mmo)0 000000000000 700000
0000000000000 0000000000000000000000000
0000000000000 0000000000000000000000000
D0000000000D0000009.637g0000
Os500mO000000000000000004.0m45.9mmo)0000000000
D200mO00000000000000000000003.7ml(47.8mmol)0 000
D000O0OmOD000000000000000000000000000000
D000000000000D0200000000000000000000000
0000000000000 0000000000000000000000000
3000000000000000000000D00000000D00000000O
D0000000000000000000000000000004.365g0000
D00000000000000000000000000000000d
Os500mO0000000400mMOO00000000000000D?21.090000
0000000000000 0000000000000000000000000
0000000000000 0000000000000000000000000
O0000000000000000000000000000000000000
OD0001762g0 00000000000000000O@O0O0O/0000:00
O0O0=0:D0000000000001538g(16.2mmol)0 00000000000
003500
TLC(0ODOO/0000:00000=3:1)[R =0.30]
'H-NMR(CDCL,) [ d = 9.85 (s: 1H), 9.2 (s: 1H), 7.48 (s : 1H), 6.85 (5 : 1H), 6.70 (S :
1H) ]
IR(KBr : cm?) [ 3257 (s : N-H), 1651 (s : C=0), 1504 (m), 1435 (m), 1416 (m), 1402
(m), 1377 (m), 1308 (M), 1297 (), 1160 (w), 1133 (w), 1089 (w), 1061 (w), 970 (W),
961 (W), 881 (W), 834 (W), 777 (M), 747 (), 624 (w), 600 (M), 526 (W), 517 (W) ]
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3-PyrrolyINN(B-NN)
( 2-(pyrrol-3'-yl)-4,4,5,5-tetramethyl-imidazoline 3-oxide 1-oxyl )
\/ OsomI000000003-00000000(11) 302.3mg(3.
. 18mmol)0 00 0000020mMO00000000000000
O_N/_\/L 23-00(000000000)-23-0000000(8) 470.8mg
N\ (3.18mmol)00000(@MO000)02,3-00(000000
[\ O  gpoy-23-0000000000000000000000
N 00000000003.857g(16.12mmol)0 000300000
H 0000000000000000000000000000
000D000D0(@O000/00000:0000=3:101:0)0000000000
252.6mg(1.14mmo)0 000000030 0A-NNOODOO0O00000000000
0000000089.8mg0 000000
TLC(0OOO0O0/0000000)[R=0.15]
IR(KBr : cmr®) [ 3183 (m : N-H), 1585 (m), 1496 (m), 1392 (m), 1373 (m), 1341 (9),
1212 (m), 1164 (w), 1134 (w), 1084 (m), 867 (w), 786 (m), 661 (w), 613 (W), 543 (W) |
ESR(Benzene) [ g = 2.0053, quintet, a, = 0.758 mT (2N) ]
(00000000000000000000000000000 3-pyrrolyl ]

. NKF iminyl nitroxide (B-IN) 21.7mg0 0000 O
O_
\=n ESR(Benzene) [ g = 2.0047, triple-triplet, a, = 0.948 mT,

@ a, =0.438 mT ]

L H .
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A-(0000-1-00)000000000(13: 4-(pyrrol-1'-yl)benzylachole)
@ 010mO00000000000000000000 (LAH) 3027
N mg(7.98mmo)0 0000000000000 mMOOO0OO00ON0nn
000004-(0000-1-00)0000(12)1024.0mg(5.47mmol)
D0000000003mO0O0D000000D0o0o00o0onooag
|\ 0D00000000000000000000000000000
OH 0000000000000 000O00000000000000
000000000000000000000000000000000000000
946.0mg(5.47mmo)0 000000001000 0
12 : *H-NMR (CDCl,) [ d = 8.15 (d : 2H), 7.48 (d : 2H), 7.19 (t : 2H), 6.40 (t: 2H) ]
TLC(OOOO0O0/00000000)[R,<0.05]
13:*H-NMR (CDCIl,) [ d = 7.42 (d : 4H), 7.19 (t : 2H), 6.36 (t : 2H), 4.73 (d : 2H) ]
TLC(OOO0OO0O0/00000000)[R,=0.80]

A-(0D000-1-00)00000000 (14 4-(pyrrol-1'-yl)benzaldehyde )
/R D1mO000000000000000000000 (PCC)1812.6
<> mg(8.41mmo)0 000000000 02mOD0O00000000

N
oloomooo0O0O0oOoOoo4-(CO00D-1-00)Yooooooood
(13) 946.0mgG.47Tmmo)D 000000000 O3MOODOOOT
[ ggooooobobobobobobobobbobobobbbobooboooooood
CHO

O0poooosomOO000000000000000000000

ooooooooobobobbobbbobooddoddooooouooooooTia.2mg

(453mmo)0 000000008300

14 : *H-NMR (CDCI,) [ d=9.95 (s: 1H), 7.96 (d : 2H), 7.55 (d : 2H), 7.20 (t : 2H),
6.42 (t: 2H)]
IR(KBr : cm™) [ 1688 (s), 1603 (s), 1583 (m), 1521 (m), 1473 (w), 1334 (s), 1307
(m), 1217 (w), 1173 (m), 1125 (w), 1083 (w), 1066 (m), 1017 (w), 919 (w), 826
(s), 728 (s), 687 (W), 609 (W), 515(w) ]
TLC(@OOUOO/00000000)[R=0.95]
TLC(OOOOO/0000000)[R =0.80]
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4-(1'-Pyrrolyl)phenyINN(NPhNN)
( 2-(4'-(pyrrol-1"-yl)-phenyl)-4,4,5,5-tetramethylimidazoline 3-oxide 1-oxyl )
OosomO00000002,3-00(@O0000000)-2,3-0

) 000000(8) 230.7mg(l.56mmol) D000 10mO 00000

0000000004-(0000-1'-00)00000000 (14)
ﬁ) 2004mg(1.17mmo)0023-00(000000000)-2,3-00
NS

. oo0o0oOoOooooo@ooooOo)yoooooooooooo
O\NJ\PI/O 0odoooooooooooooooooooooooooad
)\—|\ oooooooooooooooooooooz2-@g-(0ood-
1"-00)0000)-13-0000000-4455-0000000
oooooo@5ooo0ooood
0000000000000 00000D00o000oU0oooooogDi4amiooo
O0000000002267g(948mmo0 00 0000000300000 OOOO
0ddooooooooooooooooooooOo(@oooo/0o0oo+000
OO0)yoobool1zemg D OODODOODOOO01400000020000000000
gdodooooooodouobooooooooouoon
O00000000000000000000000004--pyrrolyl)phenyl iminyl
nitroxideNPhIN) DO OO OO OO0OOoOOooOooooooodoooooooooo
15 : *H-NMR(DMSO-d6) [ d= 7.80 (s: 2H), 7.51 (s: 4H), 7.32 (t : 2H), 6.25 (t : 2H),
4.55 (s: 1H), 1.07 (d : 12H) ]
NPhNN : ESR(benzene) [ g = 2.0060, quintet, a, = 0.746 mT ]
IR(KBr : cm™) [ 1604 (m), 1535 (m), 1495 (m), 1447 (w), 1422 (w), 1396 (s), 1368
(9), 1329 (s), 1303 (w), 1261 (w), 1208 (m), 1165 (w), 1128 (m), 1068 (w), 1019
(w), 920 (w), 842 (m), 736 (m), 618 (w), 542 (w), 502 (w) ]
TLC(ODOOO/0000000)[R=040]
NPhIN : ESR(benzene) [ g = 2.0060, tt : a, = 0.912 mT, a, = 0.456 mT ]
IR(KBr : cm™) [ 1609 (m), 1513 (), 1333 (), 841 (M), 730 (M) ]
TLC(ODOOO/0000000)[R =0.55]
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1-(3-0000000)d000(16: 1-(3-bromophenyl)pyrrole)
g00mO000000O0010.0mi(91.9mmol)O03-0 000000

@ oooo4mooooooooooooi12.om(92.6mmol)d25
N -jgoopobobobobobobbbbbbobo0odoooouoooo
z gboboobobobooobobooobeocboboobonbg
N \Br gogobooobbogobooobbloobboooobooo

gooooooogobooooooooboooouoooon
gobobboooobobbuoooooobobboooooobboboooooboobon
goooboooooooobooooooooobooooooooboooooooon
bbb oooooboooog
(019.85¢9(89.4mmo0 0 00000009700
16 : '"H-NMR(CDCI,) [d = 7.55 (t, J= 1.65 Hz : 1H), 7.39-7.24 (m : 3H), 7.06 (t, J=
220Hz:2H),6.35(t,J=220Hz: 2H) ]

(OooOo-1-o0)ooooooooa7: 3-(pyrrol-1'-yl)benzaldehyde )
0200mO000000001-@'-0000000)0000 (16)
(TQ 3.01g(136mmo) 000000000 DOOO6OMOO O OO0
N 00000000000-0000000-950000001.6M
n -0000000000000020.0m(160mmo)00000
00000000000000000000Oooooooooo
O012mi(155mmoh)0 000000000000 0000O0
00000000000000000000000000000000000000
0000000000000000000000002.386g0 0000000000
0000000@OO000/0000:000000000:0)000000000
0001.759g(10.3mmo)0 000000760 00000000000000000O0
ooooo0
17 : *H-NMR(CDCl,) [ d = 10.06 (s : 1H), 7.90 (t, J = 2.20 Hz, 1.46 Hz : 1H), 7.74 (di,
J=6.96 Hz, 1.47 Hz : 1H), 7.67 (dt, J= 8.06 Hz, 2.20 Hz, 1.47 Hz : 1H), 7.60 (t, J
=8.06 Hz, 7.33 Hz : 1H), 7.16 (t, J= 2.20 Hz : 1H), 6.39 (t, J= 2.20 Hz : 1H) ]
TLC(OOO00O0/0000:000000000:0)[R=05]

CHO
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3-(1'-Pyrrolyl)phenyINN(mPhNN)
( 2-(3-(pyrrol-1"-yl)-phenyl)-4,4,5,5-tetramethylimidazoline 3-oxide 1-oxyl )
gosomiOoooodoo3-(ouo-1-o0)oooooood
Q (17) 7795mg (455mmol) DO OO OOOOBMOOOOOOO
mOOODO00000023-00(@0000o0oo0o)-2,3-00
IO' 00000 (8) 677.9mg4.58mmol) 0 02,3-00(C 000000
| N\_ 00)-23-000000000000@O00000)00000
OxN\\< gooooobobobboooooooogoooobooobbooon
goooooooo
gooobodoooouoooooodouooouoooooodoooouoon
25mli0 00 0006.000g(25.08mmo) 000000000000 OOOOOOOOO
oooooooooooooooo@oobo/o0o0o0ooooo)aoooon
0000280.4mg0o94mmo0 0 0017000000210 000000000000
gjjdddddddddgogguguo
mPhNN : ESR (benzene) [ g = 2.0062, quintet, 8, = 0.735 mT ]
IR(KBr : cm™) [ 1705 (s), 1693 (s), 1604 (m), 1591 (m), 1502 (s), 1473 (m), 1452
(w), 1398 (w), 1387 (w), 1337 (s), 1316 (m), 1277 (w), 1258 (m), 1189 (s), 1170
(m), 1133 (w), 1085 (w), 1069 (m), 1028 (w), 953 (w), 943 (w), 881 (w), 862 (w),
841 (w), 794 (s), 741 (s), 728 (), 716 (M), 674 (M), 645 (m), 613 (M) |

1-(00000000000)0oo0(9: 1-(triisopropylsilyl)pyrrole )@
0300m000000002.095g(24mmo)0 00000000

@ gooOn0000000Dbb0O0o0obbbooobboooboo
)\N/( 0000000000 0o0oooosomooooooooooo
SI' 03.25mli¢46.8mmo)0 00000000000 OOOOOOO
)\ goobooobbooobbooobobbooobboooboo

ggbobooobooobobuooobboooboboogobooag
100mi@@ermmo) 0 00 0000000000000 000000O000O00O0O00OO
goobobobbobodoooooobobobbodooooobobbbboooooooobobo
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O00DO01oomiIO0CO00000000000000D0000000OCO0O0O0O0000

oooooooooooooobbbooooooobbboooooooobos.99g

¢gozmmohC OO OOoOOgeUOOODOOODooooooooooon (b, p. 700

[ mmHg] OO

9: 'H-NMR(CDCI,)) [ d=6.80 (t, J= 1.83 Hz, 220 Hz : 2H), 6.32 (t, J= 1.83 Hz, 2.20
Hz: 2H), 1.45 (seven, J=7.33 Hz : 3H), 1.10 (d, J= 7.33 Hz : 18H)]

3-000-1-(00000000000)0000(19)*
( 3-bromo-1-(triisopropylsilyl)pyrrole)
domO0000000000001-(0000000000

@ 0)0O000(9)6.654g (29.8mmol) 0O ODO0OO0O0OO0O0OOO
N somOO00000000000000000-0000000-
>\é/< 950 000000000000000000O0N-000000

)\ 0000(NBS)5.3560(30.1mmol) 000 00000000000

0000000000000 0000000000000000
0000000000000000n-00000100mO0000015mO00000
godooooboboooooooooooooooooooonoooooooogg
000000000000 00000000000000000000000000
00000O0Nn0000000000000000000000000000000
DDDDDDDDDDDDDDD8.78lg(29.1mm0|)|]DDDDDDQSDDDDDDD
000000000000 mmHgD 00070001000 00000000
19 : '"H-NMR(CDCL,) [ d = 6.72 (dd, J = 2.20 Hz, 1.46 Hz : 1H), 6.67 (t, J = 2.93 Hz,
220 Hz : 1H), 6.28 (dd, J= 2.94 Hz, 1.47 Hz : 1H), 1.42 (seven, J= 7.33 Hz : 3H),
1.09 (d, J=7.33 Hz: 18H) ]
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4-(1'-(00000000000)0000-3-00)00000000(21)
(4-(1'-(triisopropylsilyl)pyrrol-3'-yl)benzaldehyde )
chHo0200mO0000000000003-000-1(000000

7 \ 00000)0000(19) 5891g (195mmol) 00000000

= 0D00O003mMO0D0O00000000000000-0000

/\ 000-9500000016 Mn-00000000000000
>\|_ 15.0ml (24.0mmo)00 0000000000000 000O00
j'\ 000000000 55ml (20.3mmol) 00000000000

00000000000000000000000000000
godooooboboooooooooooooooooooonoooooooogg
0000000000000000000100mO000000000000000
[B-(O000000)-1-(C0000000000)0000 : 20] 11.006g0 0 0 O
DDDDDDDDDDDDD40m|DDDDDDD4—DDDDDDDDDDD3.7059
(20.0mmol) DOO0ODDOO0O(@OOODOOOODO0D)D000O(I1)1.4018g(2.00
mmo)O 0000000000000 000000000000N0N000NONonoon
godooooboboooooooooooooooooooonoooooooogg
000000000000 00000000000000000000000000
0000000000000 00000(@O000/0000:0000000=1:1)
DDDDDDDDDDD3.315g(10.12mm0|)DDDD19DDDDDD52DD
20 : "H-NMR(CDCI) [ d = 6.94 (t, 1H), 6.70 (t, 1H), 6.33 (q, 1H), 1.22-1.68 (m, 15H),
1.10 (d, 18H), 0.75-1.00 (m, 15H) ]
21 : 'H-NMR(CDCI,) [ d = 9.95 (s, 1H), 7.83 (dt, J,= 8.42 Hz : 2H), 7.68 (dtt, J,= 8.43
Hz : 2H), 7.19 (t, 1H), 6.84 (dd, 1H), 6.69 (dd, 1H), 1.50 (seven, 3H), 1.13 (d,
18H) ]
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4-(0000-3-00)00000000 (22) (4-(pyrrol-3-yl)benzaldehyde)
0100mO00000004--(00000000000)00

g ) CHo 00-3-00)00000000(21) 3.315g (10.1mmol) OO 00O

— goooooooosomOoOOOOOOOOOOO1IOMOO0

/ » gbobooobooboboboobooboboboboobonbo.o
N mi(10.0mmo)0 0004000 0000000000000 0O0O
H oo001leomO0 0000000000000 0000000

0000000000000 0000000000000000000000000
0000000000000 0000000000000000000@O000/
DDDDDDD)DDDDDDDDDDDD1.67lg(9.76mm0|)DDDDDDD96DD
22 : 'H-NMR(CDCI,) [ d = 9.96 (s: 1H), 7.85 (dlt, J,= 8.80 : 2H), 7.68(dt, J,= 8.06 :
2H), 7.24 (m : 1H), 6.88 (m : 1H), 6.62 (M : 1H) ]
IH-NMR(DMS0-d6) [ d = 9.90 (s: 1H), 7.78 (dd, J = 9.52 Hz, 8.43 Hz : 4H), 7.45
(dd, J= 2,57 Hz, 1.83 Hz : 1H), 6.85 (dd, J=2.56 Hz, 1.84 Hz : 1H), 6.57 (dd, J =
256 Hz, 1.84 Hz : 1H) ]
IR (KBr : cm™) [ 3276 (s: N-H), 1681 (s : C=0), 1660 (m), 1603 (s), 1570 (m)
1554 (w), 1516 (w), 1483 (w), 1431 (m), 1398 (w), 1347 (w), 1309 (w), 1224 (m),
1172 (5), 1114 (w), 1106 (w), 1080 (), 916 (w), 840 (S), 796 (5), 752 (W), 718
(m), 686 (W), 597 (M), 511 (W) ]

-(4-(D00o-3"-O00)Hoooo)-13-00o0oood-4455-0 00000
000000o(23)

( 2-(4'-(pyrrol-3"-yl)phenyl)-1,3-dihydroxyl-4,4,5,5-tetramethylimidazolidine )

Ha, l/ oloomO000000023-00@0000000

NN/~ 0)-23-0000000(8)1.2169(8.22mmol)0 0 0

H 04-(0000-3-00)00000000(22) 1.4169

/\> })H 827mmoD 000000 04mOOoooooml

== 000000000000000000002,3-00

/ (000000000)-23-000000000000

H D00000000000000000O0Oooooa

000000000000000000000000000000000676.2mg(2.
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2ammo0 000002700

22 : 'H-NMR(DMSO-d6) [7.70 (s: 2H), 7.46 (d, J = 8.06 Hz : 2H), 7.38 (d, J = 8.06 Hz
: 2H), 7.17 (g, J= 2.56 Hz, 1.83 Hz : 1H), 6.77 (g, J = 2.56 Hz, 2.20 Hz : 1H), 6.41
(g, = 2.57 Hz, 2.20 Hz, 1.83 Hz : 1H), 4.48 (s: 1H), 1.06 (d, J = 6.96 : 12H)]
IR (KBr : cm) [ 3435 (s), 3242 (m), 1614 (m), 1514 (w), 1480 (m), 1428 (m),
1378 (m), 1366 (M), 1155 (m), 1145 (m), 1108 (m), 914 (m), 875 (m), 793 (M),
782 (m), 713 (w), 688 (M) |

4-(3'-Pyrrolyl)phenyINN(BPhNN)
( 2-(4'-(pyrrol-3"-yl)phenyl)-4,4,5,5-tetramethylimidazoline 3-oxide 1-oxyl )
| oloomoO0O00000002-@-(0000-3"-00)
. / ooo0)-13-0000000-4455-000000
O\N/wl__ 0000000 (23)6762mg(2.24mmo)O0 0 OO OO
/\WO 000O000oOo4mO0O0000000O000O0O0
— goodooooooooooouooooooo
/ \ 02792g(1167mmo0 000000 OCOOOOOO
000000000000000000000000
H goodooooooooooouooooooo
0oo0oooo@oboo/000nooooooD)yobooooooooar7emg(l.27
mmo)O 000005700 00000000000000000000000000
gooooood
ESR(benzene) [ g = 2.0055, quintet, a, = 0.707 mT ]
IR (KBr: cm™) [ 3347 (br : N-H), 1606 (s), 1497 (w), 1447 (w), 1417 (m), 1392 (s),
1368 (s), 1349 (s), 1306 (m), 1288 (w), 1207 (m), 1169 (m), 1134 (m), 1108 (w), 1083
(w), 1039 (w), 914 (m), 872 (W), 844 (m), 805 (m), 733 (W), 595 (W), 542 (W) ]
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gooooooobood

OO0DO0O0OO0DARC-OOD0O00DO0O0OOOD0OOODO0OOODOODOOOOOd
MoKaD OO OODOOOOODOOODOOODOODOOODODOODOOODOODOOOO
SHELXS86(0 O O )T UNICSHI(O OO 0D O)0 Mol Draw O O O CAChe Editor (O
O0)OOOO0OOO0OOGATEWAY2000 P5-9000 O O IBM RISC System/60000 O 0O O O O
0 O Apple Power Macintosh 8100/80AVO O O 0O 0O O

N-NN
[J Monoclinic  Spacegroup P21/n

a=9.845A, b=16530A, c=7.259 A, a =g=90.00", b =96.53",

V =1173.663A% z=4
DDDDDDZqD20D25°DDDZSDDDDDDDDDDDDDDDDDDDWDDD
0002905055°0000000000241000000000000000000
18820 0000000000000 0000000000000000000000
godoooooodoooooodoouoouoooooouoooooooo
00486000000

B-NN
[0 Orthorohmbic Spacegroup Pbca

a=13.065A, b=14417A, ¢c=12.874A, a =b=g=90.00",

V =2425013A3% z=8
0000002q020025°000250000000000000000000wd0O0
0002q05055°0 0000000002060 0000000000000000
20640 0000000000000 000000000000000000000
000000000000 00000000000000000000000000
00462000000
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NPhNN
[0 Monoclinic  Spacegroup P21/a

a= 12284 A, b=12657A, ¢=10.953 A, a=g=90.00°, b =111.72",

V =1582.151 A%, z=4.
DDDDDDZqD20D25°DDD25DDDDDDDDDDDDDDDDDDDWDDD
0002905055°0000000000260500000000000000000
17220 0000000000000000000000O00000O0O0000000
godoooooodoooooooooooooooooooooooooooo
Oo664000000

gogooo

mPBPO O
0000000000000 000Quantum Design MPMSO SQUIDO OO0 OO
00000000000000000000000000000000000000
D00D000000001.8KO0O0O0KO20KO OO OOO00OOToOOOTOOO
0000000000000000000000000.5TO0000001.8KO0
240KD0000000000000000000000

0000000000 0000Exced00000000000000000 cyvs T?
00000000000000000000000¢,0000000000c¢,,00
000000000000000000 cTvws TOOOOOOOO0O000000O00
000000000c¢,00000000000000000000000000000
00000c,,00000000000000000000000000000MO0
0000D00000000MOOOOD000 MvsHTOOODOOOOOOOMOO
000D000000000000000000Brilewind000000000000
00000000000000000000MOOOOM, OMOOOO00000O0O
0000000000O0MM_, 000000
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N-NN
0000000000000000000000 Quantum Design MPMSO SQUID
0000000000000 0000000000000000000000000
D00000OMODOOOOOO0D0D0000O0O0ON-NNOOOO(4.8mg)00000000
00000000000000000000000000000000000000
0D000005TO00DNDNNNL7KOD280KO 00000000000 00000OO0
000000 c,vs T 00000000000000000000000c¢,, 0000
000000000000000000000000000000000 cTvs.TO
00000000000000000000000000 ¢,,0000000000
00000000000

B-NN
0000000000000000000000Quantum Design MPMSO  SQUID

0000000000 0B-NNOOOOOD96smgd 0000000000000

O0@onD)yooooooooosToDOODOD17/KOO280KO OO OO OOOO
000000000000000 c,vs T'O00000000000000000

00000 ¢,,00000000000000000000000000000000
00000 cTyvs. TOOOOOODOOOOOODOOOOOOOODOOOODOOO Cgia
000000000000000000000

OooosSQUIDODODOOOoOOoDOoOoDOoooOooDoooDoooooooooooon
D0D00oo0oooooO SQUIDresponse DO OO OO SQUID response O O
doo0ddooooooooooooooobbooooooooooooooooon
gooooooooooooooooooon

Q)

/
0 5cm 0o 0 5cm
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NPhNN
goboooobobooobboobobooobbooobooobboooboboon
NPhNNO OO O0O0020.8smg0 0000000000 00kOe O 00O 2000e/cm
O0D00045K0024KO00000000O0O0O0O4KO0O20KO0O000O0O0OO0OODO
gooo

goboooooooogn Ca“VS.T'1DDDDDDDDDDDDDDDDDDDDD
00 cg,000000000000O0D0O0O0O0O0DODODODOODODODCcTvs. TOOODO
gooood

mPhNNO pPhNN

gooooooooooooon QuantumD&eignMPMSD SQuUIDODODooooo
OO0O0OmMPANNDOOOOOO13.6mgd Op-NNOO OO OOOOOOOO00000
00000000000000000000000BPhNND 000000 22.8mgl 0
goooooobooooooootooooooooooooooboboooooonon
0005TOD0000018KOO280KO OO OO O ODO0O0OD
000000000000 ¢,vsT'000000000000000000000
b cg,uubdbubuobodbouonoodgboboobodonogn cTvs TOOOO
00000
O0OOmPAINNDOOOOO18KOOOOOOOO00OOTOOOOO00000o0ooo
boboobodbobgobdbdgbticegubobooobodboabooooaobogn
0000000000OMOOOOOO000000000MOOOOO000 Mvs HIT
0000000000OMOOOOOO0O00000000000000000 Brillouin
000000000000 000o0oo0ooOb0ooooooooooooMOoOoOo
M, ,OMOOOOOOO0OOD00000000000M/M_ 000000
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OOO0O0ODESROOO

mPBPUOUOUOODOOODODOOOOOOO
goboodobobooobboobbtooobboobobooobbooobboon
OOmPBPOOOOODOCOOOODOOOOOOODOOOODOOOODOOOOUODOO
uobooobboooboboobbooobbooobobooobbuoooboon
0000000000000 000000ESROCDO0OODOOO0O0OOOOOOoOOn
gobooobbogobboobbooobboonoobooooboobag

gobooooboboooboon
O0000oOoo0U00oDooOo0ooESROODOOO0O0OODoOOoOoooooguooo
uobooobboooboboobbooobbooobobooobbuoooboon
goboodobobooobboobbtooobboobobooobbooobboon
Oo0oooooooomPBPOOOOOOODOOOODOOO
ON-NNOB-NNONPANNO OOOOOOOODOOOOOODOOODOOOOODOODO-15000
O0000000000mPBPOB-NNONPhANNOBPANNO OO O OOOOOOOO
gobooobbooobobooobbooobbooobobooobboonooboon
O0O0OmPBPOOONPANNO O OOODOO0OO0OO0OO0OODO0ODODODODODODOOOODOOO
O000BR-NNOBPhANNOOOOOOOOOOOOOOOODODOOOOOOOO
OmPBPOB-NNONPANNO OO OOOO0OODO0O0O0O0D0O0O0O0OODODOOOOOOO
uobooooooboooboboooobooonoo
goboodobobooobboobbtooobboobobooobbooobboon
gobooobbooobobooobbooobbooobobooobboonooboon
O000TODO0OO0O00O0T,000000TO0Tx1100000000000000
gobooobobooobboobobbooobbuoooboo
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goooon

OESROO
O00O0O0JSRE2XOODODOOOODODOOO
O0O0O0OEBSDVT200000000000O
Air ProductsO LTR-3HELI-TRANO OO OOOOOOOOOOO
Scientific Instruments 37000 0 0 000000000
AdvantestD TR2114HO O O DO OO0DODOOOODO
O0OO0OO0OOESFCSOONMROOODODO
AdvantestDO TR52120 0 000000000000
ULVACOVPC-0500 000000

DooooO
Quantum Designd MPMSI SQUIDO 0O (0O0O000O000O000)
0000000000000000O0(@OO00000000000000)
0000000000 O0O00000000000)

ONMRO O
O0O00OINM-GSXZ2/00Oooooooo
O0000EX2700 00000000

OIROO
Perkin-Elmer0 16400 0 0000000000000

0oO0000000000000n
O000OO0OHAB-15100000000000/00000000
O000DF3500XYOD OO0
BASI RE-1B0 Ag/AgCIO 0 0 O

0000000000000 D0OD0O(GPC)
O0O00OoopoLcoos-CeoC 0o ooggHPLC
O0000O0OD0OJAIGEL 1H,2HO OO O
O0000000D0JAIGEL 1H-40, 2H-400 00 0O

gobooogoobao
OOD0OO0OO0OAFCS0O00000O0O0OOOo
OOOO0OA-70000000
IBMO RISC System/6000
GATEWAY 20000 P5-90
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