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EERAPEFAGEECEEANRR. HhRERE 50.013%
BENFILEE, BT HOBRFENTREL, BEH0S%FEN
T, BLHN00M4%BEENZBRERIHEBER, L H0.01%HE
EWTRNR, MA001%B A% BT ENNRERRFRFRANLE
RERREEE.

ATHERBITENE, ZABBARART FAEETRAEHEEE
EMABHEARNELLGHE. REFE, RESRXNELE—BNK.
FIBTUREBHFE—Z_-H. FANERETHEEEADRENAR
MAR, EEAYHRETRRTHANRENEENHE. NER
HEDHENALI%ENI00NEE. EXETHFIFRS, HEES
YRR IE #0.25% R H5.0% A E.

BRFHE M A SR AR\ R A 2505 M4 255 AR R

FHENMENTAERE. RRTHRBEMRAS N HETRETREN
B2 5 R AV v B 7R B B B U ST 0 SR B 48 0 Adk T R R ST #) SRER A
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BR B EAT I SE -

FEAMN—ELHEFRRNBIANDE TFREAT KT ZE, HE
BHEAMEREYER, MAEEYEBHETEZINE BB
BRMAESHRMUESIERTEEHN-BERERSVLEY, &K
M2 CHRIKBUEEDHA02SEEY, FMAE2SCHKIK-EFE
SEABELNAS, ERELHEARP, ZHETER LLHRAE
RBEPBERFNAY, HEBEERE2SCTHRBKEEE D HA0.25
EBWMELCHNK-EFESEREEDHASKLEY, ZWLE
YVEREZRERRENNZETAIBRSE, ERN-FZEIRRE.

AERESESERBANRORRTAFRENR. 715
HENARERTREUMBERRAERE. TEIXBEELERRNE
HFMBEVAMEASRENRALEY. IHBATETHRA. &
YEERF AT, BELAEEARANRCHNEETEZRRZTH
moMERETRBRESLE. FRPAATUHNAELARA (AP
AEEHRBEERNLHG TR TEBEARAF. RENEER: &
Bk, B TR EEST R fEANG A RE R T Rk £ R,
R BRREAF.

ERAAEINRABFPEESHERRE. RELHNHTHERZHK
RIER S B R ERE. ARLEYS TERRN, RAEDBME
EEEEWRENSE. SRUAERTABLHZERNEFKF
tempol-Hiy —E FE7E(30. 60. 90F1204%F). R, BREKBEHET R
REM, BlanEE47EpHIE H4.6H LR B BB P E40C T3
NMARRBERN.

BU{EST F R WHF, BREHBAFTEZE DA% MEMRE.
EERBETRHUEDATRHEER. RETHETK(> 0.1 %FE)N
Be. WHRENTLI%METATREFRATARKEHE. BREN
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MEh: BIEZBTRHIOOmgRELED Sl mKIBS, FEH
BT B MmN mlfK, BERETESBE.

ABBERSAGCANGRBRBAFRUEYNBERZERKTH
MPBREA/BEMERRE@ > 5uM). XEINARBKHFTETHE
FEFLIR(ESR). & WA B % HPLC) SRS (GO RBME. B
ERRNRRAEZHTEINABEBESTE, FHRATRELEY.

MEEMRENERKIEREN T EERNEEC)REREL
TXERE . FEREAED Wtempol- HARBE S A BERE LK
BE. BTB#Eitempol- HMEMEEM S BERH LT :

P (FHEE)*

Tempol-H 0.8 (WELE, 0.5
Bs 4 16.4

g 8 8.2

Be 14 6.3

* Clog P hRZ& 4.0, 78 E Biobyte Corporation

ERLEDEANRRLE, BEGAELLRERENBHE
%, BT 90%HIBEKMR AR . ZHE A REL X &5 KET HPLC
B GC RE W E .

RE, TELEDERABEIRPEFFBRUEGYHEL HPLC
R GC YN ARE BB E RN TR . FEMDITA 1 5
2 NEFHIBER ARG . X — AT N A R Z AT UE R TR IERR T .

ZE40°CT,EpHEN 4.0-5.0 FI/KBEWHP 3 AZFNE/PMTH 10%
MESKEE . M EBBFMABRMNBREZETHNMEEHZELA 18 TH,
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XX T AR AU i RAREHRT

ARPRAEDTELBHMEERNSEPBIINA. XL
EEFNERBENBTHRRFEEBNER TR G, MER
BHAFREFEFARKDRIGRABTMAREL YA BEDERARE
o RN RIE o

BEREBLSEHUNEEHTREGEBPMHERT KA, RAL
FEARRTAXRGATFHERT R AXERBHETSMHHEM
B4, FEXMRRMEMAREER AL R. F L neN
MEXRBENAZXHNERR, EMNBELRVHBHEZRANEE
P

5K B
SEUTERPIERLELBHTRFRUEKH. TREHHIHT
W ER, TR CMER T RIS EZHA

RG] 1 MBERRASYEKRBBFPHREE.

F¥k: fE8E DTPA B EDTA MEBMHB(pH EH 4.5-5.0)F %
0.1-0.5%HBERUEYER . WXBEBRAANGFECRBE /PRSP, FHH D
FIFRE 0CHIBRART. THBREREMDRIFE 0-5SCTHRE,
HEEE HPLC. GC. B GC/MS A#E#HITH4H, RIARBHWER
LEHETEINAZERBEN.

ZAFEATMANEAYLABEIRREFFREAN. X7
BEEEERANBELEYR FEF . T tempol-H B A %A N
T |

LR 2: AP BEERNKRBSRENZE
S5MEMRNEAREABEANAYHER, tempol-H ) tempol
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REEENATER AR EREABENRES . ZTHBANTERAE
THEERE. EREEFEFETEAREREERZEERETEE
EYHRERLEYSFA.

HiE: KRRREREFFEIT: M Sprague-Dawley K IR KR
FoR . 7E 24-FLIEFMAAERYE TC-199 HBHREFEFRF, HFBRERE
05%Z K /5% CO, REK 37CHRFEFRMAF. EREBESTF(mOsm)ifH
X300 8 2 ml BEFEFEFZERE. E£EFH 4.0 mM 9 tempol-H 5k
EH 4.0 mM KIEAF tempol MIEFEPIFIFHKRE 1 B 24 pHt.
FEEYRRE, AEREFRESRE, RFT, HALFELTETFE
BHIEFEESR)S T EENEY. £— N RBT, BEREHEF 4
NI FHFES T Z AT MR LS. ERESMP L8,

GE, EEMAESYESR 1. 2/ 4 NRZJE, tempol-H KIRE
(mM, 7E@&REAKB)HHEE 0.4 mM, 0.8 mM M 1.0 mM. EFH
W% tempol B SR EKEE T2 J5 K IR tempol-H KI7KF 4 A5 2] 0.6 mM.
1.5 mM M 2.8 mM. ERENERS, ERREFARAEREERS
K 5%)HIE AT tempol; HILFTEE L AERE AR tempol-He

5 tempol-H 3% 4 /NAF/E, tempol-H R LE. KEM
L EA A AR AT 2494 . tempol-H LK. BEFMP LIRS HIKF
A FEF] 1.5 mM. 0.8 mM # 1.0 mM. 5E4LF tempol HEFRE &R
fk, tempol-H/tempol 1K F 45128 1.2 mM, 2.9 mM # 2.0 mM. #
FEMBERD, POBITFHRELEYHELETERERN, RE LR
SFHE L 5%

it TEEAMEMEAMFEETYHNEN R E S MEE
B2 EFNAREBRERHIAE LE. REMPLES. EREG
58 MWK tempol HIBREBNRBRAP=ERRENEELEY
tempol-H.
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KRG 3: 1-R B BHE-4-Q-CEE-22-“HFE)ARREAE-2,2,6, 6-
U0 B8 Z R ig

Ao

d.

DEZRAE 1,1-3RE KM (1.27 g, 7.84 mmol) IR A B HH 3-
ZEHE-2,2-— REEE(750 mg, 7.13 mmol; #23& J. Org. Chem. , 38,2349,
1975 FHR L REH &, HABHIIALENSE)ETK DMF(10
mL)FEEF . MBI R ERE . B ZEBE 100CTFm# 1/
. RERZBEDTIMA tempol (900 mg, 5.23 mmol)F 1,8 -Z &
P I (5,4,0] 1 —-7-% (DBU) (800 mg, 5.26 mmol) FEk&En# 12
M. WMERFRNBEY . BRK|YERT LK LEE(100 mL)F I
BELEA IN HCl. 1 NaHCO; i /Kik¥k, TRKMBMATRIFETK
45, BRUBEK(1.48g). BEEEEEERER LERAXCHR KL
ER(S:DE NP, BRaasREAE(1.22g 70.0%).

IR (KBr, cm-1): 1360(N-0), 1725 ()

TR 4: 1-BE-4-(3-ZEE-2,2- T FE) RS EEKE-2,2,6,6-10 F
R e £h BR 8
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¥ SoHEs 2 MEEAYA.02 mg, 3.34 mmol) N A EMAFIEILE
ZEHREOmL)F. AEREHMHEEX, BHRIAMBAFERNABER
IBENEARR. BZBBESRE, B#T 100 mL ZBZEF
FHAMA NaHCO, ¥, BIREHER. 7HIRIBEIRE, B
AaamiRY, TLC RPEFEIHEEMLY . HHRYELHGEE
BREgN, FRXRCKR.ZBRIEGDEARRR, BALAsRAE
(700 mg). HZEEHERTHRMNENEZEEB(20 mL)F, EFK
g, HFMNZBZEE: —REBQ:1, 50 mL)FTELR, #I0E%sRE
1£(320 mg), 5K 140-142°C (5 fi#).

'H-NMR(270 MHz, D,0) ppm : 1.48 (6H, s); 1.57 (3H, t); 1.63
(12H, s); 1.82 (2H,s): 2.02 (2H, t); 2.40 (2H, d), 3.88 (2H, q); 5.44 (1H,
m)

IR (KBr, cm-1): 3487 (OH), 1726 (&g)

JEiE: (EI, m/z) 301 (M+)

SLHB Sa: 1-F HBE-4- A RBREERE-2,2,6,6-T0 FZEIRIE

EZETHEEIG(60%, FTEAEMF, 1.0 g, 25 mmol)fETK
THF(50 mL)F M &ER 5 44, HRZBEDFMA tempol(4.0g, 23
mmol). HELBEY 1 DB, €S5S THABMANRKEELDQ248
23 mmol), REBER 1 MEF. MERERNBEY . BRKWEIK(100
mL) FRBEFOE LER, REREHICEEGE. ZEGAEAE
ERER by, FRRCHR:ZBRIBEDENERR, BALESH
BE4%(1.4 g, 5.8 mmol, 25.3%).
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IR(KBr,cm-1): 1361(N-0), 1720 (#&)

RG] Sb: 1-EEBEA-FTARKERE-2, 2,6, 6-I0FRIRITAI 7 —
MERFIE
0

/kﬂ

N
!

O-

SEZ Y HE 11 REZBKM(1.78 g, 11 mmol) I BIHE H B
R BB (860 mg, 10 mmol)#E F7K THF(10mL) I+ . £ 5] B 7Y
MSERE. BEBEERE 40CHH 1 M. RAERZBEDHMA
tempol(1.72 g, 10 mmol)F 1,8- Z & 7R XX FF[5,4,0]+—-7-&(DBU)(1.52 g,
10 mmol), FH 7 40CHEMMH 2 Mo, MERERNBED . BERKY
VIR T 2.8 Z. 88100 mL)F F A IN HCl. #HBF NaHCO, b /KiELLYE
%o PEZLRZEE, TKEBMTRARLSKRE, BILEEK.
BERRAEEEER LEARCK ZRZEGDIENERFIER, B
) 41 8 45 5 [E 44 (720mg, 30.0%).

IR(KBr, cm-1): 1360 (N-O-), 1720 (#g)

LHiB Sc: 1-F B BHE-4-FRERERE-2,2,6, 6- I FEIREK 57—

& B 77 ¥ [DCC/DMAP B4k 77 1]
0O

)
(8]
[ 43 # B Tempol(1.72 g, 0.01 mmole). 3 F KR (0.946g,0.011
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mmole) 1 DMAP(0.12, 0.001 mmole) & = & F %2 (25 m)BE R F MA
DCC(2.27 g, 0.11 mmole) fAEZHR THHAREYTH. BEYELE
BErdRAREZERER. BIERERESESY, EEFHEDS
AREA10% LR ZEEM EC R RER . WE: 2.26 g94.1%). IR
FINMRE 8B 4 —H

LS 6: |-BEIFARKERE-2,2,66-IIFRIREERE (ke
Y 1)
0

)%

\
oH HCI
WL HE s5a PMEEHY (2.2 mg, 9.15 mmol)IIA B FIEALE
ZEHAREmL)F. AEREHFER, BRINACHERNABESE
IBENTOAER. BZEBETKRSE, BHT 100 mL ZEBZEF
AWM NaHCO,; ¥, BIREWFEM. P HCRLEEFHAE HC
ik, RESIAEERERE, INZEQOmL)ELR, HYABEHE
B4k 1.15g(4.13 mg, 45.1%). ¥8m 224-228°C(5#R).
'H-NMR (270 MHz, D,0) ppm : 0.97 (4H, d); 1.43 (1H, m); 1.44 (6H,
s), 1.46 (6H,s); 1.90 2H,t); 2.28 (2H, t); 5.2 (1H, m)
IR (KBr, cm-1) : 3478 (OH), 1720 (&8)
SR (BL m/z) 240 (M+)

LG 7: 1-BRE-4-FRRRBRERE-2,2,6,6-T FEIRRBRE (TE
BHITIER)
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L5

)
OH HCI

¥ L HE B Salt ALY (700 mg, 2.91 mmol)MMABMMELE L
BEBQOmL)P. LEREMBER, HRINRAEBERMAGHERE
HENTAER. B ZBEBRETIRG, BHT100 mLLRZEEF HK
FE— K44, BEARYREE45627 mg(2.25 mmol, 77.5 %). B
224-227°C(4H4#).

'H-NMR(270 MHz, D,0) ppm : 0.97 (4H, d); 1.43 (1H, m); 1.44 (6H,
s), 1.46 (6H,s); 1.90 (2H,t); 2.28 (2H,t); 5.2 (IH, m)

IR (KBr, cm-1): 3476 (OH), 1720 (B&)

FE: (EL m/z) 240 (M+)

LR 8 -HEHEAQ-FEE22V-ZHFE)RERESE-2,2,6,6-

7Y B 2 R BE
Y

N
o

R R 3-FEE-2,2-— FERRR(.04 g, 5 mmol), (BLL5J. Org.
Chem., 38, 349, 1975F KRB ALK 5 ¥E$) & )ZELKTHR(S mL)AIH
WS DOBERMALL-BE M, MEEIZINSARE. BBER
FESOC N304 8. A M X —IR S ¥ N A tempol(900 mg, 5.23 mmol)
F11,8- " F FXWER[5,4,0]+—-7-#&(DBU)(800 mg, 5.26 mmol). BREY
FESOCHAIRKGEITLCHA), REBMETRE. BBR|/UVEBERT L
% ZB§(100 m)F, FIIN HCl. #FINaHCO, M EKEL Y, Tk
BATHR, KEETRNOBREATKE, BILEEHE.48g). AL
BiEERR EAAESE, FRFCKZBRIBGIIENERT, B3
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¢ €6, 45 & [ 44(1.02 g, 2.8 mmol, 56.2%).
IR(KBr,cm-1): 1359(N-0-), 1732 (&§)

LR 9 1-FBRE-4-3-FEE-22- " FE)ARBMERE-2,2,6,6-18 F
H ke 2R

A

N
Sy Hel

K LR H SR B A (1.02 g, 3.34 mmol)IIAZRAMELE LT
IR (OmL)F . AAREME KR, 583 RH EFE A ESEE
FRLTEBR. MZBBRESREF BB T LR ZEQO mL)F. A
ECQOmL), P=&FHEERMRY (oilout) , REFBREYHEL2
AT, BEMAENEIMRERY, ARABLOEFRK. AR
EYBREEREE, NCRZEBEEABIBASERKEEW06 g 1.5
mmol, 45 %).

'H-NMR (270 MHz, D,0) ppm : 1.26 (6H, s), 1.51 (6H, s); 1.65 (6H,
s); 2.01 (2H,t); 2.44 (2H,d), 5.40 (1H, m); 3.46 (2H,s), 4.55(2H, S),
7.31 (5H, s)

IR (KBr, cm-1): 3480 (OH), 1712 (&%), 710 (5 & %)

JRi%: (EL m/z) 262 (M+)

SRR 10: 1-BE4-G-BE-22-ZHE)RNRBKESRE-2,2,6,6-T1F
RO b R b
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\
OH HCl

¥ PA/C(5 %, 100 mg) A E] 1-5 B B E-4-G-FEE-22-"FE)
AR E 5-2,2,6,6- T B EIRIE(1.0 g, 3.83 mmol) M ZEEHBE . IR
ESYEE Paar EHEEFE 45 psi TEN 12 BT, BEEEETITER
MBEYHETIRG, BRARBBENEGHRY, RAEGEEERLE
aith, FRFCHK:ZRZEGDENREN, BETERRY. K
RYERTAMEAEZEERQO mL)PHEZSRSE, FaeEBmEN
g8, NZBELREZ (123 mg, 0.4 mmol, 10.4 %). FA 210-215C
(57 %)«

B '"H-NMR(270 MHz, CDCl;) ppm : 1.14 (6H, s), 1.44 (6H,
s); 1.57 (6H,s); 1.70 (2H, m); 2.8 (1H,s, br), 3.65(2H,s), 5.16 (1H,

m)
IR (KBr, cm-1): 3480 (OH), 1712 (E8), 710 (5 HFIK)

JRiE(EL, m/z) 262 (M+)

RG] 11: 1-FE B E-4-(1-FEF ) BEAE-2,2,6,6- 10 FH EIRE

EERTHASILNG60%, FEE/T, 2.2 g)7EJT/KTHF(80 mL)
BRI S5, SRE M Atempol(3.0 g, 17.44 mmol). BEYIHA30
S8, ESOHABM-FEFRRERZTAY (2.2 g, 18.71 mmol),
MEERI2A . BRERGRNESYZRRY LSRR, AEalE
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BERLLEE™Y, ERACHK: ZBRZBGCHENKER, SRIES%
faE4%(2.0g, 7.86 mmol, 45.1%).
IR(KBr,cm-1): 1314(N-0), 1722 (B8)

LR 12: 1-BE-4-(1-FEXRRR)BRAHE-2,2,6,6-10 BEIRLE

RIS

N

Oy Hel

W SE A 11 B E A (700 mg, 2.91 mmol) N ABMMEILE T
BB (I0mL)H . SAEREHER, BRIMNBABEBRNASRERE
BENLOAEE. B2BABESKREBSIOGERERK, S8, HZ
RZEYE, FEZFTH0.700 mg, 2.4mmol, 82.7%), & F215-220°C(%
fi#)o

'H-NMR (270 MHz, D,0) ppm : 0.80 (2H, d); 1.19 (2H, m); 1.21 (2H,
s); 1.44 (15H,s); 2.03 (4H, m); 5.10 (1H, m)

JEHE(EL m/z) 254 (M+)

SEHER) 13: 1-8 8 B E-4-(2-R M) $e 8 F-2,2,6,6- 71 FF R IR IE

.O
O%
b/
!
O

PR 1Y) B R (25% PR BE Y 7E PR B T ¥R, 200mg) #E %X (100 mL)
FRIVBEWMAEG, HEHEBHI —EERNE, BREEFE
WRIHBIEW. FX—BEYWMAtempol(1.76 g, 10 mmol). 2-3E M &
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BE(1.26 g, 10 mmole)FA& (50 mL). LB/ AR F B H
B, FEPHENEBELMAFSINERRE. XEHIN HCIEE, KRB
FK¥E, TKBERMTIRIET, BEOAEEF01.72 g), HNCKRE
GR1BEINAS gy, KA ELHABERR L4, FRAESK:
BTG DENELRT, B2a64 RE4(0.02 g, 3.82 mmol, 32.8
%)

IR(KBr, cm-1) : 1364(N-0), 1716(%8), 706 (5 F 1K)

SLHEB) 14: 1-BE-4-(2'-RRM)BRE EE-2,2,6,6- V1 F B URAE th BS &b

0

OJk@
0O

)

OH HCI

L e 13 MEEAYG0 mg, 1.13 mmo) I A BB EALE
ZEEB(omL)F ., CEREHRER, BEINRAERNAGES
HEBEBENLOER. BZEBEZERE | MR EEREHR,
T, HZBMZEBRFEZS TR, BHEE( 220 mg, 0.72 mmol,
64.5%, A5 209.4-210.4°C).

'H-NMR (270 MHz,D,0)ppm : 1.49 (6H, s); 1.62 (6H, s); 2.03 (2H,
t): 2.42 (2H, d), 5.49(1H, m); 6.63(1H,q); 6.64(1H, d), 7.34(1H, d),
7.74(1H, s)

R (EI, m/z) 266 (M+)

L 15: 1-8 8 BE-4-(3'- T SRR848 2-2,2,6,6- 19 B B UR 2
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B 3- MU B R 4 B8 (1.5 g, 13 mmol)7E LK THF (20 mL) %
WAL BEZRMALL-BE ZBkM( 2.3 g, 14.18 mmol). JREREIFLH
SAERH B IRAETOC I NG ARG FIX — RS N A tempol(2.23
g, 12.97 mmol)F11,8- =B M H[5,4,0]+ —-7-# (DBU)(2.0 g, 13.14
mmol) 4k I A2/N . ¥ R BLIR A YA B 250mLoK 1 3 A Z B
REL(2 x 100 mL). &HBEFHHIN HCl, #FNaHCO, hKELHE
%, TARBPTRAELSKRSE, BIALEEE (2058) , NZRZ
e FEm(QELRBIMANOas REKEEKY(1.45 g, 5.36
mmol, 37.8%).

IR(KBr,cm-1) : 1360(N-0-), 1725 (BH)

LRI 16: 1-BE-4-G-TIELREME )R E K -2,2,6,6-T0 FEIRAE th R &

Qe

\
OoH HCI
M SoHEEl 15 MBS (G00 mg, 1.11 mmol)MAFMEAMEMLE
ZERBO0mL) . SERERYE L, HERANEARERMARER
IEENEARE. BRAREZE | BREIFIEAGERBE,
TvE, BZMBEHESTIER, B2~%(146 mg, 0.48 mmol, 42.86%;
14 5 221.0-223.2°C).
'H-NMR (270 MHz, DMSO-d¢)ppm : 0.84 (2H,m); 0.90(2H,m); 1.35
(6H,s); 1.46 (6H,s); 1,65(1H, m); 2.13 (2H,t); 2.44(2H, d), 5.14(1H,

m)
SEREBI17: RRMEAEWEILSH YA BRI
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)L Ry OH

OH
WAW3 R ></

BANNMHTEL A% T IFY tempol-HFL W IR Rk . RE
HEPLUISHAEENREELEHBKEBRFHE. ERAERFAE
BYREELEHET FRAMERBEEQERREE MO L. 7
BAVZE BRBERBEXAON. MEBRFBRAHIR, ELEL
AR EELR, ANBEH—K, REENBEAFIGHCRR).
FBEHFOTHQRRARNABLHF 12008 CRB)FME. B
VENBREKRKEK. FABRFERXRESR)FTFENEGNEM
& tempol-HE 55 KR &

5 & 45 75 tempol-HZ J& B tempol-H B 55 7K 7K S 76 iR 36 ) BT B B [|]
REBETFRUKERESLELD. ABLSHUEY1Z 5 tempol-HH 5 K
REERBELAFIOTHNEXR, BEFBESARB2INNRFES
RE1FIRD.

Kl BKKRE: RBRWKTFR
7FIE: SOuL3SKMEH, 2 —FEBN=4 REEH/HKEA)
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i

o H27/391

Tempol-HEIKE u M
30 rEF | 60 % 120 4%
&4 51.0 20.0 1.5
] 30.0 30.0 1.2
18.0 6.0 7.0
30.0 3.0 8.0
FHME 32.3 14.8 4.4
p g/ml (5.5) (2.5) (0.75)

L 18: KRHEY | EREIEPHARHY

X SEHEG] 16 PR A A N R R BB KEREL GCMS £54
&Y 1| RHREEEKRLED | BERHEAEY tempol-H MBER
(RICOOH)HFTE. BIMNRHYEBMERT, ARELEY 1. XiEH
WEY 1 EEFULATAREY.

¥ BKERER SR/ BAEN 10 ml BRAEEBHDMEF K
F. AEFMA I mL BZR P, FHE2 HH0HE S 55 B3
LL MM ZEFRREES S GC AP BXRIEKNBE 13.02 (RE
BE), m/z = 85 KFI&MHTRINFFRAR ( GC 445 5989B, MS H
5 5890 A% 11 (A HP £7%)). ¥/ Agilent DB-5 &, K& 25m,
B2 02 EX. 85 He b 22cm/sec. HHFDEE 250°C, #HlE 28
B 280°C. WTEKEH, BELEISTHRRES 44, RELL10C/min
AINE) 240°C, FFTE 240°CHRFF 3 8. ERHTAWMER,

STHB 19: WAY 1 ZEEARRIR P R Z M4

BL 1 BT RIS 3.5 %AW 1 MRIRFS TR RMEEER
ROBRIBEY. ZAYAFRFNWNE, EX—WEHAPERED
FE R .

SEHER) 20: ERBHRHEYRAE
EHHELAGPRMIESY 2 73 WREDFHEE. B8ME
VBB T 10 mM pHEN 7.0 FBEREZH B PR 125 mM KRR E .
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X—WREXTHEY 2 M 3 B T~3.5%. L1 /DAERRER 50n1H
EFARMRNMRENAEL 6 k. BMEUERAWR%Z. HEY
WEDRTH—RARELRFBEY 30 oW ERE, F-_RER
KHFNBL AR 90 75 REE

seFejE, LB ER RKREFNRERSEOLE. REFREK
SERMBENEK, RENRBEBERBRE. R/ EEMOMEE
B BHERNHIETKERG. BE/ LEE 10061 87 5 mM
DTPA(CEZE=ZRK A ZE)ERT, MAERET MAREERH /D
M. FFE, BARMMAERRESR. SREBERXRTHEFEAKR. 10
M. FEREEE BTG, SOERTRETHRIMSTZH. T
KERFARGEEBILREFE-TSCHREFERLE.

ERHRFEREIRESRAENEEANEAT tempol-H #5KIK
B, WEKNGWERENUESYMBELABRFHENRE. B
EYHBRERERET 30 28R, T 90 SHNERRERER
K. EOMBEPERVUED>BEMLEDH 2-30 M),

LR 21: WEY 23 ERBEKFHRE
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FRI: WEW2F3NFE: S0ul 125mM BB, B/IRLH
NI (N=2 RIREE/E) 2)

Tempol-H KK E uM

30 4344 90 4%+ 1 ¥

WeEY 3 31.4 11.6 2.3
22.2 9.0 2.5

FHE 26.8 10.8 2.4
n g/mi (4.6) (1.9) (0.4)
ey 2 52.4 6.0 3.6
35.2 5.7 0.6

FH){E 43.8 5.9 2.1
1 g/ml (7.5) (1.0) (0.4)

S22 KBS
RI: EEHARGETEZR TS SHFHILEYEERE

& BN | B
mg/ml | Yw/y
7K 74.9 7.5
0.9% T .94 40.5 4.1

pHAE % 4.8/10.01M Z BR 25 8 1P I 68.6 6.9
pHIE N 4.8870.0IMITERBREZ M | 71.1 7.1
7K+1%w/vE B 62.2 6.2
TK+1%w/ivE I R — BE 63.8 6.4

FREH, WELHFIORMIHUEDEKFTHEREN>3.5%
w/v(>35 mg/ml), F SRS 1284 EWEKFHEREND0.1%

wW/Vo
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RIV: BRUAYNIERE
OR
N
OH
K R PO
23 - H 0.8
3 7.2
| Y
16.2
25
0
50.1
26
8]
\ﬂ/é 53.7
27 CH
g 3
\K 125.9
28
o]
9 91.2
0
9 6.3
) 30 /L%
0
31 X o 1148
34,7
2 | X0,
199.5
33 ></S‘CH3
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A
34 \CH3
35 ><¢W 8.1
U 144.5
36 ><\°)V
37 o 10
P 513
38 ‘CH3
575.4
e
0 347
w | DN
69.4
w3
O 67.6
2 | DN
w 98
43 N

RV: RRUAYRIBA
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03811221. 3
)O}\
o) Rz
Q
Ry
KB R1 R2 MP>. (°C)

4 0 —< 97.2-98.2
44 OHCHHCIE# ) —< 224-228°C (dec.).
45 OH Gy HCI &) --q 224-227°C (dec)).
46 0 } 103.9-105.2

g
47 OH G HCIZ ) \(/ \ 209.4-210.1

Q

48 0 é 150-152.3
49 OH Gy HCI#: ) Q 250.6-253.2
50 o) 64.8-66.1
51 OH ChHCL #; ) 229.0-230.9
52 o) 107-109.3
53 OH Gy HCl £ ) 220.0-223.0
54 9) 111.1-1123
55 OH Ch HCIE) 228.0-231.2
56 o) 121.2-122.9
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57 OHCY HCI &) OCHz 241.8-244.6
~—Q—OCH3
OCHq
58 0 FGQ 145.2-146.4
__//—@
59 OH(Cy HCl & ) HO 237.8-269.1
ee
60 0] /\/?Kﬁj 132-133.0
61 OHCHHECT &) /J\@ 267.9-270
62 0 — 68.3-69.9
3 CHGRHCI &) | - . 764.8-266.3
BeK b & YR L iR

'H-NMR(270 MHz, DMSO-d¢) ppm: FiH 4-BUAAHI-1-38%-2,2,6,6-
VO R URE S M 2 O B AE LA T 3R> 4B AY: 1.35 (6H, s); 1.46 (6H,

s); 2.13 (2H,t); 2.44 (2H,d); 5.14 (1H, m).
SERER) IR CKBr) cm-1 | "H-NMR (270 MHz, DMSO-dg) ppm:
) B #i4)
57 1716 3.75 (8, 98); 6.95 (s, 2H) _
61 1738 2.79 (t,2H); 3.31 (t,2H); 7.45 (m,2R); 7.55
1687 (m,1H);7.93 (d, 2H)
53 1682 6.87 za,iﬁs;_ 7.83 (d,2H), 10.3 (br, 5, 1H)
51 1718 3.9 (s,3H), 7.18 (d,2H), 8.07 (d,2H0
1755
59 1723 6.54,7.85 (dd, }=16.0 Hz); 6.84 (m, 1H); 7.24
(m,1H);7.54 (d, 1H); 7.86 (d,1H); 10/2 (br, s,
1H)
61 1718 1 96 (m, 2H), 2. 30 (m, 4H); 2.78 (m, 2H)
49 1688 ; 1.73 (d, 2H)
53 1682 - 3 70 is, 'I-Ti 7 20 Zd,ZES 7.72 (d, 2H)

LU T VI B XI5 1 T & mA RS S ER AL & W KL f
FAE B, BIEELER] Sc B DCC/DMAP BRL SR P ATFIE
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HHRBRELABEOEELY . BELIHEG 6 M 7 PHRRKTHERE
MBI EU RN 1-REIRE .

-BEE - “THERBREBEEETH 4,851,436 PHBRHAE
HE, BTER 3-2BEE22-“RERE, MRXHAKNEEIIA
BENXENSE,

% VI: 7£ DCC/DMAP BEAL T iEF BUTHEURBA R RRR:

S BB R(SiH) HE B

HORC OTCHs | 3-LBEE-2,2-— FERE

100> O |- FRBRE 22 = R

Hoi,(?</°\“//A 3-ARSREE-2,2- — R

H020></0 Yé 3-(1-FEA R REE)-2,

0’ 2-—BENBS
2-FEFFRE ).
Hozc></0 g:(z-_ﬁﬁﬁm )

3-Q2-“HEXRFIRBEK)-2,2-
HOzC><’O\g/Ar )

3-(3- T Lk SR A 2 )-2,2-
HOzC\”</OYO _HEFR ‘

64
3-(1-$ Z3- 0 4 I e 2 )2, 2-
<o N ’
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x VII
Bt 7E J. Org. Chem., 38, 2349(1975)FHRMIAIEHI & 3-HE

HO2-THERNBN-REERE-22-ZFERNK.

7 DCC/DMAP BE A VECERER So)PAUTHEYRER AL
R

BHYRE(GEH) HEZR

pY FRE22-—FERR
]
HO,C ™~

></) -AEE-22-—FFERR
HO,C ~N

o -FAEE22-—HFEFNE
HO,C \(

></\A FREFRLE-22-—FEFAR
></° 3-Q-FHEZEK)2,2-
HOC N | 2 AENR

B ></\/o\/ IZEEFEE22-— FEAM

F* VIII

Bt E Talley ZAMEEEF 5,475,013 FHRKFER & 3-N-
A2 —FEAE, FRXMPARTHIIAELIEASH. &
DCC/DMAP Bsb 77 = (EHH) Sc)F AU TUHEPRBARARRE:

RIEWIR (G ) HEELIR

43



03811221. 3 oM P 3E36/39m

0
3 HE-22-—HEAR
HO,C ’u><\NH2

H020><\N< 3-— WﬁE-Z,Z-: ﬁ%ﬁ@

2,2- " FE-3-IRue-1-B R R

nes

O,O 2,2-— R E-3-(4-FANIRRE-1-2)- AR
SN
HOC

- — .
2,2-= R 3- M S ik-4- 2 R
‘o, o)(,m\)

/

N
H02C></N \)

></b{'f> 3 Pk 1. 22,0 = FETR
HO,C

2,2- R E-3-4-FERE-1-X)-HR

*IX

BEEEEEFR 5,475,013 FHERBRPYHEHE 3-S-BAR-2,2-Z
FEKE. £ DCC/DMAP BELFECERE Sc)RRAUTHENRE
AARRER .

BHBYWRE) 2 BRK
22-"F#.3-
N 2 FEARER
0 -FRUBERE-22-—FERR
H020></S ~

2,2- " REIKEMAR

Hogc></8\©

0 IHERBE-2,2- = FETTR
H020></§_@
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£ X
BILEXREEFR 5,475,013 PR FESZ 3-BUAH-2,2-—F

HAK. &£ DCC/DMAP BEUTIE(EREG So)F AU T AR EIF
AR :

BV (EW) HE AR

w 22-—HE I KRR
HO2C

2,2- = E-3-MLIE-4- BN

HO2C

*£ XI
ZF NSAID(SREWNIESEMAA) AT EL. £ DCC/DMAP

BUTEFRUTUEDNERARRE:

EIRYF (G W2 LK
\ g BRERS- Ik 2,3-— & -
COH | 1H-RHEME FERH 4% 1- 30 88
0

LS 35 BR2-(2- AR R 22

Z:a 4-E)AE
H
T R2-4-R T EEE)TR
— con FULF2-5-FEEF2-E)AR
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o B #7 IT 4k

>_

0
g

£ XII
ZHERBETEN. &£ DCC/DMAP B4 HETRHUTHEDR
BHARRER:

EHRYAEGEH) &5
QcozH HR-3- R
HOzc\A T-3-ﬁ@

& VY 2Rk mE-2- 3R KR
o~ COH

Q PO Y- 2- R D

K A ~coH

(_jcoﬂ'* ey -3- R

S

— 2R 4
S. NH

Y

0

CO,H 2L M4 R
NH

CO.H 2-FARBK g 4R R

HN_ NH

!
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i

B 5 5539/39m

COH 2-F A3 —E R F R EE-4- BB
J5
Y
0
(_ScozH 1-F R f7-3- R 8
N
CHs3
q}_ooﬂ_‘ 1-F -2 R 8
CHa
OO-COzH DY SN -4- R R
SD—COzH 7 4 T -4 - SR R
Hsc "ND‘COzH 1-%5%%4&@
3 E2-FERNR
HO2C J\/OH
J\/NH -EE2-FEAR
HOC 2
3-ME-2-FEFNR

HOZCJ\/SH

Hozc/l\/o\

R FEARER: %
54,617,154, KABBBIAEIL
#eh5%)
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