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MEL=FREFXFFEBRIRNERRL
HERAFKEERERIPER

KEX IFH FRE K ¥

e K ZE AL FER)

8 =

HAZF EREXFRDARTHEAMEZFEEXFARAG), FATHET
ERARBERE N BERE AR PARTR FARCE  FAREXTERN
L-mABRTENGERAEN. FETEMPENERRE. GEREINMPEE
SANREERTHERHER P HAR-L-REAKRFN=

BTERRNORERILER RGN AERER, Hik, EXANMRPER—EZ B A E
BY. BEAHMEEERRPER LA KBEREBRREREREN S THROFRAKE, &
SE BRI R E MBS, Bl RGREY RS REEC, REOFRELE
T 5 1 e R Vs 3 AR A MV U R FE K TE ROV AR B,

BATERT RN =P EEEXF AR, Z(Me,NCD) (52) Ffi % H & &8,
Z(Me,;NMeSO,) (5b). fnld 1 firoR, xf — R R (D LIS 98 TR R AE R VR (2) . 8
EE5MTRREMER —HER M AERMEE (3a f13b), EAIEATRIERZERFEAHD. &

Mc4N~—<\ >—-CHO ___,.. Mc,N——( )CH:OH —_— Mc;N < >CH OH

1
3a, X=1

Sb, X_MCSO.‘
cocl,
+
Me,N— —CH,0c0Cl ‘&CL Mc,N—< CH,0H
X- ci-
5a,X-=Cl
Sb, X==MeSO,

23

FREXSERANBIEMOEER (5a f15b), HTHEEERTHEA_FERFEEER
AEO)MXY-(F - 2-ZR R CEE)XF ().

AX 198441 A3 BRI, 1984 4£ 3 A 31 Bl B/ EHHS.
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PhCH,Me,N— ¢ N—CH,0H  Me,NCH,CH,0—( N—CH,0H
cl- ' cl-
6 7

5a F1 5b ZEK-BEMNFHPEST Schotten-Baumann EEL R NGB —& 5 Fi, EEBRM
BEBEENERIIESR 1P, BEFT RHCEEXBRNEEBENRMLR N, EREEH
Ry, ERAFLEURFEZOER, REBEHE, REsa. ERETRRL.

T THRRE, DUHEEMAZREN TERREMOLH, SLMECEMRESNK
FA:

e !
PhCH,— N— > PhCH,—O— > PhCH,— N—,
[

LR, 7 R ERASBNESBEEBEERK,M 4R 6 BESW, LHE 6. 1ih, 6P
BOPRANZE RE A R E RE E 5, AR S, Hi, ERF RN SIA— R R R
Bk C—ORME M. 7E 10 Bl (b B e S MR IR,

8T 50% RILE-BElRE

WAL= G R TR E R O R B A Y S AT .
B, R 20min 2 J5 QIR E R4 , D3OSR,
MANEAZREEXFER T ERTEQDAKT AN, Wl 2 JiR, 13 EXK-

# 1  p-MeNt—C,t,—CH,0CONHR CI~ (MeSO; in 9)*

. IR(KBr) R F=gfon
R LR “E-ﬁ%;c ‘%f’" (o1’ T
” |c=0,0H| C9% Ho% N%
—Ph(8) EtOH 204° 60—78 | 1710 | 64.1/63.9] 6.7/6.3 | 8.8/8.8
—Ph (9) McOH-AcOEt | 150—]51° 23 1730 | 54.1/54.5) 6.0/6.1 | 7.0/7-1
—C,H,Br-p (10) EtOH 214° 60 1750 | 51.4/51.1 5.1/5.0 | 7.4/7.0
—C H,NHAc-p -2H,0(11) H,0 204—205° 82 1685, 1700 55.1/54.9 6.8/6.7 |10.2/10.]
3360, 3600
—GlyOH - H,0(12) MeOH~Et,0 | 188—190° 36 |1670, 1750 48.7/48.7| 6.6/6.5 | 8.7/8.7
3315
GlyoMe 1,0 (13) EtOH-ACOEt | 172—173° 80  [1700, 1735 51.6/51.3| 6.8/6.7 | 8.6/8°8
2 3220
—GlyOEt - H,0 (14) EtOH-AcOE: | 155--157° 71 |1700, 1730{ 51.6/51.4] 7.2/7.1 |8.0/8.3
3220
—GlyOBzI(15) 14} (88—89°) 62 _— S _— .
picrate - H;0 EtOH-H,0 195—197° | —— [1710, 1730| 46.2/45.9] 3.9/4.1 [13.4/13.5
3330 !
—L—LeuOMe (16) W ig (187—189°) | —— — — l —_— J—

* (8),(OF(12)f "HNMR (D,0) RE%.

R b R AL BT T (R R A0 H =B (20), RSB RARENMBEE, SHE
B,RE L& MEN, ERREESRFHEREERQLIONH &#E-L-5ER(21b)
TR WY B 25% F133%. REALENED BIAEKE ARV H ElEH R (22) F0H & BE-L-
S (22b) Rk,
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NH,NH,
Z(MeyNCl) NHCH,CO,Me Z(Me;NCI) NHCH,CONHNH,
13 20
R
| R
NaNO,, HCI H,NCHCO,}: |
— AR > Z(Me;NCI)NHCH,CONHCHCO,H
2la R=H
2l1b R = §-Bu
R
H,,Pd--C |
——— H,NCH,CONHCHCO,H
22a R==H
22b R=t-Bu
BH 2

Hit, d EA =R FERFERELIELRE - TRAN . SKEERTU S S ROEER
P, E5 G ER ABENAREE THRAS-BERAMNGREHOREE, XPARARZ
B — N BT A A IR I M RER i T R gk R S A ERVBIZAL B 0 6 717 R,
AU E Z AR, /G0 A DAEE— P RIB .

= L

B RABRIE, £IMEI% A Shanghai-751 i IME, HPIEIER Carl(Zeiss Jena
{19 Specord-75 IR JsE, HBEILIRIEM Varian FT-80 U, LAl ppm D9 fr, U &
BEHNAR (s, Bl d, W& ¢, =i&; q, MEE), ENRREHEBRERLS, BEE
45°C DLF.

1. WRE=EZFREXTEH (3a)

AR BEE (1g) BFEFRR (100ml) F,EZRBHAE TR 15—20min N,
AN —HEEEPRY (75g) (WHRE (40ml) 7%, B, 9k4e8i 7 1h, JHIRER A, R 3:
HE, MAK (30ml), JH 80ml ZE¥IRI=K, &HIBBOK,KZE—&, Ak TIR, 8%
FHLMABRE (7.58), EFREE S K. BEEE 32 (11g, 75%). AFEEREERR
W, m. p. 235°C (3L#k[10] 261°C, PUALF=5,60% ), #4L5p)i% (KBr), cm™:3350(OH),

TCEINHT CoHWINO it &{l. C, 41.0; H,55; N, 4.8%; LR{E: C,41.0; H,5.3;
N, 4.6%.

2. H=PELWBLPREEXTH (3b)

MR B 2 B b, 4/ 3b, @F —FTEE K, AEKCBELR.BLEER
#5 (11—12.5g, 70—80%), m. p. 72—73°C., ZETRBHEERELEEK, m. p. 111—
112,

TLED CuH,NOSS - H,O  iFE{E: C, 44.4; H, 7.3; N, 4.9%; LW {E: C, 44.7;
H, 7.1; N, 49%.

. HEMA=PREXPH 1)

ik A: 3a (6g, 0.02mol) BTF7K (100ml) v, mAE B (4.4g,0.026 mol), %
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JUor B, IR BUL SR, Bk 2ER. SR MERE, R, RERETF,MEKLEES
.13 4 (3g,70%). m.p.219°C (53 %).

Hi B: ¥R IRIM3a (44g, 0.15mol) BiF7EK (100ml) th, ZEHEHET Z 1S 1% Nl
B (5.3g, 0.03mol) F97k (20ml) ¥, RJEHMKIRMRE pH 3, BCEH/NE. BHTHAY
BL,BRERET. BOBRBEEGATKCE (T0ml) EEH, 7ERHEE BN RSP
MARFRERE D RBEX B —BoERN 4,35 17—22g (56—72%). m. p. 218—219°C
(53 8). BRI AIRER A7 H OB BORBY , 18 Bt 38 B .

J5EE C. 3b (9.9g, 0.036mol) A1 BaCl, - 2H,;0 (8.8g, 0.036mol) #F 7K (100ml) v, 0
LIS, INAGE N 170, HERERGL, I8 1T 05 ik A ER L,

4 B4 HMERE (KBr), em™:3285 (OH).

TLESKF CoHL,CINO  HE{E. C, 59.6; H, 8.3; N, 7.3%; tlfi. C, 59.5; H,
8.0; N, 7.0%,

4 NP —PEXEPERETTE(6)

2(7.5g, 0.05mol) FEFH Lt (75, 0.6mol) SHEKLERA. MPGEHE 4h,  HBE 2
K., D, HREAELE,.B 6(9.558, 70% ). FKCEHELR. m.p. 202—204°Cc, oMb
(KBr), cm™: 3225(0H).

TTESHT CisH,CINO taE. C,692;H,7.3; N,5.0%; 3ci{é. C, 68.6; H,
7.3; N, 5.3%,

5. M-(2-MA=PRECEBOXPFH()

4B 3 (4.2g,0.18mol )7 T oK ZEZ(80mD)Hr, {RKIMMAIT BRI FEZ (19g, 0.15mol)
REKCE (50ml) B 1,2-2“& k% (50ml, 0.63ml), JNFGEE 60h, ZEPEHE.
FEBMKRA 2N S8 /4L8 (100ml) Fik (2 X 100ml) 2E, EAKBREBRETIRERESSH,
REN-(2-HZEE)EFR (15g,51%). m.p. 71—-72°C AN ECERE ), cm™: 3310,
3380(0OH).

RS CHLCIO,  3HHME: C, 57.9; H, 5.9%; LK. C,57.6; H, 5.8%.

¥ EREEHRE (17.7g, 0.1mol) JNA F| = B B (17.7g, 0.3mol) By — P X F BE A%
(250ml) W B P, ERBMARES, T 60°c M 36h, MA—ERZBIE. BH 7 ,FE
(l6g, 65%). m.p. 145—146°C (3f#R), AT KIBWELER, BARE. 4/ #E(KBr),
em™:3120 (OH).

FESH CaHLCIO, -—;H,o WEE: C,56.6; H, 8.3; N, 55%; LWfE: C,

56.8; H, 8.2; N, 5.3%.

6. HEL=FREXFTEBRN (52)

FEEIERBAIMATLARZE (10ml) A RIKE 4 (68, 0.03mol), ZEPHEAIVKERA R H
T EARS, HEMPAEREREMY—E, BSh s, HFRERTIREIR.E
NIEERAEER, MEZADBIHRER. BARE 0CBRERSR. HEHLBERE,
RKERERSIBEEZREFNESTER, 5 B LAHERRER. FHEBRERE. HTE
WA » A AT R T E T BT,
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. N=PEHREPELEEXFFTIAHRE (5b)

5b # Sa FUHIEE M 3b AR, hRE—PDEWEHAER, ERMEEBEE Schotien-Baumann
BE LR b A6 T A,

S N-WEN=PHREXHEAHREXRK(S)

Fiz (4g, 0.043mol) ETHAKLE (10ml), ZEVKBRHABEEET , £ 15—20min pyim
A5a (5.2g, 0.0Zmol) FYTE/KCEE (15ml) k. N, 4k4ehis th, HRBRETE. WA
7K (10ml), F 20% S AP FE pHE—9, HZEE (2 X 20ml) BEFISHERFE K.
KB EHABERRACEPE,RAGREXET. REANTEKCERE=Y, BRI, A
R EN TR, R URLHTH 8 (3.8—5.0g, 60—80% ). /K LEEEE S, m. p. 204°C (4fi#),

I. WMBEN=PREXPEREHERPEI)

HEAMRPRELRRE (1g, Smmo) FTEEMEF R, Al AN SE /AP NE pH8—9, £
KB EH BT IMA 5a (2.5g, 9Immol) ZEFEE (10ml) FAE K. FERRMMEFEABLE
REBRE 4R pH8—9, TN, 4kEehift 2—3h JF, A EBIATE pH7, EH LW, 8K
REZT. MALKCE, IR BXEERRURSEEH. RIEFRE, DA%
CEE. BT BERN 13, MEKCE-CBRCEESERS 28(80%). m. p. 172—173Cc (4r
fi#).

IR EN ZF EERPFEREN - M P ERB L HERERFE AT FRAE
EEEXRETI TR L. 8, 9f 124 TF%] 'HNMR, Pl D,O %%7. 8, é(ppm): 3.27
(s, 9H), 4.50(s, H,0), 4.86(s, 2H), 6.75—7.06(d, 5H), 7.23—7.52(q, 4H); 9, §(ppm):
3.24 (s, 9H), 3.41 (s, 3H), 4.50(s, H,0), 4.83(s, 2H), 6.76—7.00 (d, 5H), 7.21—
7.47 (q,4H); 12, & (ppm): 3.41 (s, 9H), 3.68 (s, 2H), 4.50 (s, H;0), 4.91(s, 2H),
7.35—7.59 (q, 4H).

FRAARNTERTT L-BRER, L-SEBPME. L-c5Bg K H r-FERZHENE
H AR B B EIHIR ¥, REESS &,

10. &t

10% $EERAEFIUIZE T 5% R BN 24h, T8, Kk, TREEHEEEEHFRE. S8
R R 1mmol EEH, 0.2g f#/L3,7E 95% 8 (40ml) H, WEMZEERT 5L ALIMT Ik
(4 50°c) T#fT. REMSGROTOREYHEVRE R %E):

7<3h, Ei&, p-MeCH,OCH,CH,N*Me,Cl7(17) 90% (CKH EERA MRS HEEE)

6 3.5h, 2ii;8% 1.5h, 50°C, p-MeCHNMe, (18) 90%

52 2.5h, 50°C, p-McCH,N*Me,Cl™ (19) 90%

SR xt — B R IR H R (18) WA FAL = B g A AR (19) Wi i SNt , e E e
ZarmilEE. A= REQ-HREELE)EA7D)EREEE m. p. 135—138°C (453#7).
Hii . SR EHEREEEE, m. p. 134—135C ().

TCESHT CiHuN,O, JrEE,. C, 51.2; H, 5.3; N, 13.3%;3%£K{E. C,51.3; H,
543 N, 13.0%.

11. 10 Y E W

10(2g) ZERBTRTER, HEAELE FUNBEAZFEREFFEARERATRES
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s m.p. 183—185°C (43 fi). /NS 8 BUEALEH.

TLESHT CyHyuBrN,O, V@@, C, 55.9; H,5.8; N, 7.7%; sLiB{E. C,56.4; H,
5.8 N,7.8%,

12 B =PREXPEREEBRH20)

13 (0.8g, 2.5mmol) AILEM 50% KABEMRELKCE (5ml) f,AZEKE 5—7
K. TREERE (20, 0.7g, 87%). EKCEESFZELEHKE R, m. p. 190—191°C (4
fR)., rapi¥ (KBr), cm™: 3285, 3160, 3035, 1708, 1660, 1620, 1540, 1430,

TLESH C:HACINO; - % H,0 1+#1{E: C, 4795 H, 6.8; N, 17.2%; sSLfE. C,

48.1; H, 6.8; N, 17.2%,

3. HEBRHEAR (222)

20 (1.63g, 5mmol) JFT 3N #HEE (4ml), MALEES (0.38g, 5.5mmol) FU7K (2ml)
B, BEHE 15min,

K (0.38g, Smmol) ETEEMZE P, MA 4N FEAPE pHI, HRH (0—
5°C) MR TR LRBEB R KBRS HMALBER MA K&/, D4 F pH8—9, N, 7R
mBEFE 2h R ALERZE pH3, KK, MALKCE, BELZ, M EETHR, BERLH,
BRERET, ACBRUEES, BEsREHONEAZHEREXE B A5 aABEER
(212) SEi&k (0.4—0.5g, 22—28%),

212 (1g, 2.8mmol) ¥ T (20ml), A 10% EE™? (0.1g) AZRVEETEA, 18
HEAFEIMA B VKPR E. B4R HEBEHER (0.1g). BEXRRET, &
TORKP,MAERER-LEER, BENPEE=FRgEwBRE" (0.95g, 90%), AL
BB 4G, m. p. 197—198C. MEREX BRI —o HERE &R (0.17g). &, HK-
LRSS 220 (0.21g, 58%),m. p. 209—214°C () [ X@K[15]215°C (f#) ], #H—
PR T AR ERH &R ,m. p. 177—178°c(3Ek[16]1178°C) MiLlEE.

222 pYHERRIDIH 20 ToHERR PRI &, BT EMBEKNIAT pH~7 25,5 224
HY IR AR L WK 48—64%. BE—EREERE R, BEA ST 98C,

4. HRE-L-BER (22b)

BB 21a RIS EHEN TR EEFPEARY E%-L-RER (21b). sk
T 2 [8 44k , W % 28—33 %,

2 22a #17 21b (4 1g, 2.5mmol) KSR, 15 H &BE-L- 722 E(22b, 0.18g, 38%). m.
p. 231—233°%C (43 R). a2-34.5°(K)[SCER[17] m. p. 234—2379C (4Hi),a5-36.0°(K) 1.

ATHBEDREZSRELR, FHAZHRASRTNEIT REELIH, —HZ
.
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