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W B0 HEANE W,

H A F T VA M. Sovak; s HEHF, A HHFFH T3
%.(1984) P, Springer i #& it, fatk—& B —@ 49— R WA A BMH
%] EP 0 015 867 F Frik & 4.,

0 B84 £ AL A M Bk AL A 4, 5T W de fi Bk M & F] EP 0055 689
%, DE 1003 743.EP 0 073 715 % EP 0 118 347 ¥ fi# A £ M T A L
BRI LS, RATH &

SREAGERNSEG Y, BHIEZRCNIFRE I 06 LB
AR 45408 4 B, ST L & T A& DE 25 23 567 F #6540 & A 4F
HATHSE

MR E [ 0% NHERRNGE BB EWAET
& Ak T A FF ) % ik 3 47 49 . EP 0071 564, EP 0 130 934 #= DE 34
01 052, 4 B F A3 A 12,13, 20—31, 39—42, 44—50 %, 57—83
AELBEMIEABL (PN, LR, Ha, AW
BA)VARP R/ RAKEHE (TEH, U, FAH /L N, N—
PETPHBIR)PEBREFALLFH IR GANGERF/XEF
T’ R

EHFEWE B5, A R OBE R T T VO AN fe/ K
HALGG SRR A LB B TFRR,

EAWREM, FREYANAR(H b LAY, B L XBER
A3 ) Ao/ A WUAR, S 2E do (0% | AP IR A ] e LB R Dok, H 43
B N—7 & § Ao N, N—= 7 & B 55, 2kt ¢ & X8 4o 4t



BB AR B AR,

ATHEP RSB EH, FloTRREHGHE RPN LKL
RABFRPOBBEELS WL P, RXHPHL, FHGERTE
FLATPFRRE, BF, B mATEARBGERTEEL
RAPHEAGRFHES > Bl HRAHERZRFHY, Th
KBEGE APl R KA H(PTH. CH. FAHET) KAW(HEN
FYMUE(WErsh, B 1,2—FAELRF), CiEX, A
BALRAS MRS AT AT EGRAKRA A, # LBLTE
— AT kTR,

LEHNGBLWAER SAHBGREAN, NEFRESHE T
PEIR A, DX A 2 T ARA A ALY T B A A e T AR AT
% BT,

Blaoi@id FHH ETURERZIHHL RHBRESHYGEBRLS
KRG BERBBERFERETSHTFHAXHRAD R LA T Fo
HEGANAKEY—FRTRE, 98 hERGE WL, 1500
B, BB H AT A NFTE B QA s, ok 8K AT
VA B

KRG FI— A2 HRHA, CNEAES —HEARHL
&,

IR R H R — ) &R Rk, B RO H R, #
XA B K P IS R AR A M3k B A & 4R F P BT 605 e R A AR
AR —RHRETHERM B RGOHX, AR OWLGRE
# 1 £ 1500mMol/1, L% % & #A 10—1000mMol/l. & 47 & £ 4
FEF A 10—400mg/ml L F G EE R, F2065 5 Mg HRNF 2



N ARE, HEEELE fet5 876 FLE, &4 — ALY 1—300ml
BRES Y,

ETGERRAPl R LR IATGE TR (PIEEXT Z8),
pEWE A (Pl B LA ZRELR)AA, (EE2)E
) do BB, (B E R RAR AR EE C,

LEEEMEHAARONEKPHRLEERTHRENS
716 B RISk, NITT R A5 — A H S5 & & # T F A H
BBl G % E, LB, 4 E /) fo/ R R 8 E R H (Fl4e 07 585,
abig B Myrj R e/ RA% A (FleoEHb)RE,

RAIL, BRT 5 BESMLLTHERLNGHE R, &2
L MRS HATE AT R, AR 2 Fo SR R IR LRA T
B H ARG LES T,

X — BTl B R EIE TR 7 XGES BT AHE
WA AL SRR, BAKENLTI RSt LHHE
Fiko WARGWELWA LB H GBS WL RALFH,

ISV YRS P A e LR

ARPGH BT ARRS U+ e AR E 05 XS H
B, EEAL WO AHAYHANATRESALT S,

A X— G B A XK,

AP ARE N, E AR A RS EARR R LT,

B ECH, KA G AR S AR R T4 S F IR A
T,

A7 6 K R T H kB R AR, o M B R X— M i

Y RLFoGsk, AERTRBFEMRRTEEALSEGRRA),
— 21 =



AR B

ARH LG TRE

EERERH A,

FIRENGHFRRAKSEASRALY, M LARNLE
BAG SBTM, BbAZ#HiE Rk Ld e —KHRE A
AABAALSWAEENEO(RELRAZN)BTFHRKIR
%,

1T &AM (- F R AR AL B B T A AN TR M
RBEHNX—HEBHEZHLEN), KENLEGHE X—HEHB#
bk AR KR, R R AL B A # A e
AEHRTARERL B X—HETRTESE, DY B RA Y
THAAGERE, DA AramAk EREMXKETFiE
%5 5t (R. Felix, X—# % B 4 ; Thieme Stuttgart 1980),

MFAEVEH LTS X8I H A A E T R
fi, ) 3L 7 % 3 5 8% # & (Substrakeionstechniken) (# i £ & #
wF e A )L RE S,

HARBRAGREARNHFAGRASRRSRAAI . LA H
ME— kA F R X—HEEHANOTANE(BELF.50—
400mg/ml; A& 0.1—1ml/kg & &), A A BE XXM 8 A & 15 8 414
W X—HEH

BHARNECHAEFEA 0. Smmol/ke W & i AF BE 49 & 2
B R, Bl LAARLEHNLSHOLLME, THRA
B —F & AESH 0. 5Smmol/kg 3 F 40 (d) % &4 R Y144 10
o B 69 RERE



LR TRl &G THBGB A A4 BE R E(45)4—
(—CLREFE)—3,6,9—=Z(HBETE)—3,6,9—=A&+—
b —BR W 4LIR S ey — 4R 3k (8 M F 4] EP 0405 704; 5 5 4] 8c) &
RAEA MBS A RGTA(ALE2 TH), tEAFAR
7 ig % F 2 A7 69 AT BE

B 3 AUttt K R PO 4 (5 A 1d) #o B M+ F] EP 0 405
704 ¢94L A (K4 P 8) W EFRARJ(TMAEHRARKMEG L))
Eutialeg %k &, M ENEEREAEB KRR AsH LB
PHUYBRZFRAKE, B, KERABRYGYRKEAHL 60 3£+
X —#1% (Houndsfield — Einheit(HU), 244 i 2 A 1SHU, £
i 9 (4 E =200—280g) 7. L VD31(# & K3 : &5 =2mm, &F
B85/ iR = 120KV/290mA), A # iRz H & 0. 5mmol/kg 4 &4
FEHRATTRERE, .

LB R A WO 93/16375 T RR 6945 & du 2 U0 5 A F %
R R 8 T AR

B 15 % 41 WO 93/16375 54 1 1 89 1, 13—5—[ 5—( & Bb—
3—XEBLAN)—2,4,6—=Z 8.8 R_B——Q—FXx—1—%%
PAOE)——EE]—4, 7, 10—Z—(% 7 £)—(2—12—= &
K)—1,4,7,10, 13— Z Z A& ERK (K AH 17Tb) ¢ R MR 4L S
WLFZEEEBHE, RAEEY 1.3%E3 Aeidmi ik
Sho BERRIE, X 1.3%ZEAHWRNEMANFIEF, LK FLTIL
ZRTRBEERTERGFE,

#9805 (90—110g &) # k% #5 0.27mmol/ kg .44 17b)
BRATT AL, A X—REARA—SWUILT b K ER



R B EPBRRE, HIA ICP— BT & # A @A R T 4%
B, ¥RHA 0. IFRAHEZREN AP RRT L BE
TR RIS AR

K& R H R R R A ST A BT A KA 2129, 42, 44
X S5T—70 Ak aELEB TR TRAT X—HELFHILLTAT
NMR—# 8, AR EHEFRT ARG EMAHK, B, Ay

LABTHERAULE-KRETEZX—HEF NMR—F B E S H,
,é;%ﬁvxﬁ%'liﬁﬁm)ﬁiﬂﬂéﬁﬁllﬁlo X AP % F) ) ko 2P BRI B F K
BHMMETBEER TR T, AXAERAT, B —H
EHANCEFA AR KNES) LG T A RARAEL 1 A 4G
AT

XA LR S W T A% 695 0 EIT TR LR RN,

TREARP A TRFE@EARNR VA, A2 EHN LR,

KAH 1

3,6,9—Z A #—3,6,9—=Z—(RTH)— 4—[4—(2, 4, 6—
BRFAR)—FR]—F-K-_B= %ﬁl’*ﬁéL%A%

aﬁAﬁ*;&%gﬁ%ﬂ%

4% 41.6g(80. Immol )3— & £ —2, 4, 6— = B ¥ £ & (Collection
Czechoslov. Chem. Commun. [ Vol. 4111976) & % £ 416ml 7 & & +
HELEBHTHME A 40ml RABEE T 49 6.082(88. Immol) I 24 BF 44
BERRSG, REBEEIAHEFAL 25T, 3090 EHRAER
cHhmE 12g £ 416ml PTH T HEHEFAPHALEEREE T4

R, REAHEF&RE 10T, L&, A4 A 300ml N, N—=
‘?E\‘?ﬁ}}k'ﬂ&mﬁ 305 HATREES R, ALTTERKE



sk, A B ARMORR, A AT TR HEWARCHET S
e ¥ Ao B, R IR AR MR E 0T, M H A AT, A
TR RN R e o

#%.29.8(73.8% ) X K & B k4

ST (RABE R R AR):
. C16.67 HO0.80 Cl7.03 175.50
SM4E: C16.82 HO0.95 Cl7.14 175.41

b)3,6,9—= R 2—3,6,9—=—(RTAHELE T £)—4—[4—(2,4,
6—ZHFEE)—FR]—F+-—"RK-_B———=RTH

% 0C, 4% 15.6g(20.0mmol)3, 6, 9—= A 2—3,6,9—=—(a
TiﬁgW%%ﬂ—mmﬁi—%ik%vﬁzﬁ—;&Tﬁ@E
# 47 9f, DE 3710730) 4.v9 & 7 % ¥ 5 660mg(22.0mmol )80 % &7 /&
Tk b e AAL A RIS, AT AN 12.4g(22. Ommol) %
A 1a) ¥ 569 2,4, 6—ZREREABEH I IH, RERER
PR, B Aok AN CRERSKILR . Aiuta R Kk,
% Na,SO, Fre# &R K%,

% &4 B 60(Merck) LR 23/ LB P B/ = U AT &8
B, FRBIRTERREALRE T TR,
F%.22.8g(RAER 91.2%) R E®
S (RABERNBRAE):
2HiE:. C46.20 HS5.82 130.51 N3.37 014.10

TRE. C46.37 HS5.93  130.44 N3.35



)3,6,9—Z R #—3,6,9—=—(RTE)—4—[4—(2,4,6—= %t
FEE)—FTE]—FT -8

¥ 22.8g(18.3mmol) K& 1 b)#Hik 65 T XEE AN 250ml Z A L
BYAALEERH 1 IH, BEHBERBEART AT RE, A HR
ZAp, AR TEATPREBER, £ OCARLT Y & 2 &40 B FI%,
1 7F 4 oK P RO, IR AT T
Z€:15.4g(32 #1049 86.8% ) X K & A&

S (UK R AR, |

E#4. (C34.77 H3.33 139.36 N4.34 018.19
SRME. C34.63 H3.56 139.28 N 4.38

d)3,6,9—= A #—3,6,9—=—(RFX)—4—-[4—(2,4,6—= 4
FEE)—FA]l - R B LGRS

3 11.8g(12-2mmol) 4 5 A 1 ¢) #4- 5.8 & 118ml K ¥ #
BAFmE 2.21g(6. lmmol)4LE NI R 4 H £ SOCH B2 I, &
BR—EZEMN24.4ml — S FH AR LMBE R AL D0,
BEAMRNOSg EREEASUHRHE 2 MM AR, BRASE
FREFELEBK,
F¥:13.1g(E {49 91.8%)
S (RIAKWR AL,
24, C28.8 H2.34 132.67 N3.61 015.10 Gd
13.49 Na3.95

M 18:C28.66 H2.43 132.70 N3.49 Gd13.28 Na4.16



5 4] 2
3,6, 9—= §,2—3,6, 9—=Z—( % 7 & )—4—[4—(N—L 8t £ —
3—FRE—2,4,6—ZHFEE)—FR]—F+ KB AL L
R odh
a) N—UBE—3— T RE—2,4,6—Z B F XK

H# 42.5g(79. Tmmol ) 3—F & %X —2, 4, 6—= & F K £ (Collec-
tion Czechoslov. Commun. [vol. 4111976) % X 180ml N, N—= ¥ &
Bl A A AKAFHERATEH~13.7ml(191. 3mmol) UBLE, . A
HOCHH 30585, ALZRHRHS 12 DEFAARFHALTHZR
BEFmmRBIKT, R HILRH, LR HALES P T,
F#.44.6g(EEE 99.6% ) X K & B 1k,
S ORIKB B AR).
#445.C20.88 H1.58 Cl6.16 166.17 N2.43 02.78
M 4H:.C20.98 H1.69 Cl6.04 166.18 N 2.52
b)3,6,9— =& H—3,6,9—=—(RTHAELFEL)—4—[4—(N—
L k—3— T A E—2,4 6— ZRFLE)—F R ]—+— 58—
——d T A RS

4% 15.6g(20.0mmol )3, 6, 9—= K #&—3,6,9—=—(R T /&
EPE)4—(4—2EFE)—+ - _8B———»& T8 (DE
3710730 X&) 9f) A Kok ¥ A 0C 5 660mg(22.0mmol) 80%
BANRET D PHETRRE, Ao L F AN 12.66g(22.0
mmol)#& K 7] 2a | &GS HBEH I I H, REHERTH
AR, EEE Aok hA R CBRERKILER, ARMAKEE, £
NapSO, T3 3# KX WS, KAt bl 60(Merck) LA 25/C



BPE/ZURETEES B, EAREEHES HALE TR,
Z¥:23.5g(2iE1H49 89.2%) K &

S (RABE R AHE):

2#46.C46.45 15.89 128.87 N4.25 0 18.49

5 16.C 46.63 HS5.96 128.72 N4.18

C)3,6,9— =R #—3,6,9—=—(ARFE)—4—[4—(N—LsL—
3-FRAE—2,4,6—ZFEAE)—FR]—F K=&

4 21.9 (16. 6mmol) & 5K 564 2b) F #ik &9 4= T 8§/& N 250ml
ZALBTHAERBEH 1 IH, BESRKERTHNCER R L
RXH, MUEE ok AA L WCARTZ2 2R B TR, K7
W K P ORORIE, IR A AR T P FIE,
F¥.16.2g(2Z 1047 94.1% ) X K & B 4k,
SAT(RAKH A L),

Bi4:C35.86 H3.59 136.67 NS5.40 018.49
%R{E:C35.73 H3.75 136.81 NS.41

)3, 6, 9—= f,%—3,6,9—Z—(% 7 £)4—[4—(N— L8 E—
3—FRAE—2,4,6—ZBFAL)—FX]—+ K-8

¥ 14.8g(14.3mmol ) 4 5% & 17 2¢ #1 & %9 £ 8 £ 150ml K P 44
&% b 2.58g(7.13mmol ) #4L4LIR & 4 80T HE4# 2 /0, 3
ARBBERN 28.5ml B ¥ & FAWB R B HH 1 W,
RBEMN0.8g FHKE A SOCHRAZE®R 2 i HEk, Bk
EEREREERE S BK,

FE:16.4g( 2 #1049 93.3%)
S (RRARB R ARL):



2i#4h.C30.11 H2.61 130.79 N4.53 0O15.53 Gd 12.72

Na 3.72
2R 48.C30.00 H2.82 130.58 N4.67 Gd12.79 Na3.82
% st 3
3,6, 99— = /23,6, 9—=—(AFE)—{4—[N—G—HREBB
B)—3—FHRE2,4,6—Z8FEER]—FR|—+ -3 =8 =
g 4LIE Bt |
a)N—(5—& &—1,4—— 8RR E)3—FAE—2,4,6—=#F
E &

AER, ) AKRENATHHAESL 53.3g(100mmol)3—F & 2
—2,4,6—= 8% %k & (Collection Czechoslov. Chem.Commun. [ vol.
41]1976) 4 200ml 7K — B F & F& P 2N 24.7g(150mmol)
ToBA— LB, ZARWEAKAN I, AEREEEERAR
HEF REERRE, AW ET R PRV HERPHERAMK
Bk AR S B AR R RE AT R R, KA
MUBLE/RTEFERELE S,
= #.58.4g(FE® {0467 88.3% ) L& B4k,

S ORRIB R T AR) |

HigE.C25.42 H2.29 C15.36 157.56 N2.12 07.26
KRAE.C25.31 H2.49 Cl5.43 157.50 N2.17
b)3,6,9— =R &—3,6,9—=—(RTHELTE)—4—{4—[N—
(C—& & 1,4 A R—AREK)3—FHE2,4,6—ZBF &
El—FEI—F—-%=-8

¥ 15.6g(20.0mmol)3,6,9—= &K #&—3,6,9—=—(RTEAH



A7 E)4—(4— R FEA)—+ - _8B———& T8 (DE

3710730 52 7.4 9f) A w9 Kok 4 + & 0C 5 660ml(22. 0mmol )80 % 2

Thmt O ALMmETRRS, AG L PPN 14.55g(22. Ommol)

BEARPI )M SO WABHEI I H, KEHERTHNK,

Eubw kR CRERASKLE, AKRERAAE, AR

MTFIRARRKE, At i 60(Merck) LR 2%/ B LES/

ZUBHAEES B, BT SEOERRE LT TR, |

F¥.22.9g(iE1E69 81.6%) K &

ST (RAERNBRAL).

R{E.C47.02 HS5.95 127.10 N3.99 0O15.94

LHE.C46.86 H6.13 126.98 N 3.84

©)3,6,9—Z H &—3,6,9—=—(RTE)—{4—[N—(C—HER

BA)—3—PRE—2,4,6—ZRFAR]—FRAI—F B
.% 20.4g(14.5mm01)4§-§7}€1'§'] 3b &R A & <EEAE N 100ml F

BYAGEmN 87ml 2n AAAMBERRE, HABRY 2 I H,

AEZTTHE PEAAMN100ml K E A 60C 4 EHH 2 1 W,

BHRFEREBEPHA 12 FA-HALERE, RETRHLT

FrE,

C FE.15.3g(kAEE 96.0% ) K& B4k,

ST (AR KB R AR,

2ib{i:C36.15 H3.59 134.72 NS5.11 020.43

5846 .C 36.23 H3.65 134.58 N5.05

d)3,6,9— =/ #—3,6, 99— =Z—~(HFE)—{4—[N—CG—%# L%

BE)3—FHAE2,4,6—ZHFEEA]—FE|—F+-H_8=



AR R 2

# 14.1g(12.9mmol) # 5% s8] 3c 4 & 4958 £ 150ml K P &
BE¥4aE 2.33g(6.43mmol) £A4L4LR A H# A SOTHEH# 2 /A, 4
HRBEHE AN 38.6ml —HEHARANLAER;BEHF 1 DR
REHEMN0.8g FEXBASOCHKSHER 2 PHFTE, Bk
LA HETRERELEBK,
F¥.16.3g(E#AE4 96.4%)
AT (AR B AKX
E#4E:C30.11 H2.53 128.92 N4.26 017.01 Gd 11.94

Na 5.24

KA4E.C30.01. H2.64 128.88 N4.34 Gd11.86 Na5.02

% 7] 4
3,6,9—=Z R &—3,6,9—=—(4FPH)—4—(3,5—#—4—UE&,
FR)—F—dx B —4ni 94l S

—¥ 8

# 7.8g(10mmol)3, 6, 9—=Z £ &—3,6,9—=—(RTRAHELYT
E—@G—FR)—+ R 8 ———& T8 (DE 3710730 % %
FIO)EN 100ml ZRA BT HAETBHHF 1.5 00, BERAUER
WAREARELIRR, MUBRKEHAESOCEET TR, £FHENK
THREERLE, FiRERFTRAEZRMRG Z MU,
F¥:4.0g(FE16499 80.1%) K& & T4,
AESW(AEEBERNECEHRLT).

2i4h.C50.50 HS5.85 NS8.41 0 35.24



RRA4E.C50.68 HS5.99 NB8.25
b)3,6,9—= K &—3,6,9—=—(RTX)—4—(3,5—=B—4—4
EFE)—+ KB

3% 3.2¢(6.4mmol) 1 K 4] 4a FE BT EF A SOml K P H 5
Bk S ARG ETHE, ASOCHHAEREHA BN S. Tml(14,
1mmol )40 % 2k 8 & — RALBIE R . & 50T 20 1B A L ALBR A 44
T it F 8k, oB kR A R KR
FE:4.15g(Z %404 86% )X R & B A
AESW(EEEEFNSEHALT).
2H#4E.C33.57 H3.62 133.78 NS5.59 023.43
SR 1E.C 33.71 H3.86 133.41 NS.65
0)3,6,9—ZRA4—3,6,9—=Z—(H FX)—4—(3,5—=8—4—L
£F5)—+ -8

4 3.0g(4mmol) ¥ 5% 36 17) 4b) 45 2] 4 — BBy & 25ml @ A »k %
5 A5 Mt 0.792(26. 4mmol)80% ERMEFEE S, &
FEFRPTMN 4.1g(26. dmmol ) RUR A LT ERHER LR G
6 B, HAEHN 30ml 2N KA MER, ERETHARERSE
FRb, RiEk AR B, BB AR KL, AR
UBELRATH,
FE.2.35g(RRALE 75.4% ) K& 8
AESM(EZRERNEETHRT):
2. C35.45 H4.01 132.57 NS5.39 022.58
KA. C35.59 H3.94 132.39 NS5.23

d)3,6,9—= &/ &—3,6,9—=—(HRPX)—4—(3,5—8—4—L



BRFE)—F R _BHLL oD
3% 1.75g(2.2mmol) #1 52564 4c #FH 2B B F AN S5ml K P
# & 60C B £ FHN 407mg(1. Ilmmol) 4L EAMH, A 4.1 ERE
MELRENER, BHL 4% FBEEE(0.2mm, Sartorius)
a1d & H 4 5 F IR,
F&:1.95g(2 1647 94.9% ) L& %k T4
AESM(EEEBEFNEETHAT):
2#4E.C29.59 H3.02 Gd16.84 127.19 0 18.85
SR H.C29.64 H3.25 Gd16.66 126.93
e)3,6,9—Z A #&—3,6,9—=—(RFEX)—4—3,5—=#—4—L
BFE)—F R _B ML N4 EeH
4% 1.5g(1. 6mmol) & 7] 5 761 #5 1R 6545 & 4F N 120ml K F H#
RMMEEHRATHEANI 2ml — 2 EG K EAMTR, ADFETHRE
B2 4, AREE T,
F#:1.55g( %A 9% ) A &% F 4
AESN(AZEBEANSTHALT): |
2i{i:C28.26 H2.68 Gd16.09 125.96 N 4.30 Na4.70
0 18.00 |
RA4E.C28.03 H2.91 Gd15.86 125.72 N 4.09 Na4.45
LS
4—(N—UB A —3—FPHERE—2,4,6—=ZBFHLETL)3,69—
ZRR3B,6,9 2 —(RTR)—t+-R-_B_HLGAR LY
AON—CUBE—N—F £—3—[(2,2—=F £—1, 3— = & X F—
4—E)—TFTEARTE]2,4,6—=# K&



H# 20.0g (36. 3mmol ) % #& #] 2a) # 15694k 4 4. 5.8g (43.
6mmol)2, 3—0—% L & £ % Z 8 .0.41g(1. Smmol) £ 4L N—F &
—N,N,N—= &% 4.1g(72. Tmmol ) & & &9 £ £ AL 47 4 35ml
FTEPER G, RES BANM, SR4GRLEKRER —LIE
HBOBABHBE TR, AR RPERRGERRASFHBRAR
M EEAMARKRERT R/ CHRERTEBS B, ERARE
o Lewm, 2 EAELT Y I
#%.21.3g(R {64 87.2%)

S (RABRB R AX):

2ib{E.C28.64 H3.00 156.73 N2.09 009.54

%R 45.C28.60 H3.09 156.72 N2.11

BN—U B E—N—F £ —3—[(2,3——EREAKX)—T£]-2,
4,6— = BRI

1% 20.2g(30. Immol ) 4 % #4k Sa) % & 494 44w N 8 60ml
UBiAe 10ml R AB A A RGH T, £30THHA 1210 E, #ix
REMET R P8 FHK 5 RELHE R —LIEE— K
ERBE AR R —REES B K, RANIAELARBRET
B it ERRE, Keth bk 60(Merck) LA = £ 7 X%/ F 8
BHLES B, LERARGFHESBH—ALEm RALELET
F ¥, |
F&.16.9g(2 1649 89.2%)

S (RABE RN HRAR).
E#.C24.25 H2.56 160.3¢4 N2.22 010.14

5RE.C24.86 H2.69 160.12 N2.34



ON—CLBE—TF £ 3—[C—XAPHAX 2 RERHAL)—
PE]—2,4,6—Z B KRR

¥ 15.2g(24. 1mmol) £ K% 5] Sb) ¥ # &89 & A AR T
£ 150ml —& P ¥ 84 4 & £ H N 4.0ml(28. 9mmol) = LA, &
B £ 0C#EmIEN 3.47g(26.5mmol) X PBLR . A 0CTHHF 12 &
ERM_RIRHBRAEMAERFEBR LM RFRTHRES B,
At 2B T, SR AZRKRE, KR4 A 2K 60(Mderck)
IR g PR/ PHGEFTEEL S, FHESAREEF—LER,
FE . 13.9g(E 104 78.4% ) |
PAT(RAE R FAL):
E#4E.C32.68 H2.74 151.79 N1.91 0 10.88
5M45.C32.54 H2.88 151.83 N1.74
dN—CUBEA-N—FE 3 [G—XPBARXL 22— THBALD
£ X)FPE]—2,4,6—Z 8RR

3 13.4g(18. 2mmol) E A Bl Sc) H 4 RO WA BLLRT &
80ml ¥ — & Tl PHHH 4 2N 3.0ml(21.9mmol) = Uk, K B
A 0T #mE N 1.56ml(20. Immol) P BB K, B ALBE A 3 D
HALAZEEAREE W REBRAWMER—RIRESH, AiLh
GHEBETIE SRR RS, DRESW AR 60(Merck) £
M_BPRETEES B, REFHWREIALALT P TRAERY,
FE.12.8g(F 1A% 86.2% )% &8 %
S (ARIBEF R A L) |
2iE{E:C31.02 H2.73 146.82 N1.72 013.77 S3.94

RA{E.C31.20 H2.89 146.67 N1.83 S4.02



ON—LBAN—FRE 3 [C—RXPHRRAL 2B REREL
B2)—FH]—2,4,6—=8 ¥k

# 11.8g(14. 5Smmol) & 5 44 5d) F # & 49464 4 & 50ml N,
N—=F R PaLIET 5 2.832(43. Smmol )44 & R — R A 8STH
BARRATHEHLIH, RELATPEAREBHARELSHE AT
b /tote KB AWM R —RBWS B, ANDERgE TR, SR
AEEPERKYE,

F#:10.2g(FR 44 92.1% )% &.58%

ST (RLE R R ARL)

E#E.C31.60 H2.52 150.09 N7.37 08.42
5M048.C31.59 H2.63 149.87 N 7.49
DON—CBEN—FE3—[2—2AE3—RELRFAR)T
E]—2,4,6—=8 %%

1 9.58g(12. 6mmol) B 5% 74 Se) #1 & ¢4 4L 4 #E N 60ml 7
B¥o AmA 40ml 2N EHALWERE A SOCHERHH 1.0 H#
AAHER NGB P, ALTHETH, ARELHHR A
A FIAotido KB RAHB R, AMAMBHREETFIE T8, AR
Wbe, KAtk 60(Merck) L3472, #8458, # LK EwigH i
AT PERKRE,

FE:7.47g(E %404 90.3%)
SA(RRBERNIRAL)

2#4:C23.80 H2.31 158.04 N8.54 07.32
M 48:C23.92 H2.50 157.85 NS8.6

EON—CUBEAN—-FE3—[Q2—LAEX 3I—FPRBALBEL



A)—FPR]—2,4,6—=Z8B Xk

# 7.22g(11. Ommol ) & % 46 5f) 1 & 89 &2 £ 4L & % 4 5 5. 5)
Sd) 4R 69 & T AL s AR B8 T BRBLL
= E.7.46g( 2104 92.4%)
IR R4 A L)
Ei{E.C22.91 H2.33 15.86 N7.63 010.90 S4.37
5% R 1E.C23.01 H2.58 151.63 N7.75 S4.49
h)N—CL B £ —N—F £—3—(6, 9—— f & —4—2 F A 2—4&
REE)—2,4,6—ZH R _HERY

# 7.21g(9.82mmol) A& K s Sg) ¥ #iR ¢ T BB ALBIEN
50ml P8+, # AmwXN 150ml 1,2— =R AR EALTBHHE 15
B o BHEZRRYEREDH AT 5 Fotofo i B A 05 R 2 0] 3
R, KRR PTRERKK, &4 QA M088B MTF%,
WEAZRRE, BB TRTEATRAS/PHPAARLIS N
PH A 2, & 363031 th & 837057 4, 2B BRI A ERLT P TR,
= .7.33g(GL A8 89 96.8% ) |
DT (URE F M R AR
2i#46:C23.37 H3.01 149.38 N10.90 04.15 C19.20
KRME:C23.28 H3.22 149.39 N11.02 = (l9.37
DN—CUBEA—N—F E—3—4—& X —6,9——RL—2—& 5+
$)—2,4,6— =R =Ep

H# 7.04g(9.13mmol) K 74| Sh) #4547 — L B E K F 70ml &
—el te /KR 4.1 R AP, H @R P BN 12.0g(45.
Tmmol) Z XM, AE B4 AR TRAAMMZ X, X2 HAEH



HitiE itz 2N B R it RRRESHGEAEHAR
PH/ RTATRABEALAMEL L,
F%.6.12g(32#4 1% 85.8%)

S (ARBE R KAL)

®k4.C23.05 H3.35 148.72 N7.17 04.10 Cl13.61
% W4E.C23.28 H3.60 148.49 N7.43 Cl13.88
PDa—(N—CLBE—3—FHE 2,4 6—Z#FALTE)-3,6,
S~ EZ—(RTHEAHEEFTR)3,6,9—=RE+-—K_B—=—=T
B

% 5.98g(7.65Smmo) A L mP SHMEH L BL AT RRR
AR TA60OM NNN——FEP®IETHAEAGLPHEN 10.6¢
(76.5mmol) % 8 47 #= 7.46g(38.3mmol )ik LB —& T 8§, A HH
120 ERE AEETEARGEHARKR S SR LUBRLUE R
fo B B AR, AU BABRM TR, B, ERRE, AR
Eit ek 60(Merck) LR 2/ LBUBHETEEL> &, £/
WiE s EEREERE— R m,

Z%.8.94g(32 1849 98.5% )

S (RAEFBRAL), |

Wi 41.50 HS5.52 132.08 N4.74 016.18
SRAE.C41.52 HS5.73 131.96 N 4.68

k) 4—(N—UBE—3—FRAE2,4,6—=8#FRETE)-3,6,
9—Z R &#—3,6,9—=2—(ARFH)—F+—x—_8

# 8.50g(7.16mmol) A ] 5j) ¥ & ¢ L8 A K 4&H 1c) P
MR EHT B Aa L6 28R,



F&5.80g(ibH8) 84.1% )X K E B &,
oA (RAAKWF AR
#ib4i.C31.20 H3.46 139.56 NS5.82 019.95
X M4E.C31.25 H3.66 139.42 NS5.83
DA—(—UBE—3—FRE—2,4,6—ZFRETX)—3,6,9—
E—RAR3,6,9—=—(RTR)~+ KB _RUENLLZEH
1% 5.69g(6.19mmol) & £ &) Sk) ¥ #1449 28 & K47 1d)
FRRG LT L RALE S H B RAn B 69—k,
P ¥:6.81g(Z %44 94.8% ) LEKTH4
SAT(RAKIFAL).
2ip4.C25.88 H2.43 132.81 N4.83 016.55 Gd13.55
Na 3.96
50 48:C25.94 H2.61 132.78 N4.85 Gd13.44 Na 4.00
5 #. 4 6
1.19— (3% £—2, 4, 6—Z % ¥ £)—7, 10, 3—2—(}% ¥
%£)—2,5,15, 18— &R —1,4,7,10,13,16, 19— L K &+ /L%, 4
b, 4R
a)1.19——3—#H KX —2,4,6—= X X)—7,10,13—=—(H 7
#£)—2,5,15,18—w £ R—1,4,7,10,13,16, 19— { R+ 1LE
1 11.42g(20mmol ) 3—H A BL A X —2,4,6—=# X 7 & (DE
2523567) e A A FIHEN 60ml N, N—— F R PEE T, AT2
@A FHEN6.9ml = U4 3.6g(10mmol )N, N—x—[2, 6— = £,
RDHRR)CE]—HABAALATEHHERBERSH 15 I W, &4
ERET RERWET KT HRAREBER, B kIR E G REH



HARKk o R EHEAK RPI18 L& & #4kik,
F#:.9.5g(E1E4 63% ) L& Bk,
AESAT(LERENSERAT).
2#{E:C25.60 H2.22 150.73 N6.53 013.18
5R46.C25.53 H2.35 150.52 N6.29
b)1.19——(3—% £ —2,4,6— =B % %)—7,10,13—=— (K 7
#£)—2,5,15,18—= £ R—1,4,7,10,13,16, 19—k f &+ Lk, 4L
88 b th, — 4k
¥ 7.2g(48mmol) B 5% #%.47] 6a) 47 2] 69 B4 B F N\ 50ml K F #
£ 50—60C o-dim L PN 17.4g(4. 8mmol ) 4L 4L, AL 2R
&6 R IN £ RASAERIA PH i34 7, 88 4% % FRAK &
FE.7.6g(F2AE 93% ) L& % T
AESN(AHEEBENESEHAT):
HE#H.C22.62 H1.66 Gd9.25 144.81 NS5.77 Na2.71
0 13.18 _
LR4E.C22.43 H1.85 Gd9.07 144.71 NS5.63 Na2.49
% At 7
1.19——{3—[(10— B AR X)—&A X Po k] —2,4,6—=8 X
£1—7,10,13, —=—(H 7 ¥ )—2,5,15, 18— £'R—1, 4, 7, 10,
13,16, 19— R e+, 4L &40, 443
A)B3—RAECBAE)N—(10—5BEXX)—2,4,6—=Z 8 X T
- |
#¥10.9g(15mmol)3—X —BMEZ X UB A X )—2,4,6—= #

X P& £ (DE 2523567) N 60mIN, N—— F & (_B8:iE F # £ 80T



5 1.98g(16mmo) 11— R A+ B EHF AN, AHBEBF R L
RAoH 2, FEECREBLE., RRAERREET, Kot
AFAN40ml R P HE 4.5g(90mmol) KA B R E, & 65C #
B3 EAFLEREGWARE T EGREH, REEGKYR
A BT de SOT FRLE .
FE.9.8g( i1 87T% )X K &4 M
AEIM(LEHXEZRNSEHAT):
EHE.C34.73 H4.05 140.77 N6.75 O13.71
SRME: 34.90 H3.92 140.68 N6.51
D) 1.19—R—{3—[(10—A F X X)) — KX FHE]-2,4,6— =4
AE1—7,10,13—=—(RR 7 £)—2,5,15, 18— & K —1,4,7, 10,
13,16,19— £ & &+

4 8.75g(11. 6mmol) #1 3 4 4] 7a) 1% B ¢4 i B £ 2 F 5 6
6a)49 7 k5 2.14g(6mmol )N, N— [2—(2, 6— = & AR GHK) T
B4 R B AR B Rt 7 X A gk RPIS £ £ 42 & 4 M
g 17. 423 65 80 % ) B3 49 B 4K,
AESN(AEBBERNECEERLT):
2ib{A. 34.73 H4.05 140.77 N6.75 013.71
KR {E.C34.90 H3.92 140.68 N6.51
)1.19——[3—[ (10— R K £)— A £ ToE]—2,4, 6—= %
AEI—7,10,13—=—(H 7 £)—2,5,15, 18— ™ & *—1,4,7, 10,
13,16, 19— L R A«+7Uke, 4L 540, —4RsL

# 15g (8mmol) # 5% 76 4] Th) 7% 2| 69 B 4k 4 B KX & ] 6b) 5
2.9g(8mmol) AALAL B A7 & H# M IN & £ ALSE R LR =483,



FE.15.6g( 10 95% ) R E % T4
AESM(EZERERNSEHFAT):
E#4.C31.40 H3.42 Gd7.61 136.86 N6.10 Na2.23
0 12.39
LM E.C31.28 H3.63 Gd7.56 136.61 NS5.89 Nal.97
5 #1498
4—(B—CUB AR LA 2,4, 6— =R X TREA—R X THR)—3,6,9—
ZRA3,69—Z—(HRTR)A—FTEF RS WLLEL
%
a)2,4— = F R —4— T HB AL 7T E—2— vk
¥ 40.8g(316mmol)2,4—=F £ —4—HF X F X 22— E vkl
(J.Nys #a J. Libeer, Bull. Soc. Chin. Belg. , 65, 377(1956) ) & 0T #= &,
LR T £ 400ml — & P % 42 52.5ml(379mmol) = Uiz P B4 # v
m7y Xfy KN 39.8g(347mmol) P B Ko RAHLBE A3 H
MRBELR, AEW 50 R EMS R —LRIE, A iRER
BRANTIR, SR AR R K%,
F#.58.5g(32 149 89.4% ) K &
PA(RRBERBEAL):
Zit.C40.57 H6.32 N6.76 030.88 S15.47
SR 18.C40.49 H6.48 N6.83 S15.30
b)4—(2,5—= RAERE)—2,4——FE—2— Tobof, —2bEp3
4 36.7g(177mmol ) 4% % #4147 8a) #] & 654440 A& 100m] T B
P &9 & vA g e X e # 291ml(4427mmol ) 1,2— ==& 2 L% P,
REREGHESCHHAZIIHALEISESERFE LR IH, REA



EEPRAERREBAEN, K RWATH PR AEALOCAKRLE
BB PH A 1.5, A Bz B _B——ABLELTES
B, MERTHENRT AT LR Z42 ~MFLEZH, R BEILEZH
BRI,
F¥.38.2g( #1549 88.4%)
S (RALBE R A AL,
Zib{E:C39.35 H7.84 N17.21 06.55 Cl129.04
SRE:C39.40 H7.78 N17.09 Cl29.11
)2—E&E—4, 7 — R p2—FHhE—1—8, =8

4% 30.8g(126mmol) & % &) 8b) #l &4 — 2k B8 &% F 150ml
CBF. AmAdmlREBEDR 41K, SHERALRSH
RAZREEH £ 300ml FRBTHEH, Rbitig, ARRE R UL
A ERE T,
7 #:29.6g(®ALH 91.4%)

S (LB R AL, )
#Hi#${E.C28.08 H7.86 N16.38 06.24 Cl 41.45
ELRAE.C28.23 H7.95 N 16.46 Cl 41.19

d)3,6,9—Z A H#—3,6,9—Z—(RTEKLETL) 44— AT
—4—F R+ K _#H———KTE,

@ 51.2g(369mmol) # B 47 A 60ml /K ¥ 695 7 ¥ m A\ 18.9¢
(73.7mmol) K 3] Sc) W & =L B, ABARET mAK L
60ml =2 & ok 7 P 49 60.0m1(369zﬁm01);'£LE&&TES#& 607C B #
6/ NBt, BAHERNUBURBMFKARIES ;KR L8 LB
ERB KR, GANANMERBRN TR, SRALTERRBERR,



FE:52.2g(32 {147 98.8%)
SAT(RABERB R AR).
®i4i.C60.23 H9.41 NS5.85 024.51
X BE.C60.11 H9.62 N 5.67
)d—RFTE—4—FTE3,6,9—=—(RTABEATH)—3,6,9—
ZRB—FT R EB———RTE
% 22.3g(31.0mmol) £ 44 8d) ¥ #I £ ¢ 8 £ 100ml — & 7 &
P& P RN 8.91g(34.0mmol) = KB, A A% 4 E 0C EH AN
4.54g(34. Ommol ) N—R T — B L&, A OCHHE 2 115, &
200ml LERPHHF, S BEARBHAF X, ZARERAHA ALK 60
(Merck) LA 2%/ CB LB (2: 1) EABRETE#5H,
FoBsbtATTEEARREEFE—NEE4H,
F¥.18.7g(32 b4 ¢ 81.7%)
A ORLIEWRAR):
®i#{E:C58.72 H9.03 Cl4.81 NS5.71 021.73
KR E.C 58.68 H9.23 Cl4.98 N 5.64
£)3,6,9—=R & 4—FRREFTE-3,69—=Z—RRTALELYT
A)—4—FR+ - 8 ———&TH
% 18.6g(25. 3mmol) 3 56 %] 8e) ¥ #/ 4 ¢4 K 4L & 70ml N,
N—=—FE PHBIET 65k FHN 4.92g(75. 8mmol) & F AL # 4
SOCHH 6, RELAATTERRE, A BEAHLELBRUSE
feli o BERAMER B S8, AMASABRE TR SEPER
BB HF—RK &M,

=%.18.2g(FE#1E47 97.0%)



S (RABE R R AL).
2i#4E.C58.20 HS8.95 N11.31 021.73
SM4E.C58.15 HS8.72 N11.18
GA—RAXTE36,9—=ZR%#3,69—=—(RTEAELTE)—
4—F R+ _B———RTE |

1§ 18.0g(24.2mmol) % 54 8f) P #1 & ¢4 & K 4L4h £ 180ml T
BPammaenN0.90g B THFERX L (10% 2T 55,
iFﬁDegussa))éﬁi"@ﬁdTE'] FlRiE, A ZARERE K HAK A

o RELREHLANALATERRERR,
F#:17.4g(2 #1545 99.9% )% .04
S (ALERBRAL):
2#1E.C60.31 H9.56 N7.82 022.32
RXRME:C60.22 H9.78 N 8.03 |
h4—(G—UBAER 2,4, 66— B A PHALTE)3,6,9—=
A—3,6,9—2—(RTRABRTR)—4— TR+ B - BH—=—
KT |

) 17.2g(24.0mmol) 5 7% 8g) #| & 49 k&% A& 70ml N, N—=
TREOBM P &R PHXN 3.992(28"8mmol) = L F» 15.2(26.
dmmol ) 3—L Bt & £ —2, 4, 6—= % % ¥ & & (H. Priewe etal.,
Chem.Ber.87 651(1954)), # A ERZBHH 6 I, RBELAT PR
Rkbs, BERMECBH UL 8 S48k 2 E 58, # B4
MERBATR, SREERRERE, A RELAWARK 60
(Merck) LR 2%/ U B U T L # 5 &, AREZWEH)ER
R &,



FE.27.9g(HH 1645 92.6%)
S AT (R IRl A k).
Eibqhi.C43.04 H5.78 130.32 N5.58 015.29
5 46:C43.21 HS5.86 130.19 NS5.63
DA—(—UBAE—2,4,6—Z XA THARLTE)3,6,9—=—
(AFPER)—4—FTE+ -8

¥ 26.6g(21.2mmol) X 4P| 8h) #HR ¢ ZBE £ K A& 1c) P #
RAG KT AR A B,
F¥:19.5g(94.4% X A & Bk,
S (XA KR AR)
2#4E.C30.79 H2.23 139.04 N7.18 Na3.92 019.69
S R4E:.C30.98 H2.40 138.84 N7.24 Na4.04
PDA—(B—UBmA A 2,4, 6— =B XPHE—R KT %)—3,6,9—
ERHE3,6, 9 E—(RFE)A-—TFE—+—RH_B AL GL
%o

1§ 18.8g(19.3mmol) X & 8i) P MR ¢ 28 A K] 1c) P
R &G T HULRITHEIL S,
F%:20.7g(F#A6% 91.5%) L& B4k
S (REAKAB R ARL).
R .C25.59 H2.32 Gd13.50 132.44 N5.97 Na3.92
0 16.36
%R 4E:C25.64 H2.40 Gd13.29 132.27 N6.08 Na4.04
5 264 9
4—(C—CUBmAE—2,4,6—=ZRXTHEE-TX3,69—= &



—3,6,9—=—(RFPHE)4—FR+ R _BR-_MLHILREY
A)d—(3— LB AL —2,4,6—ZBEXFHRETE)—4—FE-3,6,
I—=(RTEE—HFE)—3,6,9—=ZfL+ R _B———=&T
LE
¥ 14.7g(20. 0mmol) 5% 514 8e) P Rk 49 K 4L & £ 30ml N, N—
P RUEETYERAT R A S 16.9g(29. 9mmol ) 3I— LU BL &,
E—2,4,6—=Z 8 X 7 B 49 #4 & (Wallingford etal., J. Am. Chem.
Soc.74.4365(d1952)) £ 50ml N,N— = F X UstiE P e P, A
SOCHHAEREG WO I REARTPERRE, ANCRKRLE
Fotofo KB RSAERIEIR S B, AMEABM TR TBAZR
WY, Kt b sl 60(Merck) LR &5/ B LB (3:1) B 478,18
SB, AEFHELERREEMNT R KE W,
Z¥:18.0g(H %14 71.9%)
S (AR R4 A )
i {E.C43.01 HS.59 130.29 N4.46 016.55
SRAE:C43.11 HS5.84 130.42 N 4.48
b)4d—(C—CBARL2,4,6—ZHETHEPR)—4—FL 3,
6,9—Z R 523,69 =—(RTEAL—#FR)—F+—-B &

H# 17.7g(14. 1mmol) % #.17] 9a) Rk 49 L85 & 566 1d) #
49 & T A AL AR FLE) BB,
FE®:12.7g(E®AE47 92.7% ), X A & B4k
SRR HE).
B#.C30.76 H3.20 139.00 N5.74 021.30

R M{E.:C30.81 H3.48 138.90 N5.77



)d—(B—CLBAX—2,4,6— =B X THETR)—3,6,9—= 8 &
—3,6,9—Z—(ARFPR)4—FPRF - B s G440
¥ 9.26g(9. 48mmol) 5 764 Ob) #5ik 49 & B v F T 5K 56 )]
1d) F #R 4 & 4 4L AR &,
= &:9.88g(2 1649 88.7% ) £ & Btk
G (REAKG I AR
®i4E.C25.14 H2.29 133.21 N4.89 016.75 Gd 13.72
Na 4.01 |
RR4E.C25.13 H2.38 133.11 N4.93 Gd13.67 Na4.11
5% 4] 10
3,6, 99— ZRA#&—3,6,9—=—(RFPE)4—FE—4—CB—THLE
EPBHE—2,4,6—ZBXREFTE)—+—dx —8 — 4k 69448 4
/B
a)3,6,9— = A &—3,6,9—=—RTAKLFT L) 4—TE—4—
B—FEA—RAXFHBAEA2,4,6—ZRFXREATR)—F+ - _8—
——&RTHE |
1 18.9g(25. 7mmol) % 7 #] 8e) #iR ¢ £ 4L 4 A 35ml N, N—
PR CBBEYT SR AT R ™I 16.3g(30. 8mmol)3— £ —2,
4,6— =4 % P 8— 78I (P. L. Conturior, Ann. Chim II 10(£1938)
559)#= 1.72g(30.8mmol) & £, 447 £ 30ml N, N— = 7 & 7 &hx
ERT, £ OCHAEAERG WS I N, RELATTYERRK
4, AR EARDRCB Uit BB A4 RS ITRIES B, A
i R EB A TIR, SR AZRERE, B A AR 60(Merck)_E A
S/ CBMURB 3. DRETEESE, “HEIERRESHMTRA



&M,
F¥:21.9g(H #1045 69.4%)
S (RTERNB R AL).
EiH1.C43.01 HS5.82 130.98 N4.56 0 15.63
3R 4A.C43.20 HS.97 130.72 N4.60
b)3,6,9—= & #£—3,6,9—=—(ARFTHX)—4—FE—4—-GB—F%
AXTHBE2,4,6—ZBXERATR)—+ KB

# 20.6g(17.0mmol) % 4] 10a) ¥ #4565 2. 88 & % 5 1c) P
BR &M T HAL A B 58,
F¥:13.9g(G2 #1549 86.3% )X X & Bl 4k
AT (RRAKB R AR
2#4E.C30.40 H3.30 140.15 N5.91 O 20.25
SA{E.C30.64 H3.52 139.94 N 6.04
¢)3,6,9—Z&#—3,6,9—Z—(RATH)—4—FE4—(3—FX
AEFBRE24,6—ZHXREATH)—F+— R -_B_REGLE
X
4 13.2¢(13. 9mmol) A& K #1] 10b) ¥k 69 B 8, £ W F A 5 4 4]
1d) ¥ #3k 49 & 4 340 A AR AL S 40,
#8.15.0g(FR i 94.1% ) £ &% T4
ST (OAIKA R AL,
R#H.C25.14 H2.29 133.21 N4.89 016.75 Gd13.72
Na 4.01
SR4E:C25.13 H2.38 133.11 N4.93 Gd13.67 Nad.ll

KAapl 11



N, N—R—[2—[N’, N —R—(H P X)—& L] —CLH]-3—C
BAE—2,4,6—ZRALDAM B OLE S
a)3— R E—2,4,6—Z B XX BABLEBKRY

# 32.5¢(150mmol)3— A £ X X & A B & 8 & (Jen — nings, J.
Chem. Soc. , 1957, 1512) /& 300ml 7K F 4935 & & S0T feH 4k TR 2
i# 22 #] & 300ml 7K 2 8 A= 240m] 2N #4447 — K AL E R £ 6.01 |
KE@mbgRetht, AL T 3.5 0HE, T ERZRGRBERHA
LETEARRGEEFERGERMR, BELTEZAKRP LSS H,R
i 4 dh, FIKRICH IR # 2 2 S — 3% FI%,
FE:50.7g(R#®464 67.0%)
S (UK T AE):
2#H4L.C18.19 H1.70 164.06 N4.71 05.38 C15.97
SM4E.C18.38 H1.94 163.82 N4.83 Cl6.11
b)3—& & —2,4,6—ZH A ARNARCBELEHEY

H# 30.8g(51.8mmol) Z £ #F 11a)# &9 A L8 A d 150ml
LB A2 4. Iml(57mmol) A BL & 4 B4R A T E35k 10 547, R E
LAERBEH 200, BERRARBAERSGWALAET T FHREA
¥,
FE:32.3g(E0104 00% ) X K& BK
SR (AR FAHR).
Bifi.C21.23 H2.27 161.17 N4.50 O5.14 Cl15.70
%X R:C21.44 H2.38 160.93 N4.62 Cl5.89
ON, N——[2—[N’ , N — [(F L X H L) —FE]—AEX]—C

R]—3—2E 24,6 ZMXERABCE



1 20.4g (32. 7mmol ) 4% 5% 56 ] 11b) # & ¢ k& F= 31.0g(73.
7mmol) N, N—® [ (F & £ # £)—F £ ]—2—% P iz (M. Williams
und H. Rapoport, J. Org. Chem. 58, 1151(1993)) 22 X S0ml LA ¥,
# ¢ 4 N 20ml 2N 8L 2 4 ¥k (PHS.0). AT BEIABHA R
RA4h 24 B, ﬁtlﬂ&Z QB e 8B B R #TEE G PRSI
HEgigtm, REALTARRGANA, A LSRR ERTI/C
B L85/ = UHE(3: 0. 01)#&%%:&&&%4}% AREZPERRK
U b B,

FE:25.8g( 6% 62.3% ) KW,

SAOREABERB R AL).

i#4h.C48.43 H4.38 130.10 N 4.43

SR E.C 48.50 H4.45 130.01 N 4.44

ON, N—t—[2—[N’, N’ —= [(F R HE X)— TR I—& £ ]—C
E]—3—CUBEAE—2,4,6—Z XL /AU

# 13.7g(10. 8mmol) % A4 11c) ¥ 1% 9946 A4E A 30ml N,

——FECU®BRERY, A2 1.80ml (13. Ommol) = U & f
0.85ml(11.9mmo) LBt EAE B Ah BN THHE 12 106, &
BEAZERARE, ALLBRUSPERAAERTHIRESY,
AN Z B TR, SRARL KRS, ;

F%:13.82(2 14 97.6% )% &

DA (RE R R AEL).
2i{E.C48.71 H4.40 129.13 N4.29 013.47
SM4E.C48.83 H4.67 129.02 N4.38

ON—N—R—[2— [N, N'— 8 — (% 7 £ )— £ £ ]— & ]—3—



CBLAE—2,4,6—=8 XX RAE

H 12.8g(9.80mmol) E ] 11d) ¥ #R 49 28 N 75ml F 58
PG EPHEN O 2N L ENLPER, BARLY2IHALRLETP
FIETE, MR EEREPH A 1—2, 54 — M & &M, A
Rt H ART P TR,
F¥:7.80g(32 i 1E47 86.7%)
DI (RAKW R AHRE).
2. C30.09 H3.18 141.46 N6.10 O 19.17
5M4A:C30.22 H3.31 141.39 N6.17
HN, N—&’ —[2—[N’ , N —— (S P& )—& K] L% ]—-3—
CBAR—2,4,6—ZBEXERAB ML GLRGH

4% 7.42g(8.08mmol) X #F] 1le) PRR G EBAEMT AR
A 1d) ¥ PTR 49 & T #4041 S 4,
7 E:8.72g(HHAE 96.7%)
S (ALK RAR) )
HiE.C24.75 H2.17 Gd14.07 134.10 N 5.02 Na4d.12
015.76 |
KR 4E:C24.64 H2.38 Gd13.83 133.94 N 5.08 Na3.89
% e 12
2—(3—LBAX—2,4,6—=HF£)—3,6,9—= K #—3,6,9—
E—(RPE)—+ 8, 4L 0, —HH
a)3,6,9—= ®H#—3,6,9—=Z(FTRAEEATE)—+-R_8 T
(JC 55,2868, 1990)

A 618ml P B+ 49 20.6g(52. 4mmol ) R LA =B ALEBRE



T A 0T # 4 30 58 P& & F & A2 38.2ml(0. 524mol) T 58L&, .
BELEBHRHRAERSHW 160, RELRE ARBEREY
HTERREHAKRGERREFA300ml LB, £0CHEFR
FH N 200ml 18 Fo 28 B 4RIE &, 9B B F e, #3F 100m] CEFER
KimZk, REODEEBIWTHRALLBREELET., FULEE
V%2 M B TIREAE, |
F§:19.7g(E 4 81% ) A&
AESM(AXEEMNECEHRRT):
R#HAE.C49.24 H7.18 N9.07 034.52
5M4E.C49.37 H7.26 N8.85 |
b)3,6,9—=Z K &#—3,6,9—=Z—(FRAEXFTE)2—(G—E¥
B)—+— B THEY

AE G EART, B A 200ml £Ker Kok ah P4 6.64ml(47.
Smmol) Z H @B E F OC # 4 15 H 4 Ak £ + # m 22, 2ml
(S2mmol) T #:42(15%, A 2R ). #ERSHE 78T, A @ A ¥
2 e NIE & 300ml LK v K ok ¥ 49 18.4g(40mmol) BB (K4
#112a). A% E A B 30 25, & 30 54 AN 8.11g(47.
3mmol)3—#f & F X £ #= 1.38ml(11.44mmol)1.3-=F % 3,4,5,
6, — L—2(1H)— %=z 84 180ml LKW Kok g P &5k, %A
EReHETBEA, AARBERB Y ERRE RS R, HmR
Btz T 150ml CEUBE T HHN SOml kK, 5 %A A8 =
K& 75ml LEEERAKA, &AGHA NS FERw TR SBAZR
EF, AsiL Fha R 60(Merck) LA B 478,255,

FE:13.2g(R®AE 55%) XK E B



AESW(EEEBEFNSEHERLT):
Eibf.C52.17 H6.40 N9.36 0 32.07
%R {E:C52.01 H6.23 N9.48
)2—(3—AEFA)3,6,9—=—(PEBEL7E)—F+—-% -8
= VB

¥ 12.7g(21.2mmol) &1 K 4] 12b) F 269 25 AL 54 89 T B
BRLERBARNRAERE L4 1.35¢(10% ) H AT A4 €
ENTFTHATEM. SAOHBALERBEBILA, BARZREF,
ABLALEHR—FHULBRATT-F %,
FE:11.35g( #1569 94% ) L
D2—(G— A FR£)—3,6,9— = L &—3,6,9—=— (R T£)—+
— %z — B

# 10.8g(fd19mmol) & 5% 767 12¢) 45 £ 69 285 & 40T A 60ml
N AENHBER B, ARBEERERERTHBRNKRLEBE Z8
DR, ABINEBARNKREEFH, PHERET P A ST
TR FHE,
F¥:9.25g(F #1645 96% ) LE B &
AESH(EEEERNSEHAT).
2#AE:C47.15 HS5.84 Cl6.63 N 10.47 029.91
XMA4E.C47.04 H6.12 Cl6.35 N10.59
e)2—(3—RAKX—2,4,6—=ZHFK)—3,6,9—= R H&—3,6,9—=
—(RTE)—+— R B |

# 9.55g(18mmol) £ 7 B (X 5] 12d) & % £ S0ml K F # &
N 22.8ml(56.4mmol) 2 BE &9 40% — K AL Bk, A 65 B K

— 54 —



RAH 16 0 R A6 LA ER R AR R T R B, R IR 4
R it R Kk, TR BAARE TREART, SRFR KL
o BN ZWAEZRAKETH, FPHAESICALETFHRER
%, |

FE:13.1g(Z R 83% (A E & B &K,
AESH(EZRERNESEHALT),

2#AE:C28.79 H3.11 143.45 N6.39 018.26

50| 46:.C28.93 H3.37 143.32 N6.48
f)2—(C—CBEE—2,4,6—Z8FK)—3,6,9—=Z—(ARFH)—
3,6, 9—=ZR &+ -8

# 12.7g(d14.5mmol) H 52 .41 12e) 43 )¢9 = Bk X 275 T 30ml
NN—ZFRUBIET, HAARSHTHALPHRN 2 465ml(34.
Smmol) L., AAFTRBIRX, A HALREGWAANKY BH, A
bR M, MKk A SOC A Z ¥ %,

% 11.55g( 28 87% ) K& B 4k,
AESW(EELEERNESEHERT),

2E.C30.09 H3.18 141.46 N6.10 0O 19.17

KAE, 29.88 H3.26 141.29 N6.02
g2—(3—L®mAL2,4,6—=8FK%)-3,6,9—=f 23,6,
I—=—(RFE)—+—% 8,445, —#,

4% 11.2g(12. 2mmol) &1 5 #4) 121) £F 2] 6545 & Fl 42 L 44 4d)
875k A SOC 5 RAALBITA R, ALLBIERTHZHA IN
AR R R 4k, FAGBERMA 1.2g EH K sit, & -
0.2um—# % £ R B RAEHAF T,



F¥:12.6g(RB4EE 92.5% )R EFK T4
AESH(AXERBEFNSEHRT):
EHC24.75 H2.17 Cd14.09 134.10 N5.02 Na 4612
0 15.76
KR E.C24.89 H2.23 Gd13.88 134.02 N 4.87 Na4.03
% ] 13
3,6,9—Z & #—3,6, 99— —(BPE)—4—G—[N,N—=7F%
—N,N'—x(2,3— =% LARL)3,5—— KA PHE—2,4,6—=
BEAEXARTRATAL]—FR]—F R -8B MU GRS
a)N,O— R —(FAHEEX)3—BE XL HABR—N—[2—(F&%
RERA) L& ]—8
1% 168.54g(375mmol)N, O—— (¥ £ B £ )—3—%
J ¥ A % R % (de castiglione, Bosisio,Gazz.Chim. Ital., 97,1858
(1967)% T 3.0 AW &%k FHAHE0C. f£mA 72.8ml
(525mmol) = L& & A 36.7Tml(383mmol) &K, F & . 8. 20 44
J& A A 500ml v E% P 4 75.8g(390mmol)F REL - 2 - &
RTK)- BB ( G.Atwell,W.Denny,Synthesis,1032-33(1948) ) .
&%#ﬁ&éﬂ&iﬁ%ﬁﬁ%,%i&%%ﬁ%ﬁﬁﬁ%ﬁ.
FE: 183.7g (i 78.3%) £ & Bk
W (ARENBHEAL)
A C67.19 H5.64 N6.72 020.46
5 M4 C67.07 H5.78 N6.84
b)3 -ZAXEREAKR- (2-8AZR) - %



¥% 62.57g ( 100mmol ) FE#&# 13a)FHEMLEHETE
1.5 PEF, FERAGI gHAFRER Lidse ( 10 % £248,
Degussa ) &, BFETHAZMN. REWLE, AARBERIA
ZFABRTRAKREREASLY. AREPALETRERALEH
K.

Fo: 214g (BB 95.8%)

S (UREMBRAE) :
A C59.17 H7.67 N18.82 014.33
52 ] 1A - C59.28 H7.73 N18.74

1, 5-—fKA-3-8&%E-2- (3-ZEAFTE) - X
w, ZH&H%

4 20.1g ( 90mmol )& 5364 13b) ¥ # £ 694 HE T 135ml.
v Ak b IFAE 0 CHREALAT B 180ml Im £ v9 &k T4 &
oMz, £0CHRHFI0THE, £ 60 CHERH 120 b,
fAFpEiEm 100ml TR, A RAEEAERSHBF, FRHFE
ARGBEESFR6IH., RERABREHWHALESOCEATT T
o

g 25.0g (e 87.2%) LEHEK

2 (ARENBRARX) :
Mi#{i: C41.46 H6.96 Cl133.38 NI13.19 05.02
SR 4E:  C41.40 H7.04 C133.47 NI13.08

d)3, 6, 9-=RE-4-(3-LFX) -3, 6, 9
-2 - (BTEABAVR) - +—-HK_8 - —-RTH

¥ 15.1g(47.4mmol) £ 4] 13c) F #6544 & % £ 500ml

-57-



v Sk, A FHA 25m KA 34.5g ( 249mmol ) & 4T,
A% 52.3ml(356mmol)if L& - RTEE, £ 60 CTHHEI XK.
LARERE, EAZYERXRE, t¥RehAae—LK LR L&
LH/EZThH (70: 20: 5) #4iTE#E5H.

Fhias ALY ERERS

Fa 27.2g (F#4E6 73.3%) L&

W (ARERMBFEAL) -
b Bl K C63.13 HS.92 N5.39 022.56
52 R A4 C63.24 HS.88 N5.43

e)5 ~RTEBAL -2, 4, 6 - ZHREX_&K- [N, N
WA -N, N-®- (2, 2-—FX-1, 3- 85K
-4 -AFTR) ) - BB

¥ 81.0g ( 100mmol ) 5 - KTLEBKKL -2, 4, 6 - =8t
A8 N, N-—FL-N, NN-%- (2, 3- %245
) - —%8k ( DE 2928417 ) A 500ml v9 &5k, HHA
0.95g ( 5.0mmol ) *f - P EXRKE - K& WA 22.9¢
( 220mmol ) 2, 2 - =—FREAK. REWA 12+, A%
EERE, FELRLUEPERINERZMIRALY. Fh
MARBAETRATE, RARE, FARTETERMERIR
Bat. TREEATY TRARD.

797z (E#B4H6 89.6 % ) L& BK

W (AEERNBRARL) :
Mi#4E: C32.40 H3.51 C13.99 14279 N4.72  012.59
LA MA: (C32.38 H3.62 Cl4.04 142.70 N4.63

- S8 -



N3, 6, 9-=K&E-3, 6, 9-=-(RTAZEATL)
- 4-03- (N, N-Z¥&-N, N-&- (2, 2-=VF
K-1, 3-ZRARK-4-£FH)-3, 5-—RLATHE-
2, 4, 6 - =Zh¥EA-RATRA-FEL) -FRA) -+
8- - T

¥ 12.8¢ ( 16.4mmol ) £ L4 13d)FHEHERELSB A
AARATETSONMIN, N-—FHEFEET, FHA 059 (19.7
mmol ) EF Wi P& 80 % ALAEFR. EEREH 30545,
A 19.0g(21.3mmol ) L4 13e) PR LS, 450 CTH
R EH 12 0. REAALEPEARKRSE, FE=K 60(Merck )
YHALE/TR/ZTHE (T0: 20: 5) AEAHAITEESB.
FhEa LT P ERKS.

FE: 16.8g (H#{ifg 62.6%) A

¥ (ARERBRAL) :
M#E:  C47.80 H6.11 123.31 ~ N5.15 017.63
A C47.63 H6.05  123.24 N5.24

)3, 6, 9-=&&x-3, 6, 9-=- (HFX) -4 -
(3-CN, NN-ZFEXA-N, N-®R- (2, 3-=45 %)
-3, 5-—REATHE -2, 4, 6 - ZHAEEARATHATFTA
A) -FH) -+-K-®

¥ 16.1g(9.86mmol) £ 4] 13f) ¥ #3& 6964 & £ 341 1c) |
HEGEFHTHRELLSFEPR, FHALREELSS.

e 12.4g ({0 98.7%) XX EFK

¢ (AELKBRAX) :

-59.



®i#fi:  C36.81 H4.04 12992 N6.60 0 22.63
S 4E:  C36.94  H4.05 129.86 N6.53

h)3, 6, 9-=Z8&&-3, 6, 9-=- (HEVE) - 4 -
(3- (N, N-=FA-N, N-®- (2, 3-=LAk)
-3, S-—RATME-2, 4, 6-=HFE - RATFERAYT
AX) -FR) -+ R BR-AEHHLLED

# 11.9¢(9.35mmol) £ &4 13g)#h & 69 7 B A E M K#EH 1d)
PREGEHTRALAFRLESY.

FE 13.1g (E#4E465 95.5%) REA T8

S (REKBRAX) :
it 4h: C31.85 H3.15 125.88 N5.57 O 19.58 Gd10.69 Na 3.13

S 4E: C31.92 H3.20 125.76 N5.73 Gd 10.58 Na 3.20
%34 14
3, 6, 9-=Z8%-3, 6, 9-=Z=-(HEEV¥E)-4- (3

-WAK-2, 4, 6 -ZHFR) -+-R_B_ALHLL
o

a)3, 6, 9-Z8RX-3, 6, 9-=- (RFHL) - 4 -
(3 -LFE) -+-—-K=-&

# 13.2g(16.9mmol) L &4 13d) P #& 85466 £ L84 1c)
PREGEFTHAOURMBES LR,

FE: 820g (HE#{EM 97.0 %)

¥ (R KBRAL) :
b B E C50.50 H5.85 N8.41 0 35.24
5 44 : C50.41 H5.93 N8.49

- 60 -



b)3, 6, 9-=ZR%E-3, 6, 9-=- (HFX) -4-
(3-#K-2, 4, 6 -=ZaFR) - +—-HK=-®&

¥ 8.11g(16.2mmol) £ 7641 14a)$4 & 8946 T 80ml 5N &
b, ERFETEEALT#H 268 ml 2N L FiHE R,
SR 12 06, ARERAPHAN 15, FmALRARE
MAEXRESREA RARH 6 I HIFIE AfpBM2N &
BREEFEALET TR,

FEr 12.1g ({4 84.8%)

o (RKXBRAE) :

i C28.75  H2.99 143.40 N4.79 0 20.06
L@4{E: C28.81 H2.83 143.43 N4.62

3., 6, 9-=ZR&E-3, 6, 9-=- (RFE) - 4-
(3-W&A-2, 4, 6 -=8kFE) -+—R =&

# 11.6g(13.2mmol) £ 34 14b) ¥ & 65143 £ 60ml w9 £,
%P AL 0TCH 2.77g ( 92.6mmol )EF Hih 4580 % ALHE
FE A, A 13.1g(92.6mmol ) T i I B H 30 447, RE MK
AR PHAN OmI2N SALAERFDAI0H. AHELAE
PR A AMERNFHFRTHARERARLELAPH A 1.5, RiEH
RiEks, REFEALTT TR

e 10.7g (248 91.4%)

o (RABRAE) -

M C29.65 H3.17  142.72  N4.72 0 19.75
ER{E:  C29.74  H3.23 142.65  N4.63
d)3, 6, 9-=ZR&-3, 6, 9-=- (HFH) - 4 -

-61 -



(3-Vak-2, 4, 6 - =¥ R) - +-R_B iy
L5 5

¥ 10.2g(11.4mmol) £ &4 14c) P #& 69 & 4o £ £ 564 1d)
AT & HA R AR AL

FE 11.7g (BRE 94.0%)LE 4 T9.

ST (RRABEAR) -
H#A: C24.26 H2.13 134.95 N3.86 016.15 Gd14.43 Na4.22

@l {A: C24.30 H2.10 134.91 N3.90 Gd14.50 Na4.28
5234 15
3,6, 9-Zfk-4- (3-—CARATERE -2, 4,
6 - ZERARATHRAATR) -3, 6, 9-=- (HFX)

-t AEGAL S

a)3 -~ FERB-2, 4, 6-ZHREVEB_CLARE

4 57.00 ( 100.0mmol ) 3 - KA -2, 4, 6 - ZREXTER
ZCLABE ( CAS4, P20987i(1960)E R AATAERE 250ml
N BBRHFTEER. mA0SmIN, N-—FAPESEKS, £
60 CHRARESS Mo, HFBEXXKEEF.

FE: 59.60g (ER{E100%) REFHK

> (ALERBRAL) :
Mi{i: C24.18 HI1.86  163.88  N4.70 0537
A C24.07 HL1.92 163.80  N4.66

by - (3 - —CARATH|E-2, 4, 6 - =¥ AEA
PEAAKL) -3, 6, 9-=—-(RTEEATHR) -3, 6,
9 -ZREFT—H-R-Z-BTE

- 62 -



# 14.682(20.85mmol)3, 6, 9 - =&% -3, 6, 9 - =
- (RTREAFTA) -4 -2EAFEA-+-—-HK-_#%-=-KT
& ( DE 3806795 ) 4 100ml £ K ®Z P EREGRBEALT S
12.42g(20.85mmol) L #&4) 152)F #iE b9 F AR ERS, SFAER
BATE. BEXLERIRSE, tedR LEeEE45 5840 (&%
WAl T/ITRLE) . RAREL SN B EH—#/EHBK
EEW.

& 2429z (H#{it) 89.6%)

¥ (LEMBRAL) :
Mit{h:  C43.43  H5.98 129.29  N5.39 0 16.00
SR A:  C43.42  H6.11 129.25 N5.44

3, 6, 9-=ZR&E-4- (3-_ChAEEAFHL- 2,
4, 6 - ZHEAAATHREAAFTRE) -3, 6, 9-=- (AT
A) - t+-—-Rk=—®,

4 21.62g(16.63mmol VK A 15b) P ik 89 58S £ £ A 1c)
PR E R ST HALA K.

FE 16.17g (HE#H8595.4%) L&KL

W (ARERNBRARL) :

#i#{i: C31.81 H3.56 137.56 N6.87 020.40

LR4E: C31.73 H3.64 [37.25 N6.72

d)3, 6, 9-=Z8Fx-4-(3-_CZERAVEL- 2,
4, 6 - ZAAFRARATHEATR) -3, 6, 9-=-(HV¥
A) - +—R_B-_ALGLE LD

¥ 15.52g(15.22mmol) 5 #.4 15¢) P ##£ 69 L8 & & £ 54 1d)

-63 -



P AT A R AR AL S

P 17.44g (RN 94.1%) REAFHaH (LLEK
WAk :

M 4E:C24.26 H2.13 13495 N3.86 016.15 Gd14.43 Na4.22

M {5:C24.30 H2.10 [34.91 N3.90 Gd14.50 Na4.28
=& 16
3, 6, 9-=8%-3, 6, 9-=-(¥9X)-4- (N

- RPEA-3-FRE-2, 4, 6 -ZH#EFELABHETE) - 4
- PRt R R TAEGLE LY
a)3 - FRBE-2, 4, 6-ZREFTH-N-(ZABAYT
X)) - Pk .
# 61.40g(100.0mmol)3 - RA& -2, 4, 6 - ZHEXFER - N
- (LREATE) - P8 ( CAS54P 20987: (1960)) £ %2
Fo 8 AA TS 250ml 2N B A FRER. A 0.5mIN, N -
—WATEEE, EOCREREH S IY, FEEEALEF.
FE: 64.00g (A4 100.0%) X & Bk
M (LERNBRAL) :
Bitfi: C24.40 HL1.73 159.49 N4.38 010.00
LA C24.37 H1.82 I59.53 N4.26
b3, 6, 9-=Z8%-3, 6, 9-=-(BRTABAFH)
-4 - (N-ZREATEA-3-PRA-2, 4, 6 - =%
ABEFTR) -4 -FE+-—R-_&- = - RTHE
3 16.41g(22.89mmol) & 5.4 8g) P %% 69 £ & A 100ml £ K
W T ERARBHATS 14.652(22.89mmol) & 364 16a) T 3%

- 64 -



HHFRRERS, AERBEHAIR. BERAARSGMW LA
ARGHFABER LERZRSERLD (BHA: UR/THRTE) .
RERBEFHOBEERTEARELD.

& 27.39g (B 88.2%)

¥ (AREMBEAL)

Hi#4{i: C43.37 H5.87 128.06 N6.19 016.51

@ {i: C43.49 H6.01 128.22 N6.14

)3, 6, 9 -ZRE-=Z-(EFL)-4- (N-BFA
-3 -WARKE-2, 4, 6 -ZHREEABRETE)-4-FE+—
Py

# 26.68g(19.66mmol) £ 44 16b) b 3% & #9 < 85 £ £ 44 3c)
YRR AT LR R AR,

FE:D 19.19g (HE#R{A6593.1%) L& B4k

M (AEEMIRAL) :

®ibfh:  C30.90 H3.37 136.32 N8.02 021.37

%R MA: C31.03 H3.48 136.21 NS8.14

)3, 6, 9-=8K&E-3, 6, 9-=- (HE¥HA) -4 -
(N-BFPE-3-9RA-2, 4, 6 - =¥ ABAEFR)
-4 - TR - _ALGNLELSY

H 24.32g(23.19mmol) /2 £ 4] 16¢) T #i& 69 £ 88 Jo £ 5 564
1d) ¥ Pr i 4 A A7 AL 64 .

e 27.84g (HER{E0594.6 %) L&A TH

W (AERBHEAR)
M #46:C25.57 H2.30 130.01 N6.63 017.66 Gd12.40 Na 5.44

-65 -



7% M 48:C25.62 H2.34 129.94 N6.58 Gd12.35 Na5.38

54 17

B WO 93/16375 L4 1 8974k

I, 13-®-(5- (A8-3-%BEL) -2, 4, 6
SZRE AR - R (2-FE-1-BAFRZR) - —®E)
4, 7, 10 - =(AEFE)-2, 2-_&K)-1, 4, 7,
10, 13- &28F=8BK, 4L-%5%9

a)l, 1I3-X-C(5-(R%-3-ABAREAI-2, 4, 6
CEBRE R -R(2-FK-1-RBEAPALE) - )
4, 7, 10-Z(BFE)-2, 2-Z&K)-1, 4, 7,
10, 13- EREZER |

¥ 16.5¢ ( 21.2mmol ) 5 - (3 - AAHBEL)- 2, 4,
6 - ZAEE_B-N[(2-BE-1-2AF4CR) - —&p
AERI120CET 82.5ml —FEAPEEY. AERGLFHA
7.38ml(53.25mmol) = T B iF B H 5 A 3.8g(10.64mmol)N, N'-
RL2-02, 6-=ARGHKRR) LA A=8. AEBHEH
REReEHIR. EAEVPEREIEMN, FBAHRERLBRAKL
ARHETES 200ml LB —REH 2K, LEFESOCAT
TTR. BAERBERBET S ERPHASKRP £ (KA K
/T8 AT EL B, EFBMHY KL RBEBLE BRI
&4,

FEE: 17.24g ({642 % )

oW (AEKBEAL) :

H#fE: C30.19 H3.43 139.88 N8.07 018.43
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sal4i:  C29.88 H3.30 140.21 N7.95

b1, 13- (5- (HB%-3-ABAA) -2, 4, 6
-ZHRNE_B-N(2-BEA-1-BAFRCLE)- —BK)
4, 7, 10-=(HFX) -2, 12-=&K) -1, 4, 7,
10, 13 - RREZENK, 4449

¥ 400mg £ £44 17a) P RHEHLS PS5 17.8m1 0.01 ER T
MAE RS HRS. AZCEAPHMATHRER, FEAERLE
HE—REHERERLI Y. SEBRAETREAHLEEK
BB H. |

FE: 145mg ( 2 R1E65 30.5%)

¢ (REKBRAL) -

Migfi: C27.91 H3,03 136.90 N7.47 O17.06 Gd7.62

LA C27.77 H2.99 136.72 N7.15 Gd7.38
% 34 18
3, 6, 9-=Z8%*-3, 6, 9-=Z-(E¥HE)-4- (3

-4 - CLREAFR) -t -RoBRALSW, —HAH

aN - FREZEX-3- (4-CHEEAXL)-2-84Am8

£EEE221.41g ( 605.9mmol ) N - FAFLA -0 -4
R RBP4 1.5 7H s kvl 69 B F A 31.8g(848.4mmol)
MEH. EREHATE2IHAGET#EM29ml T8, BEE
REFHBwW A%, ALHET 1AKTHA 700ml L& T8
FR=K, SiFthAMMAKEE, RABRATRIIFKRSE, AL
RUB/ITIRELE&.

% 187.0g (B {E 93.7%)
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G (AREBERBERAL) :

®it{i: C69.28 H7.04 N4.25 019.43

A 4E: C69.11 H7.20 N4.13

b)l ~ZBA-N-FREAZA-3-(3-#-4-284
FE) -2-RAAR

1 29.4g ( 89.3mmol ) N - FRAELA-3- (4-ZaA%
A) -2 -RAARBKET 88ml kSB& P HEERHMmE 355ml
KB ER P 49 22.2g(134mmol)— ALk, AEBEHR S RLSHiT
B, FAMILEBANLLIARKRY. KRN LR TEFRK A,
AWAARAK, BREAZRPEARBREAERLE, FBE25
BATHR., AABENERH L EH, HDHEELRLK,

FE: 34.5g (HEBEMH 777 %)

W (REBERNBRAL)

Hi#{i: C50.72 H4.86 125.52 N2.82 016.08

%A {E: C50.53 H4.98 125.38 N2.74

ON - FREZE-3- (3-8-4-Z8EAXE) -2 -
RAFE

4 29.8g(60mmol)l - Z8 A - N - FEHEL -3 - (3 -
4 - CLRARKE) -2 - RARRENE 1S0ml PEY, Fi
FBRBEN 4.94g(60mmo) LK LMK, L0 CHEREY 6 o,
AEET, A RARBETLRLE Y. R ENE, ALg
LB I ALK BER, F8) 69069 b R —F s B 3
TT—FE,

¥ 273g (#4565 100 % )
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d)l - PHBREE - N-FEAEA-3-(3-#-4-L4
ExA) -2 -8&AAK

3% 26.5g(S8mmol)N - FAFEE -3 - (3 -#-4-aL
2E) -2 - KAABET 130ml — KPR P, FHEA241ml =
LB, £ 0TCHE 6.78ml(87mmol ) FHABEEHTAL. AER
30545, ZRAECERBRRAAARABR. REEWA A TR
W, ABERIAARAKEER EATRANAEAZEN, FX
YEhKkEH.

F&: 30.4g (6598 %)

¥ (AEREMNBRAE) :

#i#{i:C 45.04 H4.54 123.79 N2.63 018.00 S6.01

M 4E:C45.13 H4.72  123.58 N2.74 S5.88

N -FAa&ZEA-1- (3-#-4-ZEEFHE)-N- (2
-gATH) -k

¥ 28.2g(53mmol) 1 - FABELA - N - FAKE-3 - (3
-#- 4 - LARAFRE) -2 -RAARAERET 140ml WA
kol o, FHA 143ml ( 2.12mmol ) TRk, HH 22 I HEH
BERGWARKRGRN, FIREEHETLRLE Y, RKK
EhH, RABRATRANM. EEXXREEREAKZEH.

FE: 259g (B85 98 % )

¥ (AEREMNBRARX) :

M4 C50.71 H5.67 125.51 N8.45 09.65

S-@{A: C50.87 H5.78 125.40 N8.74

)1 - (3 -8-4-ZEREFE) -N- (2-RALE)
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Lok, ZAREE

¥ 25¢(S0mmol)N - FEFEEA -1 - (3 -#-4-TRAF
E)-N-(2-RAZR) -LoBAEEREFE 20ml X8R
¥, #F4#A 61.1ml(250mmol) £ K BERE P69 33 % AR, AER
40 LHE, TAHETRA. RERSWABMR P RAE ALK,
BELBAFTEAB=K. ABARITBAKEREET. AREL
ATHmER, BELHA_ATREALRGEZK AFHAL
B & 45 dn.

Fo: 24.6g ({86 81.2%) L& &K

oM (AEREMNBRAL)

i C25.77 H4.16 120.94 N6.93 02.64 Br39.56

LR {E: C25.89 H4.41 120.73 N6.74 Br39.29

gyd - (3 -#-4-CZRAEFE) -3, 6, 9-=(RT
ABEAFTE) -3, 6, 9-=Z&ET-HK-1, 11 -=&, =
- (RTH) -8 '

3% 23.2g(38.3mmol) 1 - (3 -2 -4 - LAAFE) - N
(2 -RACLR) L= ARREEF A 450ml W A% AP,
Jf # A 43.6g ( 316mmol ) B &4 F» 18ml K, ¥AA 42.13ml(287.2
mmol)i& 2% - R TH. A CRIF10IHIELLEEEIR.
R, MuwEiskmadk FRAXREER. AP RAKE (%
BLAl: R FE/FE) ik, '

& 34.6g (FEB4E8 96.7%)

¥ (ARERNBRAE)

4 C55.30 H7.77 113.59 N4.50 018.84
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L 4E: C55.37 H7.95 113.44 N4.43

hyd - (3-8-4-ZRAFR) -3, 6, 9-=(E®
J& 97 & (carboxylatomethyl ))- 3, 6, 9 - Z& & +—%k- 1,
11 - =8, 4L- %44, —HAk

¥ 17.6g(18.8mmol) 4 - (3 -2 - 4 - ZAATE) - 3,
6, 9-Z(RTARABZAWHR) -3, 6, 9 =Z&&E+—K-
1, 11 -=8&, —- (RTHA) -BAELRET 130ml 7% P,
AL 10ml K F#) 6.03g(150.4mmol) & AL, £ 60 CHRH
REHSK, REEF, FAKEMAK. ZLHET 180ml X
b, FABREETFIBEMNEPHA 2.9. mA 3.41g(9.4mmol) 1t
AHBRERSHMEZESC, 24466, ABETIHRA
( Na*- %) # PH 4 7.2 F B H 0 5 R A% TR |

F2: 14.75g (H 456592 %)

S (RAREKBHEAHRE) :

M #{5:C32.44 H3.20 114.90 N4.93 020.67 Gd18.46 Na5.40

SR 4E:C32.23 H3.47 114.76 N4.88 Gd18.36 Na5.17
=3P 19
3, 6, 9-=Z8&%*-3, 6, 9-=-(HEFX)-4- (3

-4 -LREFR) -+t RoMA%SH, —HAH

a)l - LMA-N-FEREA-3-(3-2-4-THEAX
k) -2 - R&RAAK

# 20.0g(61mmol) 87 X 4] 18a 77 2| 6947 A5 % T 200ml
KEEBR P, HBA 028 H. ERARERAHEIOCE, A2
BN 12.48g(78mmol)it. EEREHALERSGHER, H A
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—FRBHFABATS0ml kK. KMALBRLEFRILK, A
ARK, BREAAERPEAREASREE, FREZEAR
TR ERABEMNERRENRK,

E¥: 19.5g (PR 71.0 %)

P (ARENBRARL) :

Mi#{i: C56.01 H5.37 Brl17.74 N3.11

L@ E: C56.13 H5.42 Brl17.84 N3.16

bN - FREA-3-(3-8-4-ZAREAXL)-2-XK
-T2

¥ 18.0g(39.8mmol)1 - ZAREA - N - FEEE-3 - (3 -
-4 -CRERAXK) -2 -KAAREFE 100mI PE T,
FEBBA 3.30g(d0mmol) LK L. £ 60 CHRIEAED 6
o, REXETF, FRAELBETLRLE Y. REREE AT
M OB AR ARIR BB R, AR Mg m Rt —F LB A
FF—RE¥ %k, '

e 16.0g (A 98.2%)

Ol - FPHBE-N-FAEE-3- (3-8-4-TZ&L
1) -2 -&RiAaEax

¥ 15.5g(38mmol)N - FAEE -3 - (3 -#£-4-TAE
$A)-2-RAFHET 100ml —LFR ¥, B A 6.3ml(45mmol)
ZLEHFAE0CES504ml ( 52mmol ) FEBEAMITRE. £F
230045, ZTLCRAXRARARA. A—AVRABRLER
&, RERAKPAKEE. HAWBTRE, XAXEHNFI
EEEmRkEY.
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F¥ 18.1g (EH{4698 % )

23 (RARENBRARX) :

Aitfh: C49.39 H4.97 Bri6.43 N2.88 S$6.59

ZAME: C49.21 H4.92 Bri6.40 N2.79 S6.54

AN -FEREE-1- (3-82-4-ZHEEFHR) - N -
(2 -&AZH) Zok |

H# 17.0g(34.9mmol)l - FHBA - N -F&BEL-3 - (3
~BR-4-CLAEAXE) -2 -RARKAETEET 100ml w4
P, FHA100ml ( 1.48mmol ) T =M. B 36 15,
HREBELXRBRH, FRBREIENCKRTE T, AKk%
EVHE, FTRARRATRANM. ERXAARBERI L6 0.

FE: 14.9g (2B {EE595 %)

2% (CARERNBRAK) :

#iefi: C56.00 H6.27 Bri7.74 N9.33

%R ME: C56.21 H6.32 Brl7.81 N9.38

e)l - (3 -2-4-ZEEFE) -N-(2-&£2Z1)
LB, Zaemi |

# 14gGImmo)N - FEEE - 1- (3-38-4- ZEAF
A)-N'- (2- RALE)L B A TR A4 39.1ml(160mmol)
ABEER P, AN 39.1ml(160mmol)fE kB8 b 89 33 % S8 5.
EERUINE, BRHILHEA. REARCHAHZEFATES
Rég, TATERB=K QEKBFTHAAELETF. A
HTHREAN —ATREALARBELAYD =X, HEWALEE

24 H
/Ié’:ﬂﬂo
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FE: 16.0g (E#AEH 92.4%) LE &K

S (AERERBRARL) :

®#44: C27.93 H4.51 Br39.56 N7.52

L@ {E: C27.90 H4.48 Br39.29 N7.49

f)d - (3 -f-4-CREFE) -3, 6, 9-=(RT
AABEEATE) -3, 6, 9-=ZREF+—K-1, 11 - =%,
— - (wmTH) - &

¥ 15.0g(26.8mmol)l - (3 - £ - 4 - ZEEAFE) - N' -
(2 -RAZE) CoBm=A28 L EFE 400ml v Sk P,
3 i A 29.6g(215mmol )& & 47 F 15ml K, ¥A & 36.67m1(250mmol)
BUB-RTE., EOCREFRIHFRELATERTR, &
i, MR kA AXRERE. REBRAERE (EFLA:
AT/ TEE) shiL.

FE 22.4g (BN 94.2%)

> (RERERNBRARX)

#i{i: C58.23 HS8.18 Br9.01 N4.74

ELM{E: C58.19 HS.12 Br8.96 N4.70

g4 - (3-£-4-CZEAFE) -3, 6, 9-=Z(5&
A XK ( carboxylatomethyl ) ) - 3, 6, 9 - ZfL&+—5 -
1, 11 - —&

1#20.0g(22.5mmol)4 - (3 -3£-4- ZRAEFRA)-3, 6,
9 -=Z(BRTEREEAFRE) -3, 6, 9-=Z8&&+—-%-1, 11
-, - (BRTRA) -EETH 400ml @ & ks e 40ml K4
BA RS, HFEERH M 6.42(160.8mmol) & A AL 4 £ 20mI
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KPEk. AERREASINE, EAZTRERAERESWA
KEBEFRHAR. ATHELHET 300ml KFHFAMEEFX
BAM(CH -B)BAPHA20. REEFIAEMNERIAYERAL
AEATREFELER, ALERK.

FE 11.3g(FE #4569 83 % )

a3 (AEKBRAL) :

Mitfi: C45.55 H531 Bri3.17 N6.93

3#4E: C45.62 HS.38 Brl3.41 N7.02

hyd - (3-R-4-ZRAEAFE) -3, 6, 9-= (%%
KT ( carboxylatomethyl ) ) - 3, 6, 9 - —f&+—% -
1, 11 - =B, 4%4H, —HH

# 10.0g(16.5mmol ( 4 - ) 3 - % - 4 - ZARFR( - 3,
6, 9 - = (REBAFE ( carboxylatomethyl ) ) - 3, 6, 9
SEZRET-RK-1, 11 - ZBIETF 200ml K P, F4E 80 Cih
A 3.0g(8.25mmol) A 4L4L. £ 80 TR E 1K E, #IL-FEWHY
BRREEREFER, FBIH w02 BEREAEAAZEZE PHIAN
72. ALBEEAATRRAERSY.

FE 12.7g (BB 96 % )

oM (AEKRBEAR) :

##{6:C34.33 H3.38 Br9.93 N5.22 Gd19.54 Nas.71

% #44:C34.26 H3.34 Br9.90 N521 Gd19.50 Na5.68

% 364) 20

N, N-®(2-IN, N-R(EFR)-&L)-24)
- HREARABE ARG LE LY
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AR ERARARFAE, Al

% 50ml F RHEAO0C R ALK THATHRIEN B M3.21ml(41.6
mmol) B R. 30 24F 6 4w 10.0g(34.4mmol)xF sk K 5
KB, AERERH 1IN, FRFEHRAEHDEL N, £4¥
FEREMRBREGPEICATLR, REAERNEHLER
. |

FE 12.4g (i 97.8 % )

M #144:C38.99 H4.64 134.33 N3.79 08.66 CI19.59
LR 4A:C38.85 H4.70 134.29 N3.78 C19.66

b)N, N-®- (2-UN, N-R[(RTAZEL) -7
BRI AKX - TR - ARFEARRERF H B

H 12.1g(32.7mmol)# £ 4] 20a)H &6 A
25.4g(72.0mmol)N, N - - [ (®RTEER) - 94 - 2 -
i# LA ( M.Williams # H.Rapoport,J.Org.Chem.58,1151(1993))
AN S0ml THYF, A 20ml 2N B8 S &k ( PHS.0 ) . A
FTRAARA 240, RRE2FSIHERNAEFRERS
K9 EE M. REEALTPRAXREANM, FEhELH
R ERTR/ICETEBE/ZCTH (3: 1: 0.01) #476%45
B, RATVERARBLSHIBS.

e 17.9g (HRAEMN 62.3%)

A CRARERNBEARL) :

Mi#fh: C54.85 H7.60 114.49 N4.80 018.28

%BE: C54.80 H7.65 114.41 N4.74
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N, N-®-[2-CN, N-R- (H¥PHL) -&K&)
-LR) -HBEEERAR

# 17.1g(19.5mmol)4 5364 20b) T # & 49 T &% T 250ml
ZRLRY, FEEERF 1IN, BERALXRBER, B4
ARPREBOEIIRE, TEHFELT TR

FFE: 11.5g (ER4h6) 96.8%) X REFK

23 (ARKBRARL) :

Hit{i: C41.39 H4.63 120.82 N6.90 026.26

LA{A: C41.33 H4.56 120.78 N6.93

AN, N-®-[2-0CN, N-R- (BEFHL) - /L)
-LE) -HBREXARARR ARG ALE D |

HF 7.43g(12.2mmol) 3 5% 344 20c)5 &5 LA £ 118ml K F
Eif&kS 2.21g(6.lmmol) fALALR A /£ 80 CHHE 2 I . % E
A—#EE A 24.4ml IN EBAAZ R, FHERFE 1IN, &2
FLEMNO0Sg FHXKE, £S0OCHEBE 2 NNl Aabidhik
TRER—LEBK.

FE 9.12g (HB1EE 92.6%)

W (RAAKBEAL) -

P #14:C31.23 H2.87 115.72 N5.20 019.81 Gd19.47 Na5.67

5% 3 1A :C31.26 H2.95 115.70 N5.13 Gd19.36 Na5.74

534 21

N, N-R-[2-CN, N-®- (HFH) —iﬁaj -
ZA) -HEB-N'"- (3, 5-%- (N"- (2-%24)
“RAFTEBRE (-2, 4, 6-Z¥A-RATHAVTRA) -
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Bl — R AL oW

a)N, N-®-[2-UN, N-®- C(RTAREL) -
wA) -&AL) LK) -HEE-N'- (3, 5-®- (N
- (2-RCTHA) -fATERA) -2, 4, 6 - ZHmFARE
Tk FA] - Bk

3 22.1g(31.5mmol)5 - RAZBAREA -2, 4, 6 - =
M¥ =B - N, N-R- (2-2LE) - =8B 24.4g(69.3
mmol) N, N - - [ (RTAEE) -wR) -2 -8B#LKE
( M.Williams # H.Rapoport,J.Org,Chem.58 1151(1993))/m A
soml R, FHEA20mI2NFHHLEEH% (PHSO) . AEE
BIARER AW 24 Mo, HEE2F8 I HEAHFNEFTRE
REKFHBREGE AR, REELTRIAREANAFARKER
ZRAFTHR/ITE (95: 5)EBTERLY. AAZPAARES
7048 4.

FE: 21.9g (BB 55.8%) , K EMH.

S (REBEMNBRARX) :

i C40.53 H5.43 130.59 N6.75 016.71

LR C40.50 HS5.44 130.52 N6.79

BN, N-®- (2- [N, N-®- (BEFE) - &L
~LAI-HEAB-N'- (3, 5-- (N"-(2-8LXK)
- RATEREE (-2, 4, 6 XA RATHRATE) - &%
3

¥ 20.8g(16.7mmol) /& L&A 21a) P E 69 R T E5E T 250ml
ZRALBRYPHEFTRERF 1. BEQRERBARTEATL
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&, yEREH ARTATESERFLELE P TR

F2: 169g (B4 98.9 % )

CRE

Mib{E: C30.61 H3.46 137.31 N8.24 020.38

LA {E: C30.77 H3.58 137.25 N8.28

ON, N-®-[(2- (N, N-R- (RFL) - KA
LAY HRBM-N'- (3, 5-®- (N"- (2-RLEK)
~AAFEA) -2, 4, 6 -ZAFEARATHRATEA) - &
fe 4R AL S

¥ 16.9g(16.6mmol)E: £ 354 21b)#) & 65 8 £ 130ml K + &
£:%%& 5 3.00g(8.28mmol) EAL4LRA, FESOCHEHA 2 MY, &
ER—#BEMmA 16.6ml IN RRCRAERFEERF 1. £
FEhAN05g EERGASO CRA2 LB, Babd i TR
B — A& Rk,

2 18.4g ({449 93.0%)

oM (AEKBRAX) :

P i#546:C26.10 H2.61 131.82 N7.02 017.38 Gd13.14 Nal.92

5 # 44:C26.11 H2.74 131.84 N7.06 Gd13.10 Nal.93
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