T ILR G ILLTIN e

” 1304

M LATISRNTUIEneves e TAuteding TRt tude d1tsfu LL-BM123

SYNTHESIS OF THE AGLYOONE OF GLYCOCINNAMOYL, SPERMIDINES LI-BM123

;’ﬁ"‘o
1 QDs%2. PB4 re3 253 R L

LA ERER 6 é. 3-9-4-

Ty IE]'H.... weereasressscnas:

73

M Auminmean

B
oRay 1HueIIIN
Ao IMgEnans ur ingdusavatuatund

NOTIAM 2533



drnItnou EB—(tert—butoxycarbonyl) hexahydropyrimidine (20) %
gL AT siTuturardnfige Wi um T I mEn I nbUBL tna ALY Ina 1At

w1 lNBa divednfu LL-BM123 (32a),(32b) was (32¢)

A high yvield synthesls of ES —(tert-butoxycarbonyl) hexahydro-
pyrimidine (20) and its use as a reagent in the preparation of the

aglycone of glycocinnamoyl spermldines (32a), (32b} and (32¢)

BOC~NH (CH2) 4N~ NH HoN(CH2) 4NH(CHy ) gNH-R
(20) {32a} ; R = cinnamoyl
{32b) ; R = pnmethoxycinnamoyl

(32¢) ; R = 3,4-methylenedioxy-

¢ innamoyl
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arwszneuIndioiin  (polyamines) “t@fusmautsman ifuiiaem wd
A.A.1677 Anton Von Leeuwenhock!(fumum3nitwu spermatozoa 'ﬂ'lﬁﬂﬁuﬁummmﬁ
rwuag W Ui nie o Indiefllu Ae spermine phosphate A mlmdaaenynanadail]
Rosenheim 2:3 yax wrede 4 ‘“tAwua niznouwdisflunin putrescine (1),
cadaverine (2) , spermidine {(3) uat spermine (4) mm*:znau‘mamﬂuuﬁiwi

v [ A T
wupgh iRy #ad uazwanydundd (microorganism) Wawaw 5+6

NH5 (CHp ) 4NHo putrescine (1)
NHy (CHg) gNHo cadaverine (2}
ﬁ]iz(CH2)3NH(CH2)4NH2 spermidine (3)
NH5(CHg ) gNH(CHg ) 4JNH(CH5 ) gNH5 spermine (4)

ptnaifle s  pathways w149 biosynthesis ! wasaniznowmanindeilu
wiWmLamz T fu uar wngdun3d it usann o miEtetu e vesdn
ﬁﬁ’lnﬁtnqq (eukaryotic cell) uay Lva ve i S8 Indusin (prokaryotic cells)
ﬁqtﬂuﬁqﬁﬁﬁauﬂﬂuﬁnﬁuuansﬂ:znaunvn1n§tﬂﬂu861405ﬁ4u11q1ua11uu1i wananil
Taborsua:’,Rosenthal7'eﬂcmri'!eukaryoticuaz prokaryotic cell ﬂ:m“mﬁ"ﬁi
FaToi U znound 1aflumdn putrescine (1) spermidine (3) Uay spermine
{(4) 8p eukaryotlc cell n‘mhi"iahm'ﬂ::ﬁ spermine (4) #d7u prokaryotic
cell  azwIMEdLATIEN putrescine (1) spermidine (3) uanﬁ’lni‘l'ﬁxlm’h
pathway W14 bieosynthesis 199w Laiuda L Anateatfunimesiu @9 L-ornithine

tar S-adenosyl methonine (Scheme 1)
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Scheme 1 WdA4 biosynthesis pathways U948 TUIZNOU N Loilu

Wil A uduius senitasant a8 Lallfuan Uz ey T L s oy
win 56 Yagiawizifenfusnuiznau  putrescine (1) ., cadaverine (2) |
spermidine (3) uak spermine (4) a3 Oui el A
SRS T Wi e AR IR YD TN BRUA ML T TALLBNA UYL NBUING Lol Russel} 9
11quu15ﬁ1ﬂ3u1mﬂiﬂutﬁhﬁhuaqﬁnwﬂ1:nau1w§Laﬂuiuﬂaa11:ﬂ:tﬁuﬁﬁﬁq 50 1¥0
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AuAD  B.H.1970 vhusen Syeeuuasm I8 e tusn W Tzneuing Lol
aﬂwquwiﬁénu IuwuinauIzneuLetuuBnNaINATagIUY free aliphatic base uan
deanaLdmugueyRuduee  sugar 10 | steroid !! |, phospholipid 12 uay
peptide 13 1du  @vwizneuves LL-BMI23 B (5)  LL-BMI23 ¥, (6) uay
LL-BMI123 vy (7) ﬂ'ﬂf'iﬁ“lﬁﬁ’m unidentified species a4 Nocadia éQﬂ
oendA L fua1audlue (antibiotic) WMuiawiTaIWITney LL-BM123 ¥ (6) uay
LL-BMI123 ¥5 wWuiniiaulauin 5ﬁﬁiﬁaqq1naﬁ1U1znauﬁﬁaaqﬂauﬂﬁiun11ﬁadﬁut§é
JAun3dvile Gramnegative MATEWNI0REAIUN AR L DB (inflection) A7y

uanawnﬁﬁw1ﬂ1:nau spermidine (3) war spermine (4) fuifhiaivaing
wintava 1 WIEneUmINdamanen LU MNBNN 81U IENBUDYRUS NG Laffuiiwudua T u-
vrAveRIaziinan i L aluazmai ey Iine 1iu Buan e 19914.15 0 (§y
aeR L% (antivirial) 14 fuavssesmiilosen (tumor—inhibitory) 16
uaz 1 Iua1IDRIURI AN (ant ihypertensive) 17,18 | fudy

ByRUS THE L UMD Y WTARIBY 1 ey teun p}eurostyline (8) 19,
cyclocelabensine (9)29 | oncinotine (10) 21 | codonocarpine (11) 22
cytotoxic spermidine (12)%2 | homoline (13)!7 uax ephedraline A (14)%4

AU neU NG Lofhwnawinfiwutuido 1 dodwi 25 1%u polyamino acid
hypusine (15) u lymphocytes 26 (uufavtiviawile) vownps uazwy  thermo-

spermine (16) ffJu thermine (17) Auwuafi13y thermus thermophirus 27.28

NHy(CHg ) oCH (OH ) CHoNH( CHy ) 4CH(NH5 ) COoH (15)
NHg (CHy ) JNH{CHy) oNH{(CHy ) gNH» (16)

NHg (CHy ) gNH{CHy ) gNH{CHy ) gNH, (1mn
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LL-BM123 Wisivedifunga

1. n"l]i\'ﬂﬂ}‘];]ﬁ' AL NBY N8 —{tert-butoxycarbonyl) hexahydro—
prrimidine (20)

awniﬁ1qaiﬁqu60611U1znauauiu3inﬁ1aﬂuﬁtﬁﬂ§ﬁ1ua11uu1ﬁiﬂuﬂ spermi-
dine (fuimvaandn  seiheiRiaWizneuusas viassumnR ) sud e e TR
LiUQﬂﬁvaqugunuﬁﬁwq 7 usumisve T T ARl 1 M dalmini
A ofiaz Lanumiiitumumia N N4 say N8 yevanTUIEney spermidine (3) 18
AURBNMIED  MRzanunIedviATsiR Waitneudamanoaid TAaeE Y19 wleuiuanT
U1znauﬁthﬂﬁhnwua11uuwﬁ1ﬁtﬂuﬁﬁu1uu1n ﬁQ&uﬁun11nﬁﬁ#uﬁﬁzliuihﬁwnaw1U1znnu
spermidine (3) wWwwWYWaliugju protected spermidine (18) Faaz 1 flun
protect nitrogen Mwmia N Fandoifve N! uar N8 flifuiedudate
tutumauso L 11 fufisehaamni 3 protect mumiatanumisnilayee Nl uay N8
wieRariana i fuiuaves N uaz N8 ud mtwmie N8 (fu primary amine el
mmfuivageninimumis N 3aiflu secondary amine snnmauumnsitutedl
ﬂﬁ?ﬂuLﬂuiu1ﬁﬁt11ﬂ:a1u11nnﬁn11 protect awumia N8 ypy protect spermidine
(18)151nuqxlnﬁan4tﬂuﬁa1zﬁqa1u110ﬁﬂ:tﬁﬂﬂﬂh?uw acylation M acylating

. . L 1 L 7
Bu 9 W nuuIATRRLEEL WURLIMBIIN IR LATISIEITUTENEY (19)  Aquang



NH2(0H2)4NH(CH2)3NH2 {3)
HCHO/HZO
N

N]{z(CH2)4N NH {18)

Z—NH(CHZ)4©H (19)

il Z sxmaafu protecting group fawnintd itz e 0eniting
uarWuandnfige wenvind Z axAee B umauasikanTsuRBeud 3By 1 At
MIdAet Aa farunafie gy ﬁuﬁh1uﬁhnauﬁt1wﬂqﬁhqnﬁnq Z fivmnsaanifu
protecting group

1N FEMINENUNMIINL AT T neveY IS TRl Lafluie 9 wuin
protecting group nﬂnﬁﬁﬂw‘lﬁfhmwn‘lum‘x protect wj amino Ao tert-
butoxycarbonyl (Boc) ﬁqnﬂ Boc ﬁhﬂdwuta653ﬁgquaznw1tiuninn11uﬁaana1u11n
n1:nﬁ1ﬁinu&1uuaziﬁhanﬁnﬁgq WimnRsmn  reagent  fisyifudn generate wy
Boc fnnﬂnmuaﬂvﬂiiqm'iﬂi di-tert-butoxy-dicarbonate 1{u (Bocg0)
reagent #miun7 generate wyj Boc iq&uﬁ'qtéummmaaqxiu Boe,O  avtyiu
protected spermidine (18) TRMUNEINAIURNARY Boc L¥7i1amzatumia N8

L 4 [ 9
e waz it fsumia N wlo1imthalsmnn



NHQ(CH2)4NH(CH2)3M:|2 (3)

HCHO/H,0

\/‘/\

NHZ(CH2)4L\\//TH

BOCQO

N
Boc—NH(CH2)4Ul (20)

AN I TIRIDINUID 1ﬂi1aziit30u1uuaqunhiaﬁadwq11ﬁnwuﬁ 0°%c¢

{18)

nioflgumgiives  avtawawndn il diprotect (21) tanp uarilWandRunva I TUILNBY

(20) timuiaenan

fdoog 130
AN AN
NI'lz(CHz)4UH > BOC"NH(CH2)4bN_BOC
YUMpITN

(18) (21)

ANIUSUUTARIMIN WM IR LATIZARE T8 BUR NG WINBY spermi-

dine (3) (tufl AvuFERY



NHB(CH?')4NH(CH2)3NH2 {3)
Cl—CO"OCHS
W
(|) COgCHa O
|
CH3OC—NH(CH2)4N(CH2)3NH—OOCH3 (22)
Ba(OH)z
4
A
NHy,(CH) 4b NH (23)
80020
~
0
Boc—NH (CHZ )4N NH ( 24)
L1A1H4
Boc—NH(CHp ) 4N NH (20)

el fosaamyataanwazney  (23) FaideRarsen teseahaud e
mwifuivaves N owar N8 umminiafann  owrizietwwmis N! (Ouiethidare
douinuwmie N8 agluguesia (amide) Awhudedvariuszney (23) nwdhin
fiu BocyO STIRAITUIZABY (24) WUl gy (82 %) Tauiuidaruszney N1, NB-di-

L 7
(tert-butoxycarbonyl)-2-oxohexahydropyrimidine (fmiuiay



GHERRRT) RERT BT PLRE TR 1uihnauueqn111ﬁaﬁnq carbonyl va4
LR WETUIENBY  (24) 1ﬁtuéuu101ﬂung methy lene &hﬂﬁ1ﬁb1nu1n tlaesn
LiAlH, ifhi reducing agent ﬁjuuTQ Y MLIR over reduction Ao uimionse
1ﬂ5ﬂqaﬁn111§ methylene udszifinUddivn  reduction AptummawidamiuRnUe

hexahydropyrimldine ring ‘lWAuawanifhu (25) uas (26) umu Audnien

CHq
BOC-NI‘.{(CHQ)‘;N(CHZ:’QNHE

0 LiAlH, (25)

BOC'NH(CHz)4N NH > +
CHgy

(20) Boc~NH(CHg ) JNH(CHy ) gNH
(26)

arimeanvtwiiags NaBH, umu LiAlH, Fa1fu reducing agent
fquynionnit  wuinid  NaBH, BB L AN LU sua A Wi 10 TR
carbonyl wB<(BWRIUAITUIZNOY (24) 18 wiiiaztila 10 winfmw

UM A TSN et Tee3ususan 1,5-diaminopro-

pane (Cadaverine) (2) #quaay



N.Hz(CHE)5NH2 (2)
CH5=CH-CN
¥
NH2(0H2)5NH(CH2)QCN (27)
BOC20
¥
BOC-Mi(C]'Iz)sNH(CHZ)zm (28)
L 1A1H4
v
BOC-NH(CH2)5NH(CH2)3NH2 (29)
HCHO/HZO
b 4
Boc—NH(CHg) gN NH (30)

NNV IMARBINUTD _‘\uf?uﬂﬂutla\:mm‘i selective lAum3tAumy Boc (1N
WA MUY primary amine vwONAWITNRY (27) uaiewawdmilu  (28)
selectivity foutnuA"@eUIsInm 45 % mimedeuiwy  Boc  Lihdimtwmia
primary amine 1RuMWMNABIIREMTEITUIZNEY (28) 3w Ud3en acylation
ffu benzoyl chloride uﬁ"]“lﬂ"uauﬁmﬂu Nl——(tert—butoxycarbonyl)—N5—benzoy}—
Ns-(z—cyanoethyl)—l,5—diam1nopentane (31) Avauny

CO—CgHg
Boc-NH(CHp } gNH(CHp ) 9CN  ———————> Boc—NH(CHy) gN{CHz ) 5CN

(28) . (31)



uaxﬂu%uﬂauvaqnﬁi protect A UHKUNUDY nitrogen ﬂ ND war N®  qwmvwisneu
(29) 1¥dYFUVDY hexahydropyrimidine (30) mui%a1iarains  formaldehyde
REen UM TazaHYB I NIENBY  (29)  nd1fD UM Ieilse i fugmazans
WARTIUIEORY  (29) azautsibmnn  Feudin mentiitantarabEmey Hyo
CHpoH (1:1) fukmazate  uskagainuudIsednandn  (30)  uulwnadiitenn
(UITHN 30 %)

NN IARENAIE T HEIBNeN I8N LATIH mono-Boc-protect U4
protect spermidine (20) li'uﬂuﬂu‘lﬁ"i'ln’l‘lﬁa'm'l'm?i%‘lﬁ' Boco0 tfu protect-
ing group |#RARIANARARARBNNNT

ﬂ1n01111u41un11dutﬁ11:ﬁa11u1znauaqiu6u341nﬁtaﬂu&unuiﬁ UBNAIN
Bocy0 ANl reagent Bn'uﬁﬁﬂfi\‘lﬁﬂw‘lﬁ"lun’n generate WYy Boc &mIun1y protect
nﬂ amino AD 2—-(tert-butoxycarbonyloxyimino)-2-phenylacetonitrile
(BOC—ON)ﬁanqwﬂﬁhuﬂ11uq1unw11ﬁa1101:nﬂu BOC-ON 5ﬁunﬂ1nﬁﬂnn%uw selective
MUAAARR] Boc (TMUPNTUY WL MMIN  primary amine  uhhuEE b T
secondary amine uisaduie1din Boc-oN tffiu reagent ?ﬂ selectivity g fn
"luf.ii]mﬂ{p'l' 0° C BOC-ON ﬂztﬁ'amﬁ’mﬁﬂﬂﬁ?m'ﬁ primary amine yinnjn seconda-
ry amine WANANNIONNLATIEY  selective monoprotect ARINABNNAT LENIIRD
HEINWUB MY Boc BBNMAININMENTIRIABIY  TABNI8NTR Wty HC1/CH.OH
wio CF3C00H (TFA) uinuiini ¥ TFA @ w3 IR suazasaInniing s Bl

MU W INIFLATIEAFINE 1T BT L man 189 1AT10d selective
mono-Boc-protect U@t protected spermidine (18) (A8 n1¥iAILNAIWIZNDU
(20) WYMIIT BOC-ON M 3Am Inem mpn3onneist Joulufunnsama e
U3 wuindigemgR 0 © ¢ Wwuld THF Liudkmmeza R M Wt 3o
12 {mm lﬁulq'au‘l'lﬁ;lLM’!&ﬁMﬁQﬂﬁ‘l‘;‘l&hﬁHﬂﬂﬁﬂﬂN N8—( tert-butoxycarbonyl)-

hexahydropyrimidine (20) #panimNMfign AolAUINE 68 % yield



-15-

BOC—ON

N
Nﬂz(CHz)4N NH > BOC_NH(CH2)4N NH
THF/0° C/12 h.

(18) (20)

uBNA RS AT IZNBY NB—(tert-butoxycarbonyl)—hexahydropyrimi-
dine (20) @M IAINCIRI I IEnouR 0w N1 N8-di-(tert-butoxycarbonyl)-
hexahydropyrimidine (21) Sy (17% yield) ﬁ4a1101:nauﬁ§aﬂqawu11n
KUNBBNIINREIN IRudIY dvun11iqwﬁiﬁa11U1znnuﬁ1ﬁhanu1&utﬂu N8-(tert-butoxy-
carbony!l)-hexahydropyrimidine (20) anfifaanty RUTIT R8T {7,118 (1)1} BT
spectroscopy (IR, NMR, MS) uatm14 chromatography fudiTuiznauuaa N1 N8-

di-(tert—-butoxycarbonyl)-hexahydropyrimidine (21)

2. DMINILANLIRIUILNY aglycone Yoy LL-BM123 (32a, b uas c)

sinmaismAdd AT TUTEneY N8 (tert-butoxycarbonyl)-
hexahydropyrimidine(20)  lAwarRdntuURNBgILaza NI AT WM I L ATIER
d1TUTT MY Nl,N4,N8—triacylated spermidine %ﬂﬂ1u11nuﬁ Rl. R2
war  R%  fuiowleutu  dndistwmia N1, N% uaz N8 idmusieamiiuacd]
HAHARFY ﬁqﬁhuudnﬁqtﬁu&ﬂwﬁﬂzuﬁiuénﬁﬁﬁQtn11:§a11ﬂ1:nau aglycone LL-BM123

(32a, b uay c) ‘Al



Pl ™
Boc—NH(CHg ) 4N NH {20)

C1-CO-R

¥
BOC‘NH(CHz)4N N-CO-R

[O(X)Et
CH, pyr./reflux

COCH

Jf

BOC-NH(CH2)4NH(CH2)3M{—CD-R
TFA
NHE(CH2)4NH(CH2)3NH-OO—R
32a R = cinnamoyl
32b R = p—methoxyc innamoyl
32¢ R = 3,4-methylenedioxycinnamoyl
VM IRIBINITIRETUITIBY (323, b uar  e) fithuandnganintu

U?uﬁmﬁQQMTHnBﬂuﬂ11 (38-40 % yield 8n spermidine) uazuﬁnnaﬁazawuﬁinuﬁ

o
WM ImEs U MMSM L Ine ) 8
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a1y La

JPvRENIYMRY  (melting point) vevd¥IRtdmIsLATes Hiectrothersal
melting point fmiwevdivaidua (°C)

duNIILIRdLIUARTY (Infrared spe;tra) Oufinsau1A%e9 PERKIN ELMER
IR 783 witsitfu wave number (em™!)

1 adofunniuAnl Ylata iUemnIn (Nuclear  Magnetic Resonance
spectra) tufinmiuiates Bruker WP QO Spectrometer Uay JEOL Fx-900 Al 60
Mz 19u9% tetramethylsilane (TMS) i1fh@¥87999 vanmumisdannot 3 lTuuud
(resonance signal) fT’lUB\'MV’INﬂBQ chemical shift parameter { (ppm)) anwog
ﬁqm’nmmuﬁ”’m (singlet), d (doublet), t (triplet), g (quartet), m
(multiplet) uas br (broad)

uNgH LUARIY (Mass spectra) thifinauiA3eq JEOL DX-300 TeuiRé1 m/e
Uae % intensity

AN IMNIMRRVUUKULUANY (thin layer chromatography, t.l.c.) uay
WINORIINRLUULEHUYYY (preparative thin layer chromatography, p.t.l.c.)
hwruuiamum 20 x 5 1Budtamy 1Wn1saTA 60 GFyg, VB MERCK

#vrazatuRg 1 fiag n‘ﬂﬁu’iqné’munnn&iﬁu&mﬂuﬁsﬂtﬁaauaqﬁm‘mzam

MW 9 feufisswanis



i. nﬁjlﬂjgy cinnamoyl chloride

0] 50C] 8]
i } I

~aH S A -C1
CH’CI,.ref‘]uu ©/M

IAN thionyi chloride (0,98 fladday nin 13 NadWR)  aTWIBIHEN
twine cinnamic ac1d(1.00 n3n nde 6.84 fadbia) Muiaeas1dllimdyasimiv
(3 faddny) I reflux  veawmAWBuTA 5 $1es AaveanmMetiaL
Mo HENTIAUIE Lo BRI RTR R NMEIRMTaRM L A8 ¢ Innamoy ]

c-hloride (0.91 n¥u , 80 %) i1fuvevivamilsuRd

NMR(CDCLg) & : 7.30 (2H,AB quartet,Ph-CH=CH,J = 8Hz)

7.35-7.70 (6H,m,Ar-H)

2. My hexahydropyrimidine (18)

37 % HCHO

TN
N]13(C1{3)4NH(CH3)3M{3 > NH3(CH3)4N NH

(18}
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arale  spermidine (3) (2.09 ndn w3p 0.0144 fadlua) Untindu 20
123807 wionfumeazatefigomgll 00 ¢ MBIRAIMAUUITEIMATEN TN T L U
A2 1 WUAFIIRTATY 37 % formaldehyde (0.92 fladdmy w30 0.0129 W) avly
faznenediet 1 WmEnsazagnaiidie wBniuioan 2 frldigamgies
AL EBR IR IEM T I AN T L ABRRE IIRaI Y udamEN TaLauikaNs uRRe Tae T
(8 x 20 MAAINT) T WAIMUDIARD TIND TULA T IUMIRURSA 28N T LRN T LRt -
iU TIATIMINIB19711Y L Atsrta Lmpan WAL LA T L Lo AR T SN
MUTAMTRAAINAU ST IWEINTADVYEN hexahydropyrimidine (18) (2.10 ndn

#3 93 %) dnvae 1 fhuvesinarabiild

NMR(CDCLg) § : 1.30-1.38 (6H,m,3 X C~CHo—C)
2.10-2.40 (3H,m,3 X N-H)
2.42-2.90 {(8H.m.4 X C-CHy~N)
8.80-3.45 (2H,s ,N-CHy—N)

IR(film) em™! ; 3300,2900-2800, 1640

3. nMIaluy Ns-(tert-butoxycarbony}) hexahydropyrimidine (20)

BOC-ON

N AN N
NH_(CH_ > N HH $ Boc-RHICH ) N NH +4 Bae-N  N(CH,) MH-Boc
THP/0®C-RT/12 h.

(18) (20) (21)

a7y hexahydeopyrimidine (18) (0.55 ndy %38 3.4974 Mdwm) u
dry THF (25 {adday) wienfumuandacaitfigamgld 0° ¢ mMAuTIINIATES

MTWIATLIRU  ADHIMERR TAZA LD 2—{[(tert-butoxycarbonyl)oxy} tmino)-2-



WL AT Y [RHARY
PRINCF OFf SONGKLA UNIVERSITY

phenylacetonitrile {BOC-ON) (0.77 n3u w38 3.1474 Mad@) W dry THF (5
Madany) e AmauT WimEsazaorsme BN 0utan 12 1 eiigemgive
SRR UREA AN INTONUUY suction WEIMIMATNOURIE THE (10 Daddny)
W MUBNE TATANLTINTECIRNNTB LBWIMTREAUEBNMEIRN AR AL R IR Y09
tawila e tsanlefidinazaisiares1aim 20 ARAANT  uaIEIeRInE TATAY
10 % Voifislosienten (2 x 20 Raddny) Wi U TAEa I IRAaD 13l LMBIMN
U003 L R L Ands Ly TiAIMEY nTeeten o fouda tmean  WE TRt U R-
AR 131 LA IR WS Lt Ras 1] LiBB NN LR M TaRA PR M tes i ile  1iieun
Wusnae33 quick column chromatography 1ezddiedacrBianifudmhazay
uaa R WIsnayuey NI N8-di-( tert-butoxycarbony!l )-hexahydropyrimidine

(21) (0.21 n¥u »iv 17 %)

NMR(CDCLg) & : 1.10-1.73 (6H,m,3 X C—CHy~C)
1.38 (16H,5.6 X C~CHg)
2.08-3.50 (8H,m,4 X C-CHy-N)
3.39 (2H,s,N-CHy-N)

IR(film) cm™! : 3380,2990-2790,1720-1680

MS m/e (%) 1 357(2.81), 256(79.85), 200(100)

WAt o uea Lk amasavio WariRe Uiz nauvey  N8-(tert-butoxy-
carbony!)-hexahydropyrimidine (20) (0.61 n¥u %38 68 %)  ifluvaviwanils

Ll

NMR(CDCLg) 5 : 1.24-1.89 (6H,m,3 X C-CHp~C)
1.44 (9H,s,6 X C-CHy)
2.07-3.28 (8H,m,4 X C—CHy~N)

3.38 (2H,s,N-CHy-N)



IR(film) em ! : 3350,2900-2800,1700,1370,1255

MS m/e (%) : 2567(10.70), 200(51.81), 99(100)
4. mum3sy N1 cinnamoy 1-N8-(tert-butoxycarbonyl) hexshydro pyrimidine
(33}

u
&

G
@"' /EL N

LY

Boc-NH(CH’)‘i/\\kH >  Boc-nH(CH » N  N- "
~A THF/0°C-RT/12 h. ‘ aty

Q=20

(20) . (33)

’é:iﬂﬂ N8~( tert-butoxycarbony!l )-hexahydropyrimidine (20} (0.48
nfu wio 1.8658 Hadwa ) U dry THF '(25 Hadan) uihuﬂuaﬁ1a:a1uﬁqunqﬂ
0° C |AN triethylamine (1.30 fa8am7 w% 9.3290 MALR) URLAIIATI WU
cinnamoyl chloride (0.37 a3 wis 2.2390 NadWwa) u dry THF (5 daddnd)
farneandiett 1 MEAUTIIMATENMTIIAT I AU TaTa s eRe N
I 12§77 fgompiios whve i R IM INTeuAE s NBUR Y THE (2 X
20 DEAART)  UWIMLAIWANIDVIRIIE Lnp e d I aza o teRae 1 L (30 dad-
393) U IRILEN ST eBE TN TULAmUM TUB LA (2 X 20 RaddnT) a1vazany
Ak e TN AsNARB IR (2 X 20 Aaddny) war Wndu (20 DaddnT) Aty WY
duveeET Tazay eas 13 Lmar it o0 1 L AN oL Anda omfluanmh ey
eNAsdaLimeen  wenTazauiaras 1l L isn3E L1 Len s T3l Lmeanme
AR TaRAI AL e L ndad Ldovsau Liou anusniae3d quick column chro—
matography Isvltiandascdimnifudmaratuse i N17cinnamoy I-N8-(tert-
butoxycarbonyl) hexahydro pyrimidine (33) (0.59 n3u »3p 81% ) (fhuvev

Ve ile udld
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NMR(CDCLg) § : 1.10~-1.91 (6H.m,3 X C-CHy—C)
1.43 (9H,s,3 X C—Chg)
2.27-3.83 (8H,m,4 X C-CHy-N)
4.31 (2H,s ,N~CHy-N)

6.86 (1H,d,~CH=CH-,J = 15 Hz)
' 6.54-7.59 (SH,m,Ar-H)
7.67 (1H,d,~CH=CH-,J = 15 Hz)

IR(film) em~! : 3340,2950-2880,1710,1665,1610

MS m/e (%) : 387(87.27), 200(80.69), 131(100)

5. pIwalsy Nl-(lrmethoxyclnnamo 1)-N8- tert-butoxycarbonyl)-

hex dropyrimidine (34

0

]
g1
o@'/\/C /EL N

2

i)
» A
Boc-NHICH_) N/,\iH > Boc-MHICH » N M-
’ ‘v ’ ‘K\/l
THF/0°C-RT/12 h. V\@OCH

gl l=]

(20) ' (34)

rang NB—(tert—butoxycarbonyl)—hexahydropyrimldlne (20} (0.43
ntu wio 1.6761 fadWa ) W dry THF (25 daddny) niﬁunua11aza1uﬁquuoﬂ
0° C AU triethylamine (1.16 Naddmy w38 8.35756 NRAWA)  USLAVIALAWUDY
p-methoxycinnamoyl chloride (0.39 n¥u w3p 2.0058 NAAdR1)W dry THF (5
faddnT) MRTueres Nty 7 EWWUTIIMABENTIT I INTI  WimaTaza xai e
faudnituiaat 12§20 figomgived  whreesa@ IIN InTe U Id s neu L
THE (2 X 20 faddny) wa1ezaisfin1ee 18 use inu e mhazatuosnm iR Jan

AT INAURE TR TR L ¥R vl uﬁuaﬁtﬂaduﬂnﬁﬂﬁhwazawuluiﬁﬂaaiiﬂLnu (30 finddny)



WA MBI TATA LMK TR TTI AN UA I TUB IUR (2 X 20 MaddRY)  AnTataudui
BV HIMERE IR (2 X 20 MeAANT) uas 1hndu (20 DeddRT) AwE AU WhE B
#vaza L mAan Tl LMmarmH VAR I8N T AN T L e Lmiiu A ImiY  nyesien -
e immeen WA IaTA 0 AR VI LMW 3 L1 81 1ARER 130 L MDD NANLARM S
anA LA e thawiled Lsdaedouiilouanusn 2833 quick column chromato-
graphy 1agttiondassdiamiffudmyaratusztn N1-(p-methoxyc innamoy!)-N8-

(tert-butoxycarbonyl) hexahydropyrimidine (34) ifhuueainaiwilnuidid

NMR(CDCLg) & : 1.16-1.87 (6H,m,3 X C-CHy~C)
1.43 (9H,s,3 X C~CHg)
2.27-3.88 (8H,m,4 X C—CHp-N)
3.82 (3H,s,0-CHg)

4.31 (2H,s ,N-CHy-N)

6.73 (1H,d,—-CH=CH~-,J = 15 Hz)

6.89 (2H,d ,AB system,J 9 HZ)

9 HZ)

]

7.47 (2H,d .AB system,.J
7.64 (1H.d,~CH=CH-,J = 15 Hz)

IR(film) cn™1 3340,2950,2870,1710,1650,1610

MS m/e (%) : 417(67.62), 200(51.27), 161(100)
6. mMialun N!-(p-methoxyc innamoyi)-N8-(tert-butoxycarbonyl)

spermidine (35)

‘I. L1hs R AR ) ?
Boc-lHlCHI).N N- —————eeer Boc-HHITH §} HHICH + NH=C
i g
CCH

O=0
—
{

oCcH
.

(34) . (35)
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azany Nl-(p-methoxycinnamoyl)-Na—(tert-butoxycarbonyl) hexahy-
dropyrimidine (84) (0.45 0% wS2 1.0791 NadAR3) WLedWeaRUIIARIMD
(5 fMwddny)  wiwfumanazanufigamgios (A pyridine (0.26 addny nla
3.2373 fiaAia) uay ethyl hydrogen malonate (0.60 #addny wis 5.3955
fadw@)  avedINt 9 FerneameIAUIIINATENTILIRILSU La reflux vawaN
M Buan 12§21 &ﬁuaqnauﬁ§1iﬁﬁtﬁuaqﬁqqunoﬂﬁbq KA MBI LAB BRI
ATRIBIBNMYAAN TARATUAURL 1A YD L vawile uﬁuaqtHﬂ1ﬂﬂﬁﬁ1ﬁh1a:awuﬁu18ﬁaa—
Tafliou (30 ARddnT)  waldmER REa bR TeN Y I AmlumTUB LUR (2 X 20
fIa8dn3) UIEMUBNETRZA I IRARD VI L MBI IIIUINAENY S LAN LD LA L iy A-
M NTa4Le UL ALNTR LeaN R TaTA L RARE 1S MM 3L LrL e TRAEB 1-
1 1muBBNMBARNTIRART AU 1A TE La (R tdm&ﬁﬁﬁiﬁﬁ:Lﬂuuaquﬂqatﬁﬂdeau
\louwsuuniaed3  quick column chromatography At¥ing ues L hdmasaiy
218 Nl;(p—methoxycinnamoyl)—NS-(tert—butoxycarbonyl) spermidine (35)

(0.37 i wie 85 %) drwor iBuvoulauilld avaanina 84 - 86 © ¢

NMR(CDCLg} & : 1.11-1.91 (6H.,m,3 X C-CHy—C)
1.44 (9H,8,3 X C-CHg)
2.00-3.61 (8H,m,4 X C~CHy-N)
3.82 (3H,s,0-CHj)

6.29 (1H,d,~CH=CH-,J = 15 Hz)

9 HZ)

h

6.87 (2H,d ,AB system,J

7.44 (2H,d .AB system,J

9 HZ)
7.55 (1H,d,~CH=CH-.J = 15 Hz)
[R(film) ecm™! : 3800,3200,1690,1655,1610

MS m/e (%) : 405(12.47), 161(100}



7. MR N‘—cinngmoyl-NS-(tert—butoxycgrbonyl)—snermidlne {36)
-1 E 1Y
0 El. « mpr raflue
B NH{CH H/\N IC! LW- H
oc - . i Boc-NHtCH‘)‘NH(CH‘)'HH-C
(33) . (36)

AzAY N]-cirmamoyl—NB—(tert—butoxycarbonyl) hexahydro pyrimi-
dine (33) (0.59 niu #ip 1.4729 AadWa) WLedWAUIAI MDY (5 Daddny)
wiouffumiaTazatuflqamgvieaida pyridine (0.24 Naddny wlo 2.9458 Nadiua)
war ethyl hydrogen malonate (0.82 flaafday w38 7.3645 ad @) avluesg
$1 9 ARTHIRMERITNMATECIIATLN uAY  reflux  veswaNinLfuian 12
#7109 ﬁquaqnauﬁ§1iﬂﬁtEuaaﬁqqmngﬂﬁaq | URTURIE L BELERMRER T UBB N AR
NMIRARINAUAE A TR LA MR whuea L mamlaitdnazanuiriaraa 13l om (30 fad-
an7) uidNAIE T Taa udNEItEN T AU TUBIUR (2 X 20 NaddRT) wduves
#173aza 0 AR 1T LMBOARTIA20m 3 AN YL Aoda Lemfusesmiy naee et
AEta Immean W TREAEIRRRE T LYMIMANA 12 LE L a1 e 13 Lee A u RN g
anA Az INvaaImamile  ufladenatise L Oure el Lndovseu (eususniael3
quick column chromatography oY a0 ues L fudmasaiuas s Nl—cinnamoyl—
N8-( tert-butoxycarbonyl)-spermidine (36) (0.42 niu %38 76 %) dmsexifu
HINWIER AvaBNIvRD 74 - 76 ° C

NMR(CDCLg) 0 : 1.11-1.87 (6H,m,3 X C—CHo—C)

1.41 (94,s,3 X C—CHg)
'2.04-3.65 (8H,m,4 X C-CHy—N)

6.42 (1H,d,~CH=CH-,J = 15 Hz)
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6.87 (2H.d,AB system,J = 9 HZ)

7.23~7.55 (5H,m,Ar-H)

7.60 (1H,d ,—CH=CH-,J = 15 Hz)
IR(film) em™! 3370,3330,1690,1650,1610

MS m/e (%) : 375(14.43), 131(100)

8. NILATHY Nl—cinnamoylspennldine {(32a)

TFA O

hi
@ _ 3 -
Boc-HHOCH ) NHITH b NH- PRH_(CH ) RH(CH ) HH-C
5%c-RT.

{36) (32a)

(===

L3+ trifluorqacetic acid (TFA) (10 {addn3) a3 N'-cinnamoyl-
N8-(tert-butoxycarbonyl)-spermidine (36) (0.22 niu w3s 0.5863 NEERITCY!
wionmuanvaza ufigamgdl 0° ¢ 1fluiaay 80 Wl wENIAza IS W I LML LA
aza1ueanptINIIALTY  AATeLmRINIR W HYeN e wIR L Mdpaza LU LN B
20 RWAINY) UAWINIIIL LAY LB LNGIUDABEN nﬁiﬁﬁna§§ WMUB L MR MR L ndaan
ara e Tazaty 15 % Tniduluanfuowus (10 faddny)  udafmuesradisnay
Wwaae 13l wa TR Ism TR T Aot mfussmi nveeieTe-
tRguda ivimaon uﬁa11azawu1nﬁa511ﬂLnuﬁ1§N11:tﬁﬂtﬂﬂ1ﬁﬂa311ﬂtnuamnnﬂuiﬁnwv
aRA AU TR TE Y wa vilad Ludesden LlBu MMM ALEORIuY S p.t.l.c. ResuUBy
HarTwI o weanazuan B flarisssonted L udmhazarsuan sei® Nl-cinna-

moy lspermidine (32a) (0.15 n¥u w39 99 % ) (fuvevivamilnudd



NMR(CDCL3) & : 1.34-2.01 (6H,m,3 X C—CH,—C)
2.40-2.92 (6H.m,3 X C-CH5-N)
8.21-3.53 (2H,t,CHo~N-CO)

6.61 (1H,d ,~CH=CH-,J = 15 Hz)
7.28-7.82 (5H,m,Ar-H)
7.56 (1H,d,~CH=CH~,J = 15 Hz)

IR(film) em™! . 3290(board),2940,2860,1660,1620

MS /e (%) : 275(4.17), 131(100)

9. mMiLteiey NI-(D—methoxycinnamoyl) spermidine (32b)

TFA

(a2 1=}

[+
1
¢

Arr -MHICH © HKIDH +» KH-~ V@ —.——..-—__, MH fLH ) WHICH 1 uN-
= Y \ 4. .. . os
-
C+RT. \,\@
ocn, @ ocw,

(35) (32b)

1Ay trifluorcacetic acid (TFA) (10 Radinl) sy N1-(p-methoxy-
cinnamoyl)—Na-(tert—butoxycarbony]) spermidine (355 (0.37 nu wle
0.5432 fadLm) wiensuaTazawigamgll 0° ¢ (Buiran 30 W waTazauTs
Wity edmaza ueeneineTmI$)  srinvedimadniie W Inea L wa il nde
ATAUIUINTIUER 20 HAdART) UAIMINTII LML LS UDRBDN nﬁﬁﬁﬂna?a TRTiGN
Lwawilafl LdnsnasautuEn Tzl 15 % TAmctuaTus tun (10 Raddns) uaaftm
v A AR MAae 1 ims (3 X 20 Aaddny) Twduafmupierae 13l uan
¥ RUTRIIM T AN TY L Aeda LTy ATIMS  neeien 1oL AmdR (imean  WE 13
Ara 1 nean 13 LM AN 32 1ho LB IARD 138 LIIBB RMEARN YaRA ) wiLEs 1 v L v

wind indogdou Liloum i uendIe3d pot.l.c. IREVSUBNNEN TSI LN PR
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uazupn i flmiontonten L fudwecaouanr sl Nl-(p-methoxyc innamoyl)

spermidine (32b) (0.16 n¥u w3 96 % ) 1fuvowufedindossou

NMR(CDCLg) 6 : 1.43-2.00 (6H,m,3 X C-CHpy—C)
2.54-2.94 (6H.m,3 X C—CHp—N)
3.16-3.52 (2H,t,CHy-N—CO)

3.81 (3H,s, O-CHjz)
6.47 (1H.d,~CH=CH-,J = 15 Hz)
6.92 (2H,d AB system,J = 9 HZ)

7.50 (2H,d ,AB system,J 9 HZ)

7.60 (1H,d,-CH=CH-,J = 15 Hz)

IR(film) em™! : 3290(board),2940,2860,1665,1610

MS m/e (%) . 305(0.99), 161(67.85)
10. N3 3,4-methylenedioxycinnamoyl chloride
¢] SOCI' Q

]
0 C-0H —————— f) ~C1l
(O@/\/ CH_‘C]’.r‘of‘lux <O

4#N thionyl chloride (1.37 {addn3 nlp 15.6250 fadam) avlywu
YONHANIEWING 3 ,4-methylenedioxycinnamic acid (1.50 ndu wip 7.1825 ila&
wa) M eeeeiflumfuTAIm® (3 RadAnd) Amll reflux vewaadiie
a1 5 Tl AvoasEdAe i fua  ud e e AU one L B R MRz Y
ONNILARMIIARAI AL azid  3,4-methylened ioxycinnamoyl chloride (1.56

nty nio 95 % ) 1fhuvewfadindevdou
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NMR(CDCL3) ¢ : 6.12 (2H,s, O~CHy=0)
6.52 (1H,d,~CH=CH-,J = 15 Hz)
6.80-7.40 (3H,m,Ar-H)

7.86 (1H,d,—CH=CH-, J = 15 Hz)

11. ntpdyy p-methoxye innamoyl chloride

8] 50C1

T -0H —) -C1
CH'O CH.CI..reflux CH’O

d=o

LAy thionyl chloride (1.18 Raddnl %3 13.4830 fladWw@) avhiu

UDNHANITWINN p—methoxycinnamic acid (1.20 ndy w3o 6.74157 Nadlua) M

19Aaa 1 LMAUTIEIM 3 ARdAnY) Mt reflux vewwauiRLOuL1R) 5 $2la

L | 7 [l
FAUB AN T L Fuay Ua B IHENTTIA WL L1 LI Rza uBE N LAR N TaR

ANAU 1R p-methoxycinnamoyl chloride (1.19 n¥u nie 90 % ) (Buvey

LHa Iwila LEld

12. muweIn Nl—(a.4—methyenggloxycinnamqyl)—NB—(tert—butoxycarbonyl)

hexahhydropyromidine (37)

c
1
-Cl
C@Aﬁ /EL N
»

Boc—NH(CH.).{:::PH —  Boc-NHICH ) N N-C
THF70°C-RT/12 h. L

=0

(20) . (37)

@
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ranu NE-(tert-butoxycarbonyl)—hexahydropyrimidine (20} (0.48
nfu wlo 1.8658 Aadua ) W dry THF (25 faddny) niﬁuﬂuaw1a:awuﬁqunqn
0° ¢ AN triethylamine (1.30 Aad@ny w3 9.38290 MRAWR) UATAIIATR BB
3,4-methylenedioxycinnamoyl chloride {0.28 n3u w390 1.3541 fiadWwa) u
dry THE (5 addn3) flacrometng 1 MRy o mMesestivieiisu Wdemans
azawmitiaie BNt 12 $ae figamgivee whreakeE RN INEWRD
FNRLNOUAIY THE (2 X20 f2333) widaiazaisfinis sy tne e dmtazai st
WwARp LM (30 RaddnT)  udlanemisan e udidiveaTviIARclumiue un (2 X
20 ARAIRT) ATATAIWDMAITEQTTIAARETIN (2 X 20 RaAdRI) usr ndu (20
NRAIAT) AWEAU  WEMTENHIIATAN o RARe 1Al LM DUR N T LR Tt R
Fatwfiudamt nieeianTviAmda tirean wiasazatuiasan 138 e 3 e
Lo inAaa T3] LYUBBNA BN T8RRI 32 TRUBY L wilRd Lwdpesouiilawsnuant e
38 quick column chromatography asiviendasrdismifudmmazascn N
(3,4-methyenedioxye innamoy 1 )-N8—( ter‘t—bu toxycarbonyl) hexahhydropyri-—

midine (37) (0.45 n34 w30 78% ) (Tuvesivamila L

NMR(CDCLg) 4 : 1.10-1.86 (6H,m,3 X C-CHy—C)
1.43 (9H,s,3 X C-CHg)
2.27-3.88 (8H,m.4 X C-CHy~N)
4.31 (2H,s ,N-CHg-N)

5.99 (2H,s,0—CHy—0)
6.70-7.13 (8H.m,Ar-H)
6.68 (1H,d,~CH=CH-,J = 15 Hz)

7.64 (1H,d,—CH=CH-,J

15 Hz)
IR(f1lm) em~! : 3340,2955,2890,1705,1650,1610
MS m/e (%) : 431(76.68), 256(72.056), 200(100)

1765(82.99)
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13. nﬁ];g}ﬂy Nl-(a.41gethylenedioxyclnnamoyl)~N8—{tert—

butoxycarbonyl) spermidine (38

fmt
Q n, . oeer.treiiee
loc—lutcn_».nAu-g ‘ a I- loc-HHlCH.I.HHGCkll'uH-!
S en gex
(37) {(38)

azany Nl—(a.d—methyenedioxycinnamoyl)-NB-(tert-butoxycarbonyl)
hexahhydropyrimidine (87) (0.28 niu wie 0.6493 AaddnY) Tuiaa uvaiuina-
N (5 Aadiand) wienfusuatazaviigasg@tes  du pyridine (0.10 Radan
%30 1.2986 fadWa) uar ethyl hydrogen malonate (0.72 fladini ¥iln 6.4930
MAWa)  avWoHINGY 9 FATEAMERVITEINMATBTIUTATILA UaD reflux VaIHAN
Adifuian 12 équaquauﬁ§1iﬁﬁtﬂuaqﬁqqmuqﬂﬁbq TR TR TR TG R S0
ATAWODANIWIRNITANATINAUSE TR VB L Ha WilR uﬁuaqLnadwﬂﬁﬁiﬁhwazaﬁuﬂuﬁﬁﬂaa-
Tl (30 28ddnY)  udrawmsETarateBumvea TR lumTue LU (2 X 20
faddny) W niveeE Rz BaaB TR LMW 1I8M 34 R To L A e L sy d-
MO nIB1aTvIAude LiBen W TaraeBARn Tl LmiiNN YL (v Lo nRae 13-
Jimeenmutgm TaRr A e e (edenat ez fuvesulad ndegou
Lﬂﬂuﬁuwuunﬁduﬁﬁ quick column chromatography Taudtius uesFufmazans
Al Nl—(ﬂ.4—methylenedioxycinnamoyl)—N8~(tert-butoxycarbonyl) spermi-
dine (38) (0.23 niu win 86 %) dnvewtluveufeas Bun il yamaonivan

108 - 109 ° C



NMR(CDCLg) & : 1.15-1.95 (6H.m,3 X C-CHy—C)
1.44 (9H,s,3 X C-CHgy)
2.04-3.65 (8H,m,4 X C-CHy—N)
5.99 (2H,s,0-CHy—0)

6.25 (1M,d,~CH=CH-.,J = 15 Hz)
6.73-7 .27 (8H,m,Ar-H)
7.51 (1H,d,~-CH=CH-,J = 15 Hz)

IR(film)} em™! : 3360,3320,1690,1655,1605

MS /e (%) t 419(12.65), 175(100)

14. nrinisy N1—§3,4—metgxlenedio;zcjnnamoxl2 spermidine (32¢)

|i| "rri 0
Boc-HHICH 3 MHICH . :
. TR 3 —_— WH 1TH ) WHOCH ) waieC
o°c-nt.
(38) (32¢)

AN trifiuoroacetic acid (TFA) (10 DRAARI) avlu N1-(3,4-methy-
lenedloxycinnamoyl)-N8~(tert—butoxycarbonyl) spermidine (38) (0.20 niw
%30 0.4640 Hafdiua) w%buﬂuaw1axa1uﬁqmugﬂ 0° ¢ (fuiay 30 wl uwwIAzan
F18UTE Lwe L e R MazanBeanetNe T L SCRVBNRR IR W08 L e IR
LRADATAUAULNGUBA 20 Daddny) UEIMINITL LM LB INIUBABDN nﬁiﬁﬁnﬂii un
ua@LuadwﬂﬂﬁLuaauwazaﬂu1uaﬂua:awu 15 % 1otfmlumfuo ius (10 Raddny) ud
Ao aHaNT AT IEARa 13 Lm (3 X 20 fadans) TWA NI UE a1 i ud
WROIMARARIA BN TR TS A AU T IMY nvev1e1 T Benda L wean U

Rt&ﬂbiﬂﬁﬂﬂl?ﬂlﬂuﬂ‘ﬁﬂTTtl“UL011ﬂﬂﬂ811ﬂLﬁuﬂﬂﬂﬂﬁu1§ﬂ11ﬂﬂﬂ11uﬂ“ﬂ:1ﬁu&ql“ﬁ?



wilad (w@ovseu 1dawsnmin e )3 P.t.l.c. IRUATUBIHENISWINC NG UGS

uazuan L o lonyantos LBud i azaiuuan s2ie N1-(3,4-methylenedioxyc in—

namoyl) spermidine (82¢) (0.15 n3u w30 97 % ) Huvevivamilnuild

NMR (CDCLg) &

IR(film) em™1

MS m/e (%)

1.43-2.00 (6H,m,3 X C-CHp~C)
2.45-2.94 (6H.,m,3 X C—CHo~N)
3.12-3.52 (2H.t,CH2~N—CO)

5.99 (2H,s, O~CHp~0)

6.43 (1H,d,—~CH=CH-,J = 15 Hz)
6.69-7 .27 (8H,m,Ar-H)

7.46 (1H,d,-CH=CH-,J = 15 Hz)
3290(board) ,2940,2870,1665, 1610

319(0.76), 175(59.96)
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