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Studies on Pyrimidine Derivatives. XI.1) Reaction of Ethoxycarbonyl-
acetamidine with p-Dicarbonyl Compounds
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Thermal condensation of ethyl 2-ethoxycarbonylacetimidate (I') with 2-ethoxycarbon-
ylacetamidine (I1) provided a good yield of ethyl 6-amino-3,4-dihydro-4-oxo-2-pyrimidine-
acetate (IIla). Treatment of the amidine (II’) with g-dicarbonyl compounds under basic
conditions exclusively afforded the corresponding-ethyl 2-aminonicotinates.

On the other hand, 2-(2-cyanoethyl)-2-ethoxycarbonylacetamidine (VIII) which was
obtained by the Michael reaction of II” with acrylonitrile, reacted with acetylacetone to
give ethyl 3-cyano-2-(4,6-dimethyl-2-pyrimidinyl)butyrate (XVII). Similarly, ethyl
2-(4,6-dimethyl-2-pyrimidinyl)-3-phenylpropionate (XX) was synthesized through the
condensation of II” with benzyl chloride and successive treatment with acetylacetone.

Keywords ethyl ethoxycarbonylacetimidate; ethoxycarbonylacetamidine; ring
closure reaction; Michael reaction; 2-pyrimidineacetic acid derivatives; 2-aminonicotinic
acid derivatives

1951 42, McElvain® (1 ethyl 2-ethoxycarbonylacetimidate hydrochloride (I} # =% ) —Ath7 vE =T
ETFMEL, BEPEELUCERELRE TS 2 &< 130—150° ) TRl % &, (KI5 ethyl 6-amino-
3,4-dihydro-4-oxo0-2-pyrimidineacetate (ITla), mp 206.5—207° (dec.) 2MEIR I NS & L&D, - T ORKHE L H
iz % 2-ethoxycarbonylacetamidine hydrochloride (II) @ 2 - THEAICRD T\ 5. HFE 51T ITE, K
EEREEY 2 A7, 4 6) fLIEO YY) I 9V BEED FEEER LT 5 I DIC R LR 21T - T 223,409
2037805 Eit McElvain OERRBIEEDAAYEHb O LI L, 1L 3XO%D free base (II') 1o
2 IO VAREME LTo@EAEEERR L. AR CIGERADRERS XOFEZ LA HC I wonTiTys
T RREEY —E L CRET 5. '

McElvain OB 11 & MEpET 5 © e S hTwa. 22T Tl IV Offif L i35
7T, TOFRRBIETFORREMZ . 73 Y VEAROWEECE: 12 =8 ) —Vf7 ve=7 TUIRT
5E, WIETA7 3 F, 2-carbamoylacetamidine hydrochloride DRI ET b, WZEOLEHT D CH
WChote., FT IERETANVEET, BIRFEREIC=—7 18 L free base (I') & U CHEEFEHM Lo
B, =& —AhSEOHEAT vE= T AL LCECA, I RFINELOMBCE S 2 L3 C&ER. I 115
TANVEETOREMB X v, fihs LCieEis I, mp 83°, KBIT3 5. '
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Chart 1

I DRSS (NMR) 2227 b (CDCL) iy —CHy- i35 v 7 A0 LA EBD R, £
4 o N-H e bvggEo v 74 (EAGMC X hiHE) 8L 1BO+ V7 4 7= b v (4.00 ppm,
1H,s) BEZEIRB. f-C I IEBEEE, 7 (o vBcid =7 vH L LTEELT 5 LK X

N5, BIERERMEN I © NMR 227 b Ao\ T LD bR

I @B cmeeds & 70—80° ©7 v =7 DRAENEE », 130—150° kAR IE5 LML LT & 1
BOBSERE @oRinr ot Fic I % 70—80° 1o Lhr I IHAT 5 LABMEEILT 52 0B
BORBEEILERRTH D, o ML THLEWERHRT S LR TE e ole. Fio I suexiL

T IV X OREETHD, T0—80° TIZ & A LB LA, 130° TR HMREIRILL, & @%ﬁk%%’:%

DB HBEBEEE/ORI T

chicdl, I & 11 Lo%e vBEAMY 80—90° i in#gsat+ 5 &, PZ&4E 1 hr #icE{L L McElvain
DML T B8 (IITa), mp 209.5° (dec.) AFREBTHESLIS. Ila X FNTOHHT — 228 2- Y £
VBRI L FE R, ERERT X AMKSMET 6-amino-3,4-dihydro-2-methyl-4-oxopyrimidine (I1Ib)®
KBTS, UEomER Mla 2 U & IV LOMAK X > TERTS 2 L2WRTH LD TH b, McElvain
ORERIZ, 1 o7 ve=7 0L VAR L I BRED I LIEEG LI DL BEIhAZRETHS.

Illa o4ty Chart 1 iRd path A, B @ 2 #ENEL RS, Lo L I & acetamidine (free base)
3 X O I L ethyl acetimidate (free base) DWW FhDMERIC L - Th, BERNCHE S Ila OKRITIE L.
AEENE BRI »T=DT, path A, B OFBERXHBINTSZ L3 TEAd otz

ok, I BMOBWRIY 70—80° T - BB Lh MR oWk, KR LB, -7, EElTEC
BRI ARZ PAF = XL BLRTWARL. LA LI Ob O BKEED 5\ IXEKT v € v E L INEGE

5) a) W. Traube, F. Schottlinder, C. Goslich, R. Peter, F.A. Meyer, H. Schliitter, W. Steinbach, K. Bre-

dow, Ann., 432, 266 (1923);
(1951).

N

b) A. Maggiolo, A.P. Phillips, G.H. Hitchings, J. Am. Chem. Soc., 73, 106 -
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W35 E 4-acetamido-2,6-dimethylpyrimidine (IV)® ¥ X of 4-a.mino-2-etl1y1-6-methylpyrimidine (V) 2%
hEhBons. 2 fLO7 A F A EABEAYC RSS2 b, FRWEC 2 # VEREE LRSS b s
Ty 8 LI A FAHENPBAIND Z LE, REROUGEHLEEDDMANE TR TE D, ZORE20-TIES
BENTHTETHS. ' : : |

Aminomethyleneacetylacetone & ethyl alkylimidates & OHEAD X b 5-acetyl-2-alkyl -4 - methylpyri-
midines % & 53 % St alkylimidates R E#Z2 e ) 3 © VIR AW RIIERE Sh T, alkylimidates
BHIETH=F Y Anh, BELOMYR AR LBAFSNSB. Fo T path B 2 $f W EBEEE Ao
alkylimidate #{EHT 5 HEXEHET L, IV ©OWTo, ZORIGEEMR L. La L I17 13 ethyl aceti-
midate (free base) i FI¥EICHE4 LT 6-amino-3,4-dihydro-2-methyl-4-oxopyrimidine (I1Ib) % 5 % % %
DD, ethyl 3-ethoxypropionylimidate (free base) & DGz fgks33 L <, ethyl 3-chloropropionimidate
(free base) L DRIGIETh, I/ D=7 VRERTAF AL, VI 2R CHEELLLEL bh5 ethyl
2,6-diamino- 4,5-dihydronicotinate (VII), mp 169—160°, Z VB L % Il E e -7z

Il % é.cryloni’trile EERKESTS &, 13 &AEERM 2- (2-cyanoethyl) - 2 - ethoxycarbonylacetamidine
(VIIL), mp 93°, 238 50, VI &=k, —Ahs b ) A= b o F LRI LTAERT 5555, mp 159—160°,
i OVID LSESr—F L. ZOFEL VII ofERERT 5 L3, IV k45 Michael fHIGEa%F D =
F I VIREBALC BV TEGCHETTHZ L ERLTWS. 7ok VII © NMR 227 b [(CDy),COT 1z 3sun
Tk 4,5 {17 = b 35 4H singlet (2.30ppm) WBE I 55, FLULAEICOWCTLEBRBRENE LR T
B, VII OEEFETH SO TR,

wie I & B-Un A E= M bBYEDEAERAN L. 3Tk I @AY TH5 2-carbamoylaceta-
midine hydrochloride (IX) & -2 7 AR = LAY & DEAIE OoOBBRA A IEH I TWS. Thbb
IX 11 diethyl malonate H %\ % ethyl acetoacetate L#F& LT -4,6-disubstituted 2- pyrimidineaceta,mides
(X, XI) %52 5% ot L, EEREETO acetylacetone H %\ % nitromalonaldehyde & o G CiL 2-
aminonicotinamides (XII, XIII) OAFNRE IR TNE.S1) 22T I % IX LHEEL, oS0
BB B 5 BB EERE T 5 BT, I 2T IX L@ERREREfT -k

II’ & diethyl malonate & IXFIBCEIEET, BOREEZHERTE I oI ETLTCLES> DT, 2D
A% IX LT 5 2 X TE I o 1o, ethyl acetoacetate, acetylacetone % 512 2-formylcyclohexanone
L DIEAL, SEICHET 5 20 CESCER L, FRENKET % ethyl 2-aminonicotinates (XIV, XV, XVT)
Bhxtc. XIVD XV 35 OV XV (WP b BEFUEL AW TH 550 RO ARETRLT LY 20

HN
C-CH.CH:C1

LCOOC:H;  CaH,0” _~_COOC;Hs
b o L o, )
il , OC.H; VI
lCHFCH—CN l —C:H,0H
NC-CH:CHax ,COOC:H; NaOC:H; /\_COOC:H;
HZN/"\NHZ C.H;0H " NANANE,
VI VI

Chart 2
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B — BRI LAV BAE > T, LinL 2hb kgD NMR 222 b A (CDCly) keis\ Tl
WThoHE S Ar-CH-CO- Wi T2 ¥ 77 Ani@obhishofcs binh, €V v vHRHRLTOLS
e E X B | .’ |

IX wklFs X, XI oL II’ eRlFs XIV @é)ﬂt@%@%ﬁ%*f% &oi&%fz‘oém, Tz 7 v v
ELYERTH7 I ¥ VETE, Hantzsch Ho ) o vERRICHAERENCRE2 SO L BEINDTHS 5.

DX RMBIK L, IV © afiiT ey 7 Shizgo VIII % acetylacetone & EEKET 5 & eth‘yl'\;4—
cyano-2-(4,6-dimethyl-2-pyrimidinyl)butyrate (XVII), bp 152—154° (8 mmHg) 2 & bh 5. XVII TERI
X B IKAHE T, JBER % £E\~ 4- (4,6-dimethyl-2-pyrimidinyl) butyronitrile (XVIII), bp 149—151° (20
mmHg) WBTT 5. I BE~ Y O CLE UleBaiy, VI 35 b (XIX) 2R3
z 2:75‘3"6‘%?7'%@07‘(:75:, HEEARPE RIS dcetylacetone LEE R L7cFi, ethyl 2-(4,6-dimethyl-2-pyrimi- ‘
dinyl)-3-phenylpropionate (XX) HE5 . o _

XVIL XVIII %X 00 XX 0 NMR #A~7 b (CDCL) s\ Tty WFheownTh 2 HD 2 51
RBIhD 77 6H HOREBEREZH - >—ERE LTHEIh, ThbobAWiey s O vERYES
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TR TH .
Pk, Ageh @l CHERRL %é&fﬂ&bf@°emmwumm%wmmmM(w)KO%%@%%ﬁﬁ

bt

DII o 2 5Ty IMla 2VERTS ED McElvain O#MTIERTIZAV. 1T L Z0iERyE (1)
EoEELDOEAEN Tla 0AERTHS. RUARIGE—BECZLL, YV I 2VvARCTFIHAT % kit
F BB ETHS.

2) I o EE 2 7 v v EEREKT 57 I P VEHIRE =7 vV L LCOWRERRL b, f-vrrR=11(b
EMEDRIGTIRY Y o VHEEREL 52 5 M HERT 5.

3) a fEAT Ry 78NEHAI I 07 I 2 VvENREERh, 2 BERYY I o VEBEEIERTS. oK
ik 2 R BEEREEEOCY L U VEBERE AT A —oDEL D BB LD THS,

£ B o =

Bl (79 ABMEE) BRHEE. IR ik IRA-1 (BASXE) w<llE. NMR ofiEici: R-20 (HizH)
AL, tetramethylsilane (IMS) ZPIHIAERE L LILFE Y7 M OHETR LA, BROMELEH L. s=
singlet, d=doublet, t=triplet, q=quartet, m=multiplet, b="broad. ‘

Ethyl 2-Ethoxycarbonylacetimidate Hydrochloride (I) Ethyl cyanoacetate (113 g, 1.0 mol) % #%7k EtOH
(46 g, 1.0 mol) ww#H L, K&EMT HClgas # B AL, MAISe#%. 24hr k& L, mp 95° (lit.1) mp 95°%)
oEE 7Y AR (1) & 1958 (99.7%) &5

'Ethyl 2-Ethoxycarbonylacetimidate (I) 159% Na,CO,4 (130 ml) 1=, K&#B#ETF, I(20g,0.1mol) #inx,
W UREREFER, Bilt=—7/1X 0 EH&E LT mp40—42° (1it.” mp 42—43°) o6 7 ) X4 § (1) %
12.5 g (78%) £ %. IR vy cm~: 3420, 1760 (sh), 1740. IR »E3; cm~1: 3420, 1720 (sh), 1665. NMR (CCl,):
1.05—1.50 (6H, m), 3.10 (1/2H, s), 3.70—4.35 (9/2H, m), 5.64—6.58 (5/3H, b), 7.40—7.90 (1/3H, b).

2-Ethoxycarbonylacetamidine (II') I" (16 g, 0.1 mol) & NHaCl (5.4 g, 0.1 mol) k% %K EtOH (40 ml)
g 72 hr, 50° wEH, ERK=—-FAEHRMULEREZTHIRS. HHEFRL 7 £ 0 ¥ L 9V EHHLT mp
104-—106° (lit.» mp 104°) o 2-ethoxycarbonylacetamidine hydroch]oride (II) &y A2 FE LT 16g
(94%) B%. X%HTF II(5.1g,0.03mol) % 30% K,CO3 /KWK (30ml) fhiciE@L, Ebic=—F A+ 5.

—F L BAS Y= — FA-Fill=— 52 (bp 36—45°) X » H#HE&H L C mp 83° oEEAERE (IT) % 3.0g
(83%) 5. Anal. Caled. CsH(N,O; (IT'): C, 46.44; H, 7.75; N, 21.53. Found: C, 46.04; H, 7.82; N, 21.48.
TR 2% cm—1: 3490, 3410, 1630. NMR (CDClLy): 1.25 (3H, t, /=6 Hz), 3.7—4.4 (3H, m), 4.1—5.2 (2H, b),
5.6—7.0 (2H, b).

Ethyl 6-Amino-3,4-dihydro-4-oxo-2-pyrimidineacetate (IlTa) I’ (1.6 g, 0.01 mol) & II’ (1.3 g, 0.01 mol)
LR ES, BIE 80—100° T 30min fET 5. BARFET2HEELFRL, EtOH X » B & L € mp 209.5°
(dec.) (lit.® mp 206.5—207° (dec.)) o &gtk (IITa) % 1.2 g (60%) B %. IR »55% cm~!: 3430, 3350, 1730,
1670. NMR (CF;COOH): 1.4 (3H, t, /=6 Hz), 4.0—4.7 (4H, m), 6.2 (1H, s). .

6-Amino-3,4-dihydro-2-methyl-4-oxopyrimidine (IIIb) i) I’ (2.6 g, 0.02 mol) & ethyl acetimidate (1.8 g,

'&Mmd)&%ﬁﬁ,%EV—&ME&ﬁ&?%Fm&ﬁﬁ?é MeOH X b H#dh L T mp 301° (dec.) o
ITh % 1.9g (86%) B%. IIb RHRCARLICERD Lo IR KR X VHERE L.

ii) I’ (1.3 g, 0.01 mol) » ethyl acetimidate hydrochloride (1.2 g, 0.01 mol) & %, Na,CO; (1.06 g, 0.01 mol)
T LicfEk EtOH (50 ml) winz, 3hr BRI T 2. ﬁﬁ?%ﬁw%5£&IWﬂ{%m§?% REx
MeOH ¥ v FE#H L C mp 301° (dec.) o IIIb % 0.4g (35%) &

ii) II” (1.6 g, 0.01 mol) & acetamidine hydrochloride (0.94 g, 0.01 mol) &%, Na,CO, (1.06 g, 0.01 mol) %
Vahs Lok EtOH (50ml) wwinx, 3hr MEEWT2. HiHT2#EEEFXRE EtOH %%k +5. REL
MeOH X v EER LT mp 301° (dec.) o IIIb % 0.4g (32%) B3 .

4-Acetamido-2,6-dimethylpyrimidine (IV) IT" (1.3 g, 0.01 mol) %#{A{E 80—100° © 2hr BT %. WA
#amKEEE (20ml) 2 hnk 2hr MBEE TS5, BFOMAKEMEMETHEL, HERCKEML, 3N Nay,CO, '
THEM L Ltk CHCL, $h 4 5. Na,SO, Eg#g CHClL, »HELTHELhIREY 7+ I 7 27 v~} /T

71—t l, =—FABRHTIVEORAERY =74 X VKL mp 182—183° omeashiRE IV) %
0.15g &%, IR »&% cm—1: 3400, 1690. NMR (CDCly): 2.2 (3H, s), 2.24 (3H, s), 2.48 (3H, s), 7.8 (1H, s), 8.0

OEHWIVm%ﬁ«QWLK@MQ&@ﬁﬂﬁ%k;uIR@L&uioﬂm% L e,

4-Amino-2-ethyl-6-methylpyrimidine (V) )y 117 (1.3 g, 0.01 mol) %R 80—100° < 2hr E+5%. K

14) A. Pinner, Chem. Ber., 28, 478 (1859).
15) A. Weissberger, H.D. Porter, W.A. Gregory, J. Am. Chem. Soc., 66, 1851 (1944).
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WHREKS v VB (20ml) %k, 2hr MEGRE 2. 3N NaOH %%, HRT Lhr HLEEE L+
5. CHCL; #itH L, K,CO; T+ %. CHCl; #ELTEHELWEBEY PLIF s/ 257 4 - L, -
== FABFHTLOBORIEHEE v E VI VERER LT mp 166—167° o EELHRE (V) % 0058 B5.
Amnal. Caled. C;H,; N, (V) C, 61.28; H, 8.08; N, 30.63. Found: C, 61.58; H, 8.23; N, 30.81. TR »XBL cm~1:
3300, 3100, 1660. NMR (CDCly): 1.36 (3H, t, /=8 Hz), 2.38 (3H, s), 2.79 (2H, q, /=8 Hz), 5.10:(2H, m),
6.20 (1H, s). V 1% il) Bl AR L ER L o RMRKRE L0 IR kB X VACHR Lk, '

ii) 4-Chloro-2-ethyl-6-methylpyrimidine® (1 g), phenol (1 g) H#%% EtOH (30 ml) ic 7 L, 7J<«‘%*F7 v
=27 ARBALAMIBLEHED 50° ©C 20hr K €5. RIGKTH EtOH #WELTHELRER
&% CHCl; #H L CHCl, Bf74% 3~ NaOH T¥&HEK Nay,SO, TEET 2. CHClL, ¥R LTELA
T N VY X DERER LT mp 166—167° oMERE (V) & 0.48 (46%) B5.

2,6-Diamino-5-ethoxycarbonyl-3,4-dihydropyridine (VII) Na (0.23 g, 0.01 mol) &%k EtOH (156 ml) X
D ¥ » 7o NaOEt-EtOH ¥¥ic II' (1.3 g, 0.01 mol) k. ethyl 3-chloropropionimidate hydrochloride (1.71 g,
0.01mol) Mm%, ZHE T 8hr ##3%. EtOH % ®E#% CHCl, #ili4+5%. CHCl, #%ELTELhLRE
ERVEV I DERELT mp 159—160° o VII % 0.47g (25%) B%. Anal. Caled. CgH,,N,0, (VII): C,
52.44; H, 7.15; N, 22.94. Found: C, 52.46; H, 7.09; N, 22.79. IR »%% cm-!: 3430, 3320, 1700. NMR
((CD;),CO): 1.18 (3H, t, /=7 Hz), 2.30 (4H, s), 4.0 (2H, q, /= 7 Hz), 5.00—6.00 (2H, b), 6.4—7.4 (2H, b).
VII iz 3% 2-(2-cyanoethyl)- 2-ethoxycarbonyl—acetamldme (VIII) % NaOEt TME L THLhARBEL
DEMARCE W THAGTAZD bh{, IR R—K L.

2-(2-Cyanoethyl)-2-ethoxycarbonylacetamidine (VIII) II’ (1.3 g, 0.01 mol) % =— 5 (30ml) ML,
Z # iz acrylonitrile (0.6.g, 0.01 mol) %1%, EEic 7 BEKET 2. i TELHEZFRL, =—=A-FAiH
=—FL X VEEEL mp93° o VII % 1.8g (95%) B%. Anal. Caled. CoH, N0, (VIII): C, 52.44; H,
7.15; N, 22.94. Found: C, 52.79; H, 7.08; N, 22.79. IR »%% cm~-1: 3490, 3410, 2240, 1640. NMR (CDCl,):
1.25 (3H, t, J=7 Hz), 2.52 (4H, s), 4.10 (2H, q, J=7 Hz), 4.35—4.80 (2H, b), 6.4—86.9 (2H, b). oo

Ethyl 2-Amino-1, 6-dihydro-4-methyl-6-oxopyridine- 3-carboxylate (XIV) I’ (1.3 g, 0.01 mol) » EtOH
(20 ml) ¥z, piperidine B L ethyl acetoacetate (1.3 g, 0.01 mol) % /fnx, 9hr MERKE, ZFHRCHE
LHTHI 3% #& % Fl L, EtOH X b H# & L, mp 251—252° (dec.) (lit.'V mp 242° (dec.)) o EEeHRGA
(XIV) % 0.8g (43%) #8%5. IR v om=1: 3400, 1640. NMR (CF,COOH): 1.5 (3H, t, J=7 Hz), 2.75 (3H,
s), 4.5 (2H, q, /=7 Hz), 6.3 (1H, s).

Ethyl 2-Amino-4,6-dimethylpyridine-3-carboxylate (XV) T (1.3 g, 0.01 mol) » EtOH (20ml) B
piperidine %} 2 acetylacetone (1.0 g, 0.01 mol) %%, 20hr EFERLKBELHHTIELZFRL, HHE~
v v (bp 556—70°) X b EFER L, mp 108—109° (lit.2» mp 110°) o EE RS (XV) % 1.858 (95%) B%5.
IR »$%h cm~1: 3400, 1680. NMR (CDCLy): 1.35 (3H, t, /=6 Hz), 2.23 (3H, s), 2.47 (3H, s), 4.25 2H, q, J=
6 Hz), 6.1 (1H, s), 6.3— 6.7 (2H, b). :

Ethyl 2-Amino-5,6,7 8-tetrahydroqumohne-3-carboxylate (XVI) I’ (1.3 g, 0.01 mol) » EtOH (20 ml)
7AW ic piperidine ¥ & 2-hydroxymethylenecyclohexanone (1.26 g, 0.01 mol) %k Mmz, —RERCHELR
B3 eFRL, n-~*+ vk hEELEL T mp 126—128° (1it.)» mp 127°) DEESRE (XVI) 2 1.7g
(77%) #%. IR vE3% cm—1: 3420, 1680. NMR (CDCly): 1.35 (3H, t, /=7 Hz), 1.2—2.4 (4H, m), 2.4—2.9 (4H,
m), 4.25 (2H, q, =7 Hz), 6.2—6.9 (2H, b), 7.65 (1H, s). : '

Ethyl 4-Cyano-2-(4,6-dimethyl-2-pyrimidinyl) butyrate (XVII) VIII (1.83 g, 0.01 mol) n 4K EtOH (10
ml) ¥ ic piperidine ¥ & acetylacetone (1.00 g, 0.01mol) iz, 1 BMEFECKELHE 5hr mEE
s %. EtOH %@, RELMERY LT, bp 152—154° (3 mmHg) omE A (XVII) % 1.15 g (46%)
18%. Anal. Caled. C;3H,,N,0,: C, 63.14; H, 6.93; N, 16.99. Found: C, 62.83; H, 6.94; N, 17.31. IR »¥
cm~*: 2240, 1740. NMR (CCl,): 1.15 (3H, t, J=7Hz), 2.20—2.60 (10H, m), 3.80—4.15 (1H, m), 4.28 (2H, q,
J=7Hz), 7.10 (1H, s). '

4-(4,6-Dimethyl-2-pyrimidinyl) butyronitrile (XVIII) XVII (0.65 g, 0.0026 mol) % 10% HCI (20 ml) 1
LU, B 80—90° T 3hr mMET3. RIEWE=—FA CHE L KCOy Toar v HEEL, =—F
rHli, MK KCO, THMRT S, = -7 A BELTHALhRBREYRERY L T, bp 149—151° (20 mmHg)
oFEAEKEAE (XVILL) % 0.3g (66%) B5. Anal. Caled. C,0H,,N,: C, 68.54; H, 7.48; N, 23.98. Found: C,
68.18; H, 7.72; N, 24.26. IR »J3% em~!: 2240, NMR (CCl,): 2.00—2.60 (10H, m), 2.80—3.10 (2H, m), 6.80
(1H, s). .

Ethyl 2-(4, 6-Dimethyl- 2-pyrimjdinyl)- 3-phenylpropionate (XX) II’ (1.3 g, 0.01 mol) % = — 7 - (30 ml)
s L, zhic benzyl chloride (1.26 g, 0.01 mol) #n%, =iEic<T 7hr BT+ 5. RIEERETEECT
==7 A PELTELhALREY 3N K,COy THML, =—FAfil+%. #K Na,SO, TEHRE, =-7F

16) G.W. Miller, F.L. Rose, J. Chem. Soc., 1963, 5642.
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AEBETSEECCEETS. BbhBEY KK EtOH (10 mi) e L, Thic piperidine ¥(j§ & acetyl-
acetone (1 g,0.01ml) iz, 1 BREERcHEL#% 5hr MBRRT%. EtOH 2 ¥E#, BELY=—-71
WL, =—72BAAE7rIF e/ 77 4L, == TABHBII»BOACKEE BERZL
¢, bp 123—125° (2 mmHg) oME itk (XX) % 0.45g (16%) B%. Anal. Caled. CpHyoN,0,: C, 71.80;
H, 7.09; N, 9.85. Found: C, 72.19; H, 7.13; N, 8.98. IR »2% c¢m~1: 1740. NMR (CDCl,): 1.15 (3H, t, J =7

Hz), 3.50 (2H, d, J =7 Hz), 4.20 (2H, d, =7 Hz), 4.31 (1H, t, /=7 Hz), 6.98 (1H, s), 7.32 (5H, s).

i TEIVBIC NMR A<27 b0 lELEY S eRHERFEEERFRONEOHERCERH 2L
Ed '
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