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In Japan, several phenethylamine derivatives such as mescaline and 3,4-
methylenedioxyamphetamine, which are hallucinogens were appointed to narcotics in 1989 and
1990. Reference standards of phenethylamine derivatives are required for their forensic chemical
analyses.

Present study was intended to synthesize phenethylamine derivatives from benzaldehyde
derivatives by a novel route improving the yield. Five narcotic phenethylamine derivatives,
mescaline hydrochloride, p-methoxyamphetamine hydrochloride (PMA), 3,4-
methylenedioxyamphetamine hydrochloride (MDA), 2,5-dimethoxyamphetamine hydrochloride
(DMA), 3,4,5-trimethoxyamphetamine hydrochloride (TMA) and their 8-hydroxy derivatives
that can be their raw materials were obtained.

The methods were as follows

1) Nitroalcohols were obtained by a condensation of nitroalkane and benzaldehydes using
sodium methoxide as a catalyst. '

2) The nitroalcohols were acetylated with acetic anhydride.

3) The acetyl derivatives were converted into nitro-olefins by elimination of acetic acid.

4) Phenethylamine derivatives were synthesized from nitro-olefins by catalytic reduction
using palladium on carbon in an autoclave.

5) In the same way, 8-hydroxyphenethylamine derivatives were synthesized from nitroalco-
hols.

Keywords —— mescaline ; p-methoxyamphetamine ; 3,4-methylenedioxyamphetamine ; 2,5-
dimethoxyamphetamine ; 3,4,5-trimethoxyamphetamine
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T I BB OIRERRBEEWE & L CERREWL
BHTHY, 1989 FRI90FEIC A XA ) > %14
DETHEREED7 2 2 FNT IV HBERIFRER
USSR T 2 iSRRI feE S e,

Z DI, R DOWFRMER TIXHHTH O R DY
BV T 572,

INL 723 FNT I EERNAREICEL T
1%, ZTNFETIZWA WAL LIHREIC L - THFZer %
INTBY, TTIZEHEZLL DRED D 5,

Rz, 3,4,5- PV A PXIRUYXTATE Fa
FEERE L TAAD ) Y 2AKT 5 HECDOWTiZ
R OWMED H’h ), 12, Y XTNVT b FHEK
Po=btuI S U EAERIGERTCT Y 72935
BAKEPART B HEICOWTELEL OHEY b
5, INLIEBWTNLTAXINLT I BT > €
S LR LT T AT FHEAD LE
B=turv 7 YHEHEARL, ZEAHRILY F
TATNI =LA TRLLTHBDT 3V EH2HBT
W3,

SR, BELIZINS 72 RFNT I U HBEKD

THARA) VIERRE, p-ANXLT Y7 2Y Iy
EEEIE (PMA), 2,5-D 2 VXS T > 728 3 v ifER
1 (DMA), 3,42 F Lo AXy 7728 308
BtE (MDA) BRU'3,4,5-F Y X X7 7243
CiEERYE (TMA) o 5 N AWz oWT, >
ZTNT e FEEEARE BRI & § 2488 Ow
THREL, INLEHFNETRLZENFTELDT
W|ET 5.

Fi2, INLT7 23 FNT IVHED B-E Fuxy
FEKE, 7= F)UPRI> 728 IV DER
Bk E 59 X EREIC, —ITRTHRELSKT S
T EDWRELALETH Y, EDLPITF 2T /-
1-(2,5- 2 A b XL 7= V)17 ase ) — L5
W ORER A XY Iv) k) icEERE L CELE,
BFEINTWRLNLH B, ZZ2T4HE, 22
> ¥EEEYE, PMA, DMA, MDA EU* TMA o 8-t
FaXxLBERIZOWTE 7232 F AT 3 v HEk
FRRICN > AT VT e FEERE BBERE L4
L, INLLHNETRL I EBTELDTED
T THRET 5.

R’ R2CH,NO, R' ~ Ac,0 R
CHO ———=> CH-CH-NO; ———= CH—CH-NO,
, OH R2 " OAc R?
la—e 2a—e 3a—e
R! H; R
33— ——> CH=C-NO, ——> CH,-CH-NH,- HCl
}2 R2
4a—e S5a—e
H, R
22— ——> CH-CH-NHyHCl
OH R?
: 6a—e
la— 6a:R'=3,4,5™-OCH, 2a—6a :R=H
1b— 6b:R'=4-OCH, 2b— 6b
lc —6¢:R'=3,4-0CH,0- 2c—6c | .02 o
1d — 6d:R'=2'5-0CH, 2d—e6d [ 3
le — 6e:R'=3,4"5-0CH, 2e — 6e

Chart 1. Synthetic Route of Phenethylamine Derivatives
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1. AR ASEEHRLE7A2FLT IV
5%/, B-t FuXi 7xRxFNT I FEAKRSED
ARk % Chart 1R L 7z, Bl X7 AT
FEBEK R HEEERLE L= b 2 T h SRS
In=tue7ra—ncHE, ZnETeF bl
724%, BEERFOGIC LD =butLr 74 L, Z
NETFUTA/FRFREMEEE L -BEMETkrE
ALTHBET 272 3F 0T 3 v FBERE HFINE
TRz,

BEFEXLT72RFNT I HFEEEKIZONT
L, = fuTPa—nApb=but L7 4 DB
L RBEDEHETERL 72,

2. HB¥E 34,5 F)AFXIRUYIXTATE
B, 4- 2 F %X ZXTNALTEF, 2,5-P 2 P XX
VEATNATE FRUP4AFLIPAXF IR X
TATE FIZEFAORTIEE, =t e X RU=
Foz g i3 eMER TR AERL:, EJ o0
RV (A7 F V), B (R=27 VA 1F

Merck &8, > W AX N (AT 7ur 7T 7H) -

BAEMEM BT o—4 NV C300 2FHALE. £0
MO REFIZ TN CHROFRGSZ 2D E FHEAL
VAT

3. EE TR 2~ 7 b L (IR) 13, HAS
I A-202 YRR EERT 2 BV T, #Edkid KBr
ek, ORI THIE L 72,

a5 (MS) 13, BEREERE GCMS QP 1000
ATRER, B2 EEREAETHEL 2, &
EEMRUTHOEEY, BABZIRE  40—100°C, 4
U ALBE (70eV, 4 A IEEE [ 250°C. ©—7
DI LI T OS2 Hniz Mt=4F4 F > E—
7, bp=Z#EEL—7,

MRS ILRZ~7 } )V ((H-NMR) &, HAEF
B JNM PS 100 (100 MHz) % Hv», #¥% CDCly
(NEBEREYWE . T+ 7 AF Ny F>) 7212 D0
(EREEEYE © T P T A F N T V) IR LEE
L7z, J%EfEIX 6 (ppm) TRL T2, ¥ 7 F ¥y —
VIFU T OBS & A7z, br=broad signal, s=
singlet, d=doublet, dd=double doublet, m=
multiplet.

AhAIZ, WIASHBRER S HIEIRE & v TRA
ETHIEL 72,

4. EBEBEAE 2=}t v-(3,4,5-FY A+ X
7 2=0)-28 /—)v (2a) DEK—3,4,5-F
)2 FXI_YZXTATE F(la) (2.0 g, 10 mmol)

2XZ/7—n10mlicE#EL, =t x¥> (3g

49 mmol) #MzZ 5°Clc¥AL, BHLLHI»LT |
Vorax by F(&ES MY 724 1.2g 52 mmol/
0ml A% /—N) 2HTFL-.

T, B8 T202MEHEL 2. ZLcER
20 ml N2 BHET 2 L RIREBRBW IR LNz,
ThicZaudrnsA20ml MR A ESTRL
72, BBEHICIZAK20ml 2 BHL 79 v kv s
20ml T2 BB, 7eoinLlEEAebe, R
FY T ATERL CBRELER 2B . ,

IELY - b ERR L THBRDSHRERS
2a #1872 (2.1g, 80%). IR (KBr) : 3470 (OH),
1548(NO,)cm™t. MS, m/z : 257(M*), 196(bp),
181, 125, 'H-NMR(CDCl,) : 6.56(2 H, s, Ar-H),
5.32 (1H, m, CH), 4.55 (2H, m, CH,NO,),
3.82 (9H, s, OCH,x3), 3.33 (1H, d, J=4.0
Hz, OH). '

1.7 b Xv2-=Fa1-(3,4,5-F Y £ F X
Tr=NV)-TF ¥ (3a) DARK 2a (1028 mg,
4 mmol) # EAKEEEE S ml IZEREL, KT, EHL
AL EBMER 1 T L 20 SRR L 72,

BB % KK, 2z 7anakibL 40
ml T 3 [mIHH L 72,

I % A bR RERAKE ST P Y 7 LAKBHT
3E, 2w THMAEKTHREREKTRERT MY 7
LTHBRLUBHET S ARSI, it
T 72— LEREREL CARNERER 3a 215
72 (1100 mg, 92%). IR(KBr) : 1755(C=0)cm™.
MS, m/z: 299 (M*), 252, 237, 210 (bp), 193.
'H-NMR (CDCl,) : 6.54 (2H, s, Ar-H),
4.40—4.90 (3H, m, CHCH,NO,), 3.88 (9 H,
s, OCH,%x3), 2.11 (3H, s, COCH,).

1= bw2-(3,4,5-F VA FXTT72=))-2F
V> (4a) DEK —38a (900 mg, 3mmol) % b
N> 100mliCERLREY ) 743g 2z 4
BRI mEGRT L 72,

REEA VT A2 AL, FGHEBMEL CHAR
R fBl, TR S NPT NI—=T D
s L TR AR SR 4a 21872 (655 mg, 919%).
IR(KBr) : 1622(C=C)cm™'. MS, m/z : 239(M*,
bp), 192, 177, 149, 'H-NMR (CDCl,) : 7.92 (1
H, d, /=13.6 Hz, CH=CHNO,), 7.56(1 H, d,
J=13.6 Hz, CH=CHNO,), 6.75(2H, s, Ar-H),
3.90 (9H, s, OCH,X3).

A Z A IEERYE (5a) DA —4a (500 mg,
2mmol) % X ¥ /— N 10ml IZEML, 5 %HEE: 10
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ml #hM2. 109%/°7 27 2/5% 125 mg % Mt &
L, A= FZ7Vv—7"4 (60atm) T4 KrfEMLET
L7z,

BT, MlEE2 2510, AWZ 700 RiLA
10 ml T2 EIPEEEL 7.

IKIGIZ 509 KERIL T+ ) T A EMZ T VA
VLT B EBEELOTINZABL TK
%, AHrE7uoRiLA20m]l T3 EHEBLZ,

MR 2 &by, WER A Y ) — VB (1ml i8R
B/5ml A% /—)v) #MZBHET 5 & Bk
B/eonr,

NnEZZ /) —N-TrRIr2LEREELTEHR
DERIRES & 5a 1572 (404 mg, 789). B, 182°C,
IR(KBr) : 3000(N*H)cm™. MS, m/z : 211(M*),
182 (bp), 167, 30. '*H-NMR (D,O) : 6.48 (2 H,
s, Ar-H), 3.84 (6 H, s, OCH,x2), 3.72 (3H,
s, OCH;), 2.88—3.08 (4H, m, CH,CH,).

Bt FuXxi A2 iEEE (6a) DAK ——
2a(710 mg, 3mmol) % * ¥ /—)L 20 ml I &ML,
59%3EER 20ml 2 M 2, 109%/%T ¥ 7 A/RFE 250
mg ZHE s L, F—F 7 v —7 (60 atm) T4 B
MR o L 72,

FOGHT 14, % A5IL, A% 7vaRiLL
- 10ml T2 BIPEEL 2.

IKJEIZ 509 KER LT ) 7 LB EMZ T VA
VLT EGBREELZNOTINESHBL TE
X, A¥WEIZ7o0R)NA20ml T3 EHHL 2.

M 2 &b, HER 2 Y/ — VB (1ml Bk
BE/5ml X5 /—)V) EINZBHET S L AaRRs
‘Boni, :

INEBLY)—N-TrrrrLEEELTHE
DEHRAE & 6a #1572 (510 mg, 709%). @i, 204 °C.
IR (KBr) : 3400 (OH), 3000 (N*H) cm™'. MS,
m/z . 227 (M*), 198, 197 (bp), 169, 137, 30,
'H-NMR (D,0) :6.70 (2H, s, Ar-H), 4.89 (1
H, dd, 7=12.0, 4.0 Hz, CHCH,), 3.81(6H,
s, OCH,;X2), 3.71 (3H, s, OCH,), 3.18 (2 H,
m, CHCH,).

2-= b u-l-7x=)L1-7 %) — 3 (2b—2e)
DEF—HET B X7 ATE FHEML (1a
—1d) 20 mmol # # ¥ /— N 20ml I2EHEL, =}
w1 7.5g 100 mmol #iMZ 5°CizwEL, &
BLEYLFI) T2 XF (BEBTFMY 74
2.3g, 100mmol/40ml x ¥/ —)) #H#HF L 7.

WTHRT %, SiET200HEEL 2. Z B
20ml ZINZBRKET B LRI EERB R L Lz,

N Z7va Rk A20ml ZMI T EDESIL
7z, AEWITIZK20ml M2 BEHEL 720k LA
20ml T2 EIFE, Z7oukLVAEEEbLEIEREL
7z, 1B NIALE MR DOHEIT T ) AT ND
Sr7aet 7774 —T, BEOBEEZLY /) —
N LERERLTHEELA, 2= el-(-2 X
7= )17 u ot J—)u (2b), Bk
(52%), IR (film) : 3490 (OH), 1550 (NO,) cm™,
MS, m/z:211 (M*), 137 (bp), 136, 135, 109,
77. 'H-NMR (CDCl,) : 7.22, 6.84 (4H, eachd,
J=8.0Hz, Ar-H), 4.56—5.28(2 H, m, CHCH),
3.81(3H, s, OCH,), 2.86 (1H, d, /=3.6Hz,
OH), 1.48, 1.26(3H, eachd, J=7.2 Hz, CH,).
2=+ v 1-(3,4- A F LA FLT7TL=0)1-7
vt/ —)b (2¢), BEMRY (78%), IR (film) :
3550 (OH), 1555(NO,)cm~t. MS, m/z : 225(M*),
151 (bp), 149, 121, 93, 65. 'H-NMR (CDCl,) :
6.81 (3H, m, Ar-H), 5.98 (2H, s, OCH,O),
4.52—5.24 (2H, m, CHCH), 3.28 (1H, bss,
OH), 1.52, 1.30(3H, eachd, /=6.0 Hz, CH,).
2.= +vl-(2,5- Y A R X7 017 a0
= (2d), A B & (95%), IR (KBr) :
3560 (OH), 1550 (NO,)cm™, MS, m/z : 241(M*),
167 (bp), 166, 139, 137, 'H-NMR (CDCl,) : 6.82(3
H, m, Ar-H), 4.80—5.48(2 H, m, CHCH), 3.86,
3.80 (6H, eachs, OCH;X2), 3.30 (1H, bss,
OH), 1.52, 1.38(3H, eachd, J=7.0Hz, CH,).
2-=Fw-1-(3,4,5-FYU X P X7 2= 1)-1- 71
2% =) (2e), B &R (85%), IR (KBr) :
3510 (OH), 1550 (NO,)cm*. MS, m/z : 271(M*),
197, 196 (bp), 181, 169, 'H-NMR (CDCl,) : 6.52(2
H, s, Ar-H), 4.45—5.30(2 H, m, CHCH), 3.88(6
H, s, OCH,%x2), 3.80 (3H, s, OCH,), 3.35,
(1H, d, /=2.8Hz, OH), 1.50, 1.37(3 H, each
d, J=6.8Hz, CH,).

1.7 b ¥y2-=tbuol.-7z=n7u>8 (3b
—3e) DA — LT E= v v, — L iEE
15 (2b—2e) 4 mmol % KBRS 5 mUC EMREL, Kb
T, L oL BHRER 1 M2 T L 20 s L
7z,

G % kAP ST, 2t Z7aakiLih 40
ml T3 BIHHL 72,

T %2 A b BRARERKE S ) T 2 KEBRT
3E, oW THEAAEK CHRIESEKTES ) 7
LTCHRE LIBT3 L mRrBoni, 1.7+t
X 2=tbul-W- A XL 7= 1T aosy
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(3b), #fMRY (90%), IR (film) : 1750 (C=0)
cm™!, MS, m/z:253(M*), 206, 165, 164, 147,
137 (bp). 'H-NMR (CDCl,) : 7.30, 6.90 (4 H,
eachd, /=9.2Hz, Ar-H), 6.21, 6.00(1 H, each
d, J=8.8Hz, CHCHCH,), 4.90 (1 H, m,
CHCHCH,), 3.82(3H, s, OCH,), 2.15, 2.00(3
H, eachs, COCH,), 1.58, 1.36 (3H, eachd,
J=6.6Hz, CH,). 1.7t F %+ 2.-=} v-1-(3, 4-
AFLIUAXT T )17y (3e), B
R (90%), IR (film) : 1748 (C=0)cm™. MS,
m/z . 267 (M*), 220, 177, 162, 161, 151 (bp).
'H-NMR (CDCl;) : 6.80(3H, m, Ar-H), 5.98(2
H, s, OCH,0), 5.92 (1H, d, J=8.2Hz,
CHCHCH,;), 4.71—5.00 (1H, m, CHCHCH,),
2.01(3H, s, COCH,), 1.58, 1.38(3H, eachd,
J=6.8Hz, CH,). 1.7t F X -2.= } v-1-(2,5-
VAFXTT7 =) 1T ey (3d), BEMRY
(94%), IR (film) : 1750 (C=0) cm™. MS, wm/
z © 283(M+), 195, 194, 177, 167 (bp), 143. *"H-NMR
(CDCl,) :6.89 (3H, m, Ar-H), 6.48 (1 H, d,
J=9.6Hz, CHCHCH,), 4.90—5.14 (1 H, m,
CHCHCH,), 3.90, 3.80(6 H, eachs, OCH;X2),
2.04(3H, s, COCH,), 1.41, 1.38(3H, eachd,
J=6.0Hz, CHy). 1-7® } ¥-2-= } v-1-(3, 4,
5-F ) XXy 7x=)0). 17 aser (3e), HEMEM
W (90%), IR (film) : 1750 (C=0) cm™'. MS,
m/z . 313 (M*), 224, 225, 197 (bp), 181, 169,
'H-NMR (CDCl,) : 6.56 (2H, s, Ar-H), 5.96(1
H, d, /=10.0 Hz, CHCHCH,), 4.64—5.02(1 H,
m, CHCHCH,), 3.90, (6 H, s, OCH,Xx2), 3.88(3
H, s, OCH;), 2.04(3H, s, COCH,;), 1.58, 1.38(3
H, eachd, J=6.4Hz, CH,).

2-= b o.1-7 2 =-1.70 3 (db—de) DA
B— LT 57 X= o7 urFER
(8b—3e) 3mmol % } /LT > 50 ml AR L ER #
V7o lg 2hn2 12 BeRmEER L 72,

RERAH ) AE AL, BUBE B L TEER
Rl IRy ) —-N-YFNT—TNh
LERERL TEANHRERZ2EL, 2=t -1
-2 FXP7z=0)1-7 0> (4b), HEEE
(89%), IR (KBr) : 1642 (C=C) cm™, MS, m/
z 1 193(M*, bp), 146, 131, 115, 103, 82. 'H-NMR
(CDCl;) :8.00 1H, s, CH=C), 7.39, 6.95 (4
H, eachd, J=9.2 Hz, Ar-H), 3.88(3 H, s, OCH,),
2.47(3H, s, CH;). 2-=}tu-1.3,4-2FLv ¥
A% 722017 aRy (4e), BERK(90%),

IR(KBr) : 1641(C=C)cm™. MS, m/z : 207(M*,
bp), 160, 103, 77, 51. 'H-NMR(CDCl;) : 8.01(1
H, s, CH=C), 6.95 (3H, m, Ar-H), 6.05 (2
H, s, OCH,0), 2.48(3H, s, CH,). 2-=} v-1-
2,5-P A Xy 72=))1-7axr (4d), HE
8 (929%), IR (KBr) : 1642 (C=C) cm™'. MS,
m/z . 223 (M*, bp), 192, 176, 162, 161, 147.

'H-NMR(CDCl;) : 8.20(1H, s, CH=C), 6.88(3
H, m, Ar-H), 3.87, 3.82(6 H, eachs, OCH,X
2), 2.40(3H, s, CHy). 2-=}F+w-1-(3,4,5-+ Y
AFXT 7220170y (de), BB
(92%), IR (KBr) : 1642 (C=C) cm™, MS, m/
z . 253 (M*, bp), 206, 191, 176, 161, 'H-NMR
(CDCl,) : 7.96 (LH, s, CH=C), 6.60 (2H, s,
Ar-H), 3.92 (9H, s, OCH;X3), 2.49 (3H, s,
CH,).

T X7 =T R BRI (5h—5e) DA
15 METE= o7 o FER (db—4e) 2
mmol # 4 % /=) 10ml IZEFE L, 5 %58 10 ml
#2hNZ, 109%7%7 27 4/kF%E 125 mg 2 fEs L,

*—F 7 v —"7" (60 atm) T 4 BRREALET L 72,

FRIG#T 1%, iz A5L, A% 7 0o kLA
10 m] T2 E#EL 2.

KREIZ 50%KER LT ) 7 ABHWEMZ T V2
VLT B ERBEELZOTINE HBL TR
X AR I7vuRiLL 20ml T3 EEH L.

Tl % A b, EER A F ) —)VET (1 ml B
B/5ml x% /—N\) BMZBHETZLABERELE
187z,

BT —N-TrIr2oBELRLTHE
¥R 2872, PMA (5b), Bfafsd (75%), B,
208°C, IR (KBr) : 3000 (N*H)cm™. MS, m/z:
165 (M*+), 122, 121, 107, 78, 44 (bp). 'H-NMR
(D,0) :7.15, 6.89 (4H, each d, J=8.0Hz,
Ar-H), 3.78 3H, s, OCH,), 3.52 (1H, m,
CH,-CHCH;), 2.81 (2H, d, J=6.8 Hz, CH,
CHCH,), 1.18(3H, d, J=6.0Hz, CH,;). MDA
(5¢), BEIBKETR (769%), Rls&, 186°C(lit. 187—188"
C¥). IR (KBr) : 3000 (N*H) cm™. MS, m/z:
179 (M*), 136, 135, 77, 51, 44 (bp). 'H-NMR
(D,0) :6.70(3 H, m, Ar-H), 5.86(2H, s, OCH,
0), 3.45 (1H, m, CH,CHCH,), 2.74 (2H, d,
J=7.2Hz, CH,CHCH,), 1.18 (3H, d, J=7.6
Hz, CH,). DMA (5d), H€#s& (809%), &AL,
109°C. IR (KBr) : 3000 (N*H)cm™. MS, m/z .
195(M+), 153, 152, 151, 137, 44(bp). 'H-NMR
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(D,0) :6.82 (3H, m, Ar-H), 3.78, 3.74 (6 H,
eachs, OCH;x2), 3,67(1H, m, CH,CHCH,),
2.88 (2H, d, J=7.2Hz, CH,CHCH,), 1.22 (3
H, d, /=7.6Hz, CHs). TMA (5e), H ik
(82%), B, 219°C. IR(KBr) : 3000(N+H)cm™,
MS, m/z : 225(M*), 183, 182, 181, 167, 44(bp).
'H-NMR (D,0) :6.52 (2H, s, Ar-H), 3.78 (6
H, s, OCH,X2), 3.68(3H, s, OCH,), 3.60(1
H, m, CH,CHCH,), 2.78 (2H, d, J=7.6 Hz,
CH,CHCH,), 1.22(3H, d, /=7.2Hz, CH,).
T 7= u ) — EERES (6b—6e)
NDAEFK—HET L=t v o) — VEFHEK
(2b—2e) 3mmol % #* ¥ /—N20mlic &ML,
5%¥EER 20ml I 2, 10%/%7 ¥ 7 /3 250
mg #fE s L, A —F 7 v —"7" (60 atm) T4 K
fEmET L 72,
FOGHT 8, iz A51L, AWz 7 kiLa
10 ml T 2 \IPEHEEL 72, _
KBz 509%KERILF M) T LB EMZT VY
NEETBEWRBEELOTINE ABL T
X AWEI7uukiLs 20ml T3 EHELZ.
MW %2 &b, B2/ — VR (1ml BiE
B/5ml £ % /—)V) 2 BMET 5 & AR %
1872,
INEZY—N-TRI2LEERELTHE
WA EL 22T 1WA Xy 722017
oY/ — UEEERYE (6b), EEiEE (60%), REM,
241°C. IR (KBr) : 3370 (OH), 3100 (N*H) cm™.
MS, m/z:181(M+), 138, 137(bp), 94, 77, 44.
IH-NMR (D,0) :7.16, 6.86 (4H, each d, J=
8.0 Hz, Ar-H), 4.48 (1H, d, /=4.0Hz,
CHCHCH,), 3.71 (3H, s, OCH,), 3.40 (1 H,
m, CHCHCH;), 1.06, 0.98(3H, eachd, /=7.6
Hz, CH,). 2-7 3 /- 1- (3, 4- A FL>¥F ¥y 7
=) 1.7 a e ) — VERERYE (6¢), BB (67%),
B, 232°C. IR (KBr) : 3350 (OH), 3020 (N*H)
cm~l. MS, m/z:195(M™*), 153, 152(bp), 137,
109, 44, 'H-NMR(D,0O) :6.75(3H, m, Ar-H),
5.88(2H, s, OCH,0), 4.88(1H, d, J=4.0Hz,
CHCHCH,), 3.40 (1H, m, CHCHCH,), 1.09,
1.03 (3H, eachd, /J=7.6Hz, CH,). 2-7% /-
1-(2,5- A X7z 1-7ar ) — LIEEE
1 (6d), Bfa%E S (64%), ALY, 215°C(lit. 214—219°
C?). IR (KBr) : 3320 (OH), 3090 (N*H) cm™.
MS, m/z: 211 (M*), 168 (bp), 152, 139, 137,
44, "H-NMR(D,0) : 6.89(3 H, m, Ar-H), 5.04(1

H, d, /=4.0Hz, CHCHCH;), 3.70 (6 H, s,
OCH, X2), 3.48(1 H, m, CHCHCH,), 1.09, 1.03(3
H, eachd, J=7.6 Hz, CH;). 2-7 % /-1-(3, 4,
-FY A XY T =017 aon ) iEERE
(6e), HfFES (719%), A, 231°C. IR (KBr) :
3350 (OH), 3140(N+H)cm™. MS, m/z : 241(M*),
200, 199, 198 (bp), 169, 44. 'H-NMR (D,O) :
6.62 (2H, s, Ar-H), 4.87 (1 H, d, J=4.0Hz,
CHCHCH,), 3.76(6 H, s, OCH,x2), 3.62(3H,
s, OCH3;), 3.52(1 H, m, CHCHCHj,), 1.09, 1.04(3
H, eachd, /=7.2Hz, CH,).
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