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2Fobe] 2k (Squaric acid) @ vl obdd FEA(2FH) ok MAle] E3FE(7:39] FFHAA 7tE FFAIA
7

s F AE B S5 AAS WdA wes SAAT. My 2AS Reer AlFHste o3 Ax
HA4E& Ax AFoly el MAE A3

FAE aFolE MAE SA4 AZ2vetel] &A1 F wb-g-qo FAA (NaBH)E A A3 2ol A 2F ot
Q1 Ao AMzo] ~dE wj7hA| g AE Fol = v & A H7tete] kol SUAE AA
BalA 7 3, 7t Axste] &A1 A W F AEd 24S A9 AzvtEaYy(2yst A, Afe: o
ZRIRYeEHP o T FAstY T nAE dEvHGE; 83 ~ 87%).

Ao Fola 1,3-R2-(d-NN-telldotr i d) A F ol Q& a2 el §Ao] ARl F, TAERA
SAEE o= g EFE NG AA T Aol AUk § ¢ wykging, et Azt BAIE AA
g F HEE 2HS Y IRy dest A, e dEE2veh)He R B AA S F4
o] IAE = (FE; 48 ~ 50%). F22 FEA 3—%11 2,4-9] 2~ (4-N N-tjol do}r] = H d)-2-A| F 2
Fel2S taz2det S0 A7 &, o}t s AA3] AollA Hr7het & o wnksio), 7ok A
z&te] LA AAN W T A2d 248 A9 azvEayy2dgst A, AL fgEFEade)ios B
gate] 7] Fol 712 AtsAA AN A (s 19 E]E S (T8 55 ~ 67%)
[9H&-2] 1]
MR R @]
HO OH R, &R
o ) — 0004
o 0 RE RE
o
]
l NaBH,
] R Q Ry
R N POCl, R, O N
N RO N ) S
RE H RQ H
| OH
1 R-NH,
o) Ry
R‘] N "O"
N '<ii’} *Q'} Ry ——
Ra H

7] v 1AM, R Ry B Ry G~Cie dd 7ol

Zu g A7) wg2o A vl e Abs A @ AI7MR| = B dHEapEe] 936te] Applied Chemistry, Vol.6, No. 1,
May 2002, 352-3559}, Applied Chemistry, Vol.7, No. 2, Oct. 2003, 659-6629] o|n] FA| % v} JJomz A
At Az 37 €& 7122 S,

v

71 geky 1= BAE = AFeke]l Shgheel 9lof, 53 wEAd dgte

3-m| e obr] 1=-2, 4-H] 2 (4-N N-t] ol D o} s v d ) 2~ Frot 2 9,

o

3-olldopr 1=-2,4-H] = (4-N N-t] o D opm]| =3 d ) 2~ Fhob | 9

—FEopr] -2, 4-H] A (4N N-t] ol D ofv] e ) 2 Frof 2] ],
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<52>
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SS=50dl 10-0756068

3-mgo}ln) =-2 4-H] 2 (4-N N-t] - o}u] = d ) 2~ F o}z 2l
3o "ol -2 4-H] 2 (4-N N-t] - ol =g d ) ~Folg el &

3-3-Elo}n] -2 4] 2 (4-N, N-v] P & ofv e ) 2ol ) Fol A Aue Ao,

®ouge] whe Ao}yl Eh v,
ool e S 0 WG] Satel 24T 1% AR AUAT AR olslol ke S8, 5 7o)
A ZdE, $U98 AF0e, HESY 288), A4 A4, AU AL AT A4 AHLE 5
Eye g0l Aisath.  E@, 7@ NS ANE TEAA FATAAE L AATA Bas, A
A 2 Bl weE, WA L WP 5o BAo] $5d AF TANA FF Ma ARE 9L 5 9
2iet.

EE, B odge] 2okl Ak FEFAE BU1B A §ES Hiel, HFAAE Fas A A
B, daadve FEFAR, FN9Y = FANGGN A B Andol AN delA AgEa
A, 24F 23S GAS] A% ARZAE §850

AN 1: 3-22 22,41 2-(4-N N-r] o Dot o Y)-2-A| S 2R AL T4

Fo| 1 1,3-H] 2~-(4-N,N-t] o dopn| - d ) ~Fo}# ¢l [Applied Chemistry, Vol.7, No. 2, Oct. 2003, 659-662
=

4a1] (0.38 g, 1 mmole)S HER2We 5 ml &Aoo &3rZ] &, TAXE A SAST2Eo|= (0.16 mg, 1
mmole) e} ¥ (6 H-g) EIL NS A3 F2o A Hrret & 4A7F o muksilo). et Azdhe] &
AE AAS A ANEd 24 A9 aEvtEeadI(des 2, A8 gEE2dve)ges 2 AA st
o] Ao A= 48%«4 FEE dJ. Mass Spectrum (FAB): found M = 396; required for CoyHaoN,OCI1, M

= 396. FTIR (KBr): 1747 (C=0), 1603, 1515 o

HONMR (300 MHz, CDClo): 1.18 (m, 12H), 3.34 (m, 8), 4.75 (s, H), 6.60 (d, 2, J=8.5 Hz), 6.69 (d, 21,
J=8.6 Hz), 7.2 (d, 2H, J=8.6 Hz), 7.83 (d, 2H, J=8.8 Hz).
AAA 20 3-F22-2,4-WE(UNN-HFEobr| e d)2-A| 2 2R A2 §A4

Folz 1,3-°]2=-(4-N N-t]F-=olu] = d)~F ol 2l [Applied Chemistry, Vol.7, No. 2, Oct. 2003, 659-662
3] (1.2 g, 25wmekzqiiiﬂﬂ10ml%ﬁﬂ SN F, EAELRA SAFEZHO)E (0.4 mg,
2.5 mole) 9t F e (12 &) EFENE AA 3] oA A7Fgk F 4A17F o wykstQitt. e Axst
o AE AAN A F HAEE 2SS A A2 EIHIA A A, AAE: dEEEMeE)He R e
AA st FAol uAE 50%9] FEE LA, Mass Spectrum (FAB): found M = 508 required for
CsoHisN-0C1, M = 508.

1

H NMR (300 MHz, CDCly): 0.96 (t, 12H, J=7.1 Hz), 1.34 (m, 8H), 1.56 (m, 8H), 3.28 (m, 8H), 4.70 (s,
H), 6.61 (d, 2H, J=8.8Hz), 6.65 (d, 2H, J=9.0Hz), 7.18 (d, 2H, J=8.7 Hz), 7.82 (d, 2H, J=8.9 Hz).
AAd 3: 3-mEobu| k-2, 4-H| 2 (4-N N-H o D opw] s ) 2 F o} 1 €] Y

3-ZF22-2 4-°H] A(4-N N-t]odolm =3 d)-2-A| Z 222 (0.16 g, 0.4 mmole)S TFZ2Z et 7 ml &N
LA 71 &, wEolwl (0.062 g, 40% HEFS T8N 0.8 mmole) S A A3 AoA H7te T 4xzF o Wkt

At At dxdte] §AE AN W F MEd AAS A ARvtEIRAE A, AE: " S
zzve)ior o AA F di7] Tol 7= ASAA A uAE 6290 FEE AU Mass

Spectrum (FAB): found M + 1 = 391; required for CyslsNsO, M + H = 391.

'HONR(300 MHz, CDCly): 0.92 (t, 12H, J=7.2 Hz), 1.35(m, 8H), 3.13 (s, 3H), 5.50 (s, W), 6.60 (d, 2,
J=8.2 Hz), 6.75 (d, 2H, J=8.2 Hz), 7.20 (d, 2H, J=8.3 Hz), 7.70 (d, 2H, J=8.6 Hz).
AAA 41 3-ol " obr]| -2, 4-¥] 2 (4N N-H o D opr] s @) 2 F o} Q1 o] A
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3-F 222 4-0] 2~ (4-N N-t]o| ol w5 d)-2-A FZHNL(0.16 g, 0.4 mmole)S TZZZWE 7 nl £
L2171 F, ool (0.05 g, 0.8 mmole) S A4 3] AolA H71gk & 4x3F ] wHESFAA T}, e Az
sl SAE AAN W T AEd 248 AY aZ2vtEadd Ayt A, A8 gEE2deh)Hoe s g
A 5, t7] Tl VIR ASAIA FAY] A FE 639 FERE LU Mass Spectrum (FAB): found M
+ 1 = 405; required for CoelsNs0O, M + H = 405.

1

H NMR(300 MHz, CDCls): 1.14 (m, 12H), 1.21(m, 6H), 3.33 (m, 8H), 6.60 (d, 2H, J=8.4 Hz), 6.66 (d, 2H,
J=8.3 Hz), 7.24 (d, 2H, J=8.5 Hz), 7.73 (d, 2H, J=8.9 Hz).

AAd 51 3-FE b k-2, 4-H| 2 (4-N N-H o D opu] s ) 2 F o} 19 4

3-Z22-2 4-0] A 4-N N-to] ol e d)-2-A Z 2R (0.4 g, 1 mmole)S YIZEWE 15 n] EAo] &

A7 &, YEolwl (0.15 g, 2 mmole)S A3 oA A7Fst & 47 f mukslgt), 7Hel Az 3ho]
SAE AAYN A F MNEE 248 2y A2vEad9 g A, e gE2EqehHos Fa AA
T, 7] Foll F7IR ARSAIA A IAE 67%2 FEE AAULE. Mass Spectrum (FAB): found M + 1 =

433; required for CogHsNsO, M + H = 433.

I NIR (300 MHz, CDCl3): 0.84 (t, 3H, J=7.2 Hz), 1.15 (t,12H, J=7.9 Hz), 1.35 (m, 6H), 3.30 (t, 8&H,

J=7.1 Hz), 5.75 (s, H), 6.66 (d, 2H, J=8.4 Hz), 6.71 (d, 2H, J=8.2 Hz), 7.1 (d, 2H, J=8.7 Hz), 7.4 (d,
2H, J=8.8 Hz).

AAd 6: 3-Hdobr] -2, 4-H] & (4-N,N-T F- Dot s d) = F ol 1 9] A

3-FEE-2 40 2 (4-NN-T] 2 o}pm| 3| ) -2- A F 2R e (0.15 g, 0.3 mmole)S HAZZWeh 7 ml &
A7 F, vEolwl (0.047 g, 40% WlERE 8N 0.6 mmole) S A3 Aol H74eE F 44 o ksl
Ak, e dxste] EAE AAN A F MEE A4S A9 AR EIHA A A, AL OF
2RYeEHP o T HA F, U] Fol VR AASAA FAe] nAE 559 FEE AU Mass
Spectrum (FAB): found M + 1 = 503; required for CsHigNsO, M + H = 503.

H MR (300 MHz, CDCly): 0.97 (t, 12H, J=7.3 Hz), 1.25 (m, 8H), 1.60 (quint, 8H, J=7.2 Hz), 3.32 (t,
8H, J=7.5 Hz), 3.49 (s, 3H), 5.3 (s, H), 6.67 (dd, 4H, J=9.5 Hz), 7.47 (dd, 4H, J=9.5 Hz).
A 70 3-o Eobu| k-2, 4-H| 2 (4-N N-T| F D opw] 3 ) 2 F o} 1 €] 4

3-F22-2 4-9]24-N N-g R o e d)-2-A| FZ2He- (0.1 g, 0.2 mmole)S HIAZZWE 7 ml &
g7 F dEolwl (0.026 g, 0.4 mmole)S A3 Ao A H7F3E 3 4A7F B wwke T, et A
z3te] EAE AAN H T AEd 24S A7 ARvEaH (P A, A8 gEEEdE)os &
g A %, 7] Foll VIR ASAIA FAY LAE 60%S] TEZ LU Mass Spectrum (FAB):
found M + 1 = 517; required for CsHsN:0, M + H = 517.

I NIR (300 MHz, CDCl3): 0.93 (m, 12H,), 1.11(t, 3H, J=7.2 Hz), 1.32 (m, 8H), 1.53 (m, 8H), 3.24 (m,

10H), 5.45 (s, H), 6.6 (d, 2H, J=8.7 Hz), 6.64 (d, 2H, J=8.6 Hz), 7.08 (d, 2H, J=8.7 Hz), 7.35 (d, 2H,
J=8.6 Hz).

AN 8 3-FEobu] -2, 4] 2 (4N, N-T) F P o} s ) 2 Foh ¢l €] A

FERE-2,4-0] 24N N-T)F ol oo d)-2-A| S22 H &2 (0.76 g, 1.5 mmole)S T AZZWE 30 ml £

o &ajA7l & FEeolwl (0.22 g, 3 mmole)S A AT Ao A7 13 T 4A1ZF ¢ wHbEGI T}, et A
z3t SAE AAN H F MEH A4S A9 AZ2etEad9 @zt A, e gEERvE)Hoes
g AA T, giy] Fo F/E ASIAA AN TAES 60%9 &= It Mass Spectrum (FAB):

found M + 1 = 545 required for CsHsuN3O, M + H = 545.

' NMR (300 MHz, CDCls): 0.82 (t, 3H, J=7.2 Hz), 0.94 (t, 12H, J=3.2 Hz), 1.34 (m, 10H), 1.54 (m,
10H), 3.23 (quart, 10H, J=8.9 Hz), 5.5 (s, H), 6.59 (d, 2H, J=8.6 Hz), 6.61 (d, 2H, J=8.6 Hz), 7.1 (d,

_8_



5}

[<)

g

10-0756068

s==4

grron d4 A

=t}
=

=1
=

g

el 9l 5

+

A

8.6 Hz), 7.38 (d, 2H, J=8.1 Hz).

2, J
ERA A
= 1]

wu.w il B 2 7 B o T I S R )
X D o o o — =1
b » <D W] W
S
S N ||| OO
ol O | © | W | | O
+
..o
(T T B B
| ® | T | o
(32}
x E: e A e 1)
z—> = | ok |3k | ok
.
~N
(1
C - g B A e
_ = T | o | ok | ok
—Z
14 x
w | © |~ | w
TIT|NT|T
< |Ix | x| %
I I I I e

71 A 3 WA el A 7

<69>

<70>
<71>
<72>

o]

o
o

To
i
X
__o_l

]

(D

<73>

<74>

jozel

wjr

B

(2)

<75>

20 e At

-
It

o

=]

o] o}

o

(DMF) ©] v}

=

Fojvio]

Ao o, A

Y
X

HEzzdd, feg, frd

L

L

<76>
<77>
<78>

)

o) ]

&

o]
e



S=50dl 10-0756068

[% 2]
2 54 a3 =54
1 O =71g23)
B A A EERAT | em (o) [RERR) g, iy
&) = nlo] =
AAd 3 643 326,400 148-150 - - ++
AAje 4 656 387,000 154-157 +- + ++
A4 5 680 350,000 158-161 ++ + +
Al 6 663 390,000 166-168 ++ ++ ++
A4 7 670 373,000 155-158 ++ ++ ++
A4 8 690 351,000 167-170 +H ++ ++
=7 630 360,000 288-290 +- - +
<79>
<80> 47 & 2004 debdl miel o], AAle] 3 ~ 89 AFolEdl HFES HAWFFIF F9o] 643 ~ 690

ol W, ZEFAS 326,400 ~ 390,000 Lmol cm ©F S5 FHEZ AAAH, 7)F] Ma wrh oo o

-
galgol Fee Hastar,

<81> o gl A wheh o], & el w}f—— At =Foteel SiEe Hog5od 9ol 630 ~ 700

3k &aidol ot 71%94 371 UHXJH A5 ofelel A eS Fshs P 88730l 8 .

weba], 2 EHe] mE A7) sk 12 FAE= AFot ] seges Sl e e A lens
B A 2 AeEe Ak 5 oY el A S8l 7hssttt =, 2 e 2ol A B
71E 2 ARAGA 2H ) oA ZHE, w8 BE(HEE, AESA 2d8), 494 AxAR, oA A7t

%2> EE, B oyl Sakt AANA ARPES Foe] 1EE, W L UY B BHol 95 P4 MNad
o golsl 9 + Atk
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