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Table 1-1

Preparation of Amidines

Anal(Caled)(®/.)

Amidine Y;eid I\fp
/o C C H N
NH -HC& (744,}‘2)12)
Ph-C-NH Me Jo0 | 225
NH -H ce (223)7
Jh-C-INH E ¢ Iy 142~]44
N -HCE (787)"
DL , 60.34 772 /409
Fh-C-NHIsoPr | 90 | 555 5551 ©
N H 1 Co (60.28) (759) (14.04)
FA-C-NHB, P9 230 ~232ﬂ
N H-Co (222~225)
Ph-C-NiTe, 100 25%250@
N 140 (255~756)
PN | g | BI5
NHHCO (2’04’”207)
~CHy Col-C-NHMel . Skl 700 1513
il s | 2oz
NH-HCo (55.54)(7.10) (/5./7)
s 5023 786 1412
PRCH:-C-NMez | 1p0 | 213~2/5
N HCQ (6045)(761) (/4./0)
/D/L',C”/\/HMe 93 /32~ /33
N P4 /134)"%’
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R-C-NHR' . NallO __, R-C-NHR’ , NalZ
NH-H L N-C4 (71-5)
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PRIRAGTH YV ESme SO . T - T - T —
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Table -2

Preparation of N-Chloroamidiries

N-Chloreamiding Yield | Mp |, - Cl Anal
NO: /o °C ppearance Calcd%)
1, 7’/1*9‘/\/}7’2 9o 74 colorless 22.84
e N e needles (22.93)
a
2 P/L“S'“NH/”/G Q) 695 | colorless 21.0]
e N C2 ~70 | needles  |(21.02)
3 M -C-NHE: 9% . Jight yellowisk| ;g 43
) ; N Ce /rould (/9-4/)
L\ PhC-NHisoPr p7 49 | colorless /794
- i N2 ~475 | needles (15.03)
!
S| PACNHB | on | S%5 | cojorfess | /424
- i N Cp ’ ~ 55 needles (14 49)
@ ; P’CHj(’éH&QN/’I[Mﬁ 005 ?4? | co/or/@gg /9. 30
’ f NtCe ~ 79 need/es (/9.4/)
7, PreC-NMe: | po | Lkt yellowrsh| /§.54
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Table 2-4
Na OH
N-Chloroamidine ° ;R’}CQNHZ
m SO 0/0 m
aq Me OH
N-Chloroamidine R.lime Product
No Rl (hr) (Yield °/)
7 Fh 3.0 3/
8 Fh 5.0 42
9 Ph 3.0 e
10 B 2.0 /9

&) The structure has not been 5?.??,“{:2!://’5/5@47"{/6%:,

(i B2i B o 1M <> 70 kE
R ASEI S A ESI TATF A A m B R
A 1 v R o HETERE < KRB L F R o
B Ao py FE . RAETE (FFG .

&

ISO PrO@ > Et0° > MeO

NH 790 F> @ N= 7RI & 56 = TLIT%
SPERIE AR TE G EFE F HE A F T GRS
)= BRI B AN Y. (2=, 2-4)

NrsnBE R &V, CaoBHRAIF, TLIX I
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Table 31 UV Spectra

S—C-R’
R-C-N_ T
NH OGN
N H

(Solvent : HyO)

R Amax ( Emax)
mea )

SMe 256 ( 32000)

R
©

®) SMe | 263(35000 )
@)

SMe 247 (28000)

Me SMe 243(23000)

OMe 278 (12500)

ety

OEt | 271(9100) "% *

SMe | 249(20000)

O

{O) OEt | 278 (12000) :
Me

MeO

MeO

NH )

OEt 263(7600) *
SMe 228(16000) 276(7500)
240(15000)
NH» O Et 267 (7100) *

*  Solvent: MeOH
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2 Table 4-1 AmiSimation

HN:c-N<STSMe+ ( RNHz Reflox HNIQ—N\’STfSMe
OMe {ir o R Feon. RN
R NH,-H (2
R Free | Amine | RTime | Yield
Amine Saft* ( hr) ( °)
H 2 T 4.0 O
Me 2 1 4.0 80
l 0 4.0 0
Et 0 1 4 0 0
2 ] 4.0 a7
*¥
N 1 0 2.5 0
ya ] 3.0 75
@ 2 1 3.0 80™
¥  molar ratio KR _
L HzN'Q“Ni_S_” SMe
*¥ amyf afcohod o I
Table 4-2
Analitical Data
Free Base 734'0*@16’
/’Q C Coled %) (Caled %)

Mol ¢ H N |l ¢ 1 N
Me |/53~4 2710 465 344D /96T 3018 2& 2570

29.59) (@.u8) (3:45) (Go.58) (2.50) (2£.9])
36 501 3189 32.53 3.07 2491
4E~h 333 o
£t |/ (33.16)(5.10)(32.23) /702 (32.29) (3.16) (25.10)

47.]0 47/ 2506 Nqp.j0 303 22.04
Bzl |/67~7 (47.29) (@ 69) (25.07) /4251;; y |(40.16)(3.17)(22.06)
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R. Mixture (10 mmol Z5-)L)

B pF O
s |
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diad £il
| #ee
fHthE (A |
£il
0.299 Al
Z RE
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, o/l .
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C oH N () (K
4606 3.86 2335
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Table 5-1

Preparation of Sulfonium salt
@
& -c-NHS Mece
1 M@
N H |
20mmol scale, Temp (15°C

No| Solvent (ml) RTime(hr)* Salt (%)

1 ether (20) 20 ( —) 52

2| CHyCl,(20) | 1.5 (10) 62

CH3CN (20) 1.0(0.3) 72

CHECN (70) | 1.0 (03)| 75 ~F4

) Uctive chlorine a//‘sap/?earecf.

Analytical Data

Mp (Caled %)
(°C) C H N
183~3.5 4927 575 /290

(49.88) (6.05) (/2.93)
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Table 5-2
~ Spectral Characteristics

|Sulfontum Chloride] Ylid |
(r NH 3250, 3100 | 3300
(crnl)  C=N /650 /510
UV Armax(mp) 239 239
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Table 5- 6 @C_ﬁ_gMe
Acyl Derivative \ "Me
, C-R
0
r | Yield | Mp Anal(Calcd )
(%) (°C) C H N

Me . 60 [14~]16

59.60 6.0/ /2.5/
(59.43) (6.35) (/2.50)

Q) | 66 |/18F~/90

8§7.36 570 9.70
(67.58) (5.67) (3.55)

Me@ 54 |/72~/73

5783 6.3 9/0
(686.43) (6.08) (939)
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Table 5-7
Spectral Characteristics of [II]
"R:=Me | R=(9 R={oyMe
IR(cm 1) |
v C=N /600 /570 /550
V(C=0 /620 /500 /590
Uv (mp)
MaOH Amax 230 245 25|
Emax | 000 )1 700 | 8 600
NMR (ppm) |
TMS  CHiS 2.72(S) 2.9/(s) 287 (5
= 717 ~775(m)
@C N | }7?0“'8./5(177) }7/3~’Z%(m
R -C=0 2.02 (S) 033 (s)¥
/N\QS,MG‘ ] ’ *® P}etkaflyrotons
9 (l:/'m‘S“‘Me B8] ok
N\;'(:‘}O@S

R

Overall Structure
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