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'H NMR (400MHz, CDCls) & 1.11 (br s, 3H), 1.25 (br s, 3H), 2.37 (br s, 4H), 2.91 (t, J
= SHz, 4H), 3.23 (br s, 2H), 3.52 (br s, 2H), 4.38 (s, 1H), 7.31-7.33 (m, 2H), 7.41-7.43
(m, 2H), 7.47 (t, = 8Hz, 1H), 7.75-7.79 (m, 1H), 8.06-8.09 (m, 1H), 8.30-8.32 (m,
1H).
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'"H NMR (400MHz, CDCL;) 1.06-1.16 (m, 3H), 1.17-1.26 (m, 3H), 1.44 (s, 9H), 2.28-
239 (m, 4H), 3.20-3.31 (br s, 2H), 3.37-3.44 (br s, 2H), 3.48-3.58 (br s, 2H), 3.60-3.70
(br s, 2H), 4.12 (s, 1H), 6.51-6.55 (m, 1H), 6.72 (t, J = 2.13Hz, 1H), 6.79 (d, ] =
8.17Hz, 1H), 7.06 (t, J = 7.46Hz, 1H), 7.29 (d, J = 7.82Hz, 2H), 7.43 (d, J = 7.82Hz,
2H).
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'H NMR (400 MHz, CD;0D) & 1.01 (t, J = 6.93Hz, 3H), 1.14 (t, ] = 6.54Hz, 3H), 2.98-
3.08 (br s, 4H), 3.12-3.19 (br s, 3H), 3.39-3.48 (br s, 6H), 3.64 (s, 3H), 7.22-7.28 (br s,
4H), 7.34 (d, T = 8.01Hz, 1H), 7.69-7.73 (m, 3H). Found: C, 54.03; H, 6.79; N, 10.00.

C,.H3N,0; x 2.7HCI x 0.6H,0 has C, 54.00; H, 6.78; N, 10.50%. [a]° = +6.3deg [c
0.53, MeOH].

V= o) (0[5 S (siadd DB M) — €} = R)] - e (V) Japasl) oS al
@l S Jiid [dfise (J

0
/') éwf o e J\N/I‘LGME
> 21
N
)

N
H
a5 AL Hhall gLy (Jse e 0, o ¥,0) (2 0) T sl S pall pladfialy 485 o
call L% A Ct_'u‘\ Z_L\..a.a; (—> \,00 H.G d‘,_m;.“ ?_.5 (\) c_\S_)A.“ ‘53 \.@.i.u:J
(Uiesil— YYo= J S HPLC) (el £lall %4V e S :(Uie U YYo —HPLC)

%39 (e Sl

\o
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'H NMR free base (400 MHz, CDCl;) § 0.99-1.29 (br s, 6H), 1.59-1.79 (br s, 2H), 2.25-
2.43 (brs, 2H), 2.88 (t, J = 4.69Hz, 4H), 3.16-3.32 (br s, 2H), 3.43-3.59 (br s, 2H), 3.76
(s, 3H), 4.20 (s, 1H), 5.30 (s, 1H), 7.11 (td, J =7.23, 1.37Hz, 1H), 7.21 (t, ] = 7.42 Hz,
1H), 7.23-7.28 (m, 1H), 7.28 (d, J = 8.40Hz, 2H), 7.38-7.42 (m, 1H), 7.43 (d,J =
8.20Hz, 2H). Found: C, 51.43; H, 6.28; N, 9.35. C3sH3,N403 x 3.8HCl has C, 51.19; H,

6.41; N, 9.95%.
=V o) (s [Jsisa S (sisel B )] — 8} = R)] = JAY 2(A) dapasl) S 5l
laly S Jaid [die (

—) &y yhall ¢ iy (Use e 1,10 cama 0F0) (0 ©) apurgll o pall aladiualy 4ila5 3
i alayghg sl Jfi — claysd 5o dise dhadd aae (V) @S Al (G lghiay
—a St :(is s YVo — HPLC) ol %V zU dpas (aaae ¥4 o Jganll

%39 e S (e 5l YV0 = 8 HPLC) (Jsuall &) %49

'H NMR free base (400 MHz, CDCl3) § 1.02-1.27 (br s, 6H), 1.30 (t, J = 7.13Hz, 3H),
1.64-1.75 (br s, 2H), 2.28-2.41 (br s, 2H), 2.88 (br t, ] = 4.69Hz, 4H), 3.16-3.32 (br s,
2H), 3.43-3.59 (br s, 2H), 4.17-4.23 (m, 1H), 4.21 (q, J = 7.03Hz, 2H), 5.30 (s, 1H),
6.65 (br s, 1H), 7.10 (td, J = 7.42, 1.37Hz, 1H), 7.21 (t, ] = 7.71Hz, 1H), 7.23-7.28 (m,
1H), 7.28 (d, J = 8.40Hz, 2H), 7.39-7.43 (m, 1H), 7.43 (d, J = 8.01Hz, 2H). Found: C,
54.19;H, 6.91; N, 9.94. CysH34N40; x 2.9HCI x 0.6H,0 has C, 54.09; H, 6.92; N,
10.09%. [a], =-5.0deg [c 0.52, MeOH].
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V) {058 [ 5008 (el Jid 1] =€) = (R)] —F Jiigw 534 2(3) dapmn sl Sl
bl S diigd [Ufise (da Y-
o
-
] §

£
N

(J

N

H
?St,i:d\ 253_)&.3\ tmjj(dy‘;‘a e c&n\‘“ ~) (u O)Lg.m}“ c_\S_)A.“ e‘mb@;ﬁeﬁ
a3 .l s 50l Jiim g5 — clegsh g sl e Jlasiaad g o)) S el (b ehias
L)._A).\Ji (_)in).:\_n Yyo —HPLC) il L%AA Ct'uja.\gm; R Y1o LA“’ J gl

%29 e Sl i(Jie gl YV0 = NS HPLC) (Jgall o lisd) %44
'H NMR (400 MHz, CD;0D) & ppm 0.89 (d, J = 6.64Hz, 6H), 1.00 (t, J = 6.83Hz, 3H),
1.13 (t, ] = 6.93Hz, 3H), 1.80-1.95 (m, 1H), 3.10-3.21 (br s, 4H), 3.25-3.35 (br s, 6H),
3.38-3.48 (br s, 2H), 3.82 (d, J = 6.64Hz, 2H), 4.48 (s, 1H), 7.09-7.17 (br s, 1H), 7.19
(d, ] = 4.88Hz, 2H), 7.29 (d, ] = 8.01Hz, 2H), 7.58 (d, J = 7.81Hz, 2H), 7.69 (br s, 1H).
Found: C, 57.52; H, 7.29; N, 9.94. CyH3gN,05 x 2.6HCl x 0.1H,0 has C, 57.58; H,
7.30; N, 9.95%. [a]y =-7.2deg [c 0.53, MeOH].
S e —Y) 8] {di [ 508 (sl S )] —8} = (O}~ diise 3(1) Sl

tenbl S i {diisa [ =Y = 0n)lom (U

&
pasel
- s o
ol

.

e
o Y aaa Yo 0) (1) dapu gl oS pall Alz) o o ¥ Aman iy 5Spa B8 B

(d)——‘g;h v, 9¢ (aa \V~)ewl§ﬁgﬁ\iﬁ)5:\§h'a‘\ éﬂﬁ&_ﬁj(da ~,‘\)DIVIF‘55(LJ)A
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2 Ve W delith s o5 (Jse e 1Y el 50Se 0A) A e B g5 Y s
Olize 58lS (gla b el LY casty . rmisa T il cunt o 38 5 o8 8 AL Y 0 5]
el e aalg e ja el ary g dandie ke p g0 e Sl S e 2alg e Ja phadiuly alud g
DAL o 38 g Anpd g Aila ¥ g g iy S pladiuly g puasll ) ghall cauiad o5
Joiliipe %% aladiuly Luadiill Liall g 3o il ya silag S (o Ll aayy . paide hainin
7 Aluas (HCI L) pae VOV) (V) @Sl o dgeanll o5 e 5518 gl A
— N SWHPLC) gl eliill %49 (e ySh (Jiasils YV 0 — HPLC) ol (%A

%39 (e Sl (e gl YO
'H NMR (400 MHz, CD;OD) & ppm 0.98 (t, ] = 6.54Hz, 3H), 1.11 (t, ] = 6.74Hz, 3H),
3.07-3.17 (br s, 4H), 3.28 (s, 3H), 3.27-3.34 (br s, 3H), 3.34-3.56 (br s, 6H), 3.57-3.62
(br s, 3H), 3.61 (s, 3H), 5.08 (s, 1H), 7.10-7.21 (br s, 3H), 7.28 (d, ] = 7.81Hz, 2H),
7.58 (d, J = 7.42Hz, 2H), 7.67 (br s, IH). Found: C, 52.29; H, 6.95; N, 8.49.
C,7H3sN.O4 x 3.5HCl x 0.6H,0 has C, 52.22; H, 6.93; N, 9.02%. [a], =+7.8deg [c

0.51, MeOH].

[0S (sl 03 ] —£ (V= 0w B —8) = (5) =1 e £(Y) S0

O,

b

N

tlaly S diid (e {Jsid

\"""’\m»’—'\

O 30518 63 =Y 6 i (s e 1103 cpma Yor) (1) dapusll S5l 0 sl )
104) agaall gy s U Gl (Lo b} a4 all 5 ) a Aa 0 ie (Je VYY)

Lo VA aae £01) pgaguall 338 551 S sl (515 (e Lo 1YY el 5 S
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Aot 32 Jelitl) Jagds (alis 23 . (Use oo +,09 ¢ i) 5 )Sue YY,Y) it (e g (Jse
¢ s elld aeyg ole aaly o oyl Jud iy . lise 58S (g1 aladiuly 48s% o5 5 AU
p 3 e iy ladiuly (5 gl ) shall Chudal o5 Anpiia 4la o 920 gea Slig S 2al
IPEDE T EDPY QU o ¥ JEVIPRVET 0N IR L FUR PR TP PRENE. S PR I D
e Jg—anll a5 Gl Sa 9,408 (gl (B Jgile %o M %€ aladiuly e il Lduaill
O ;S0 :(sie 53 YV0 — HPLC) £l (%AY U dpas ane YY) (Y) Sl

%39 (e Sl :( e 5l Y10 = < HPLC) (fsadall ol (%A
%. 'HNMR free base (400 MHz, CDCl3) & 0.91 (t, J = 7.32Hz, 3H), 1.04-1.25 (br s,
6H), 1.32 (sext, J = 7.48Hz, 2H), 1.47 (br quint, ] = 7.23Hz, 2H), 2.35 (br t, J = 7.03Hz,
2H), 2.38-2.73 (br s, 8H), 3.15-3.34 (br s, 2H), 3.42-3.61 (br s, 2H), 3.76 (s, 3H), 4.21
(s, 1H), 6.61 (s, 1H), 7.11 (d, ] = 7.42Hz, 1H), 7.18-7.31 (m, 4H), 7.37-7.46 (m, 3H).
Found: C, 55.45; H, 7.49; N, 9.07. CysH4N;0; x 2.9HCI x 1.1H,0 has C, 55.48; H,
7.50; N, 9.24%. [a]y =+10.3deg [c 0.52, MeOH].

= )l Jity —£) {Ji [duis S (siaed Iy )] — £} = (S)] —F e () Sl
¢l S Jid [Jfie (3 )

Ol a9 =) g (Js—o Lo £V ana Yo o) (1) Jopa gl S pall aladiuly 4@las o5

a5 (V) Sl 8 a5 &yl g lils (Jge ole ¢, 1Y ¢ 5 Sua VOLA)

<]
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Cy—a _).\_ﬁi (_)'.'\___A JEU Yye —I—IPLC) Ll L%YA Clﬁ.ﬁ!:t.‘:\.m (ada Y AY ‘;\5 dy.a;l\

%39 (e ST o(asili YV0 = N S HPLC) S geal) o1l (%44

'"H NMR (400 MHz, CD;0D) 5 0.86 (t, ] = 6.71Hz, 3H), 1.01 (t, J = 6.83Hz, 3H), 1.14
(t, ] = 6.64Hz, 3H), 1.23-1.36 (m, 4H), 1.61-1.72 (m, 2H), 3.05-3.13 (m, 3H), 3.13-3.20
(m, 3H), 3.33-3.49 (br s, 6H), 3.50-3.62 (br s, 2H), 3.64 (s, 3H), 4.86-5.06 (br s, 1H),
7.18-7.29 (m, 3H), 7.32 (d, J = 8.01Hz, 2H), 7.63-7.74 (m, 3H). Found: C, 58.52; H,
772: N, 9.25. C20Hi2N40;s x 2.5HCI x 0.5H,0 has C, 58.56; H, 7.71; N, 9.42%.

[a] = +13.5deg [c 0.49, MeOH].
— olon arae —£) {disd [ X (sisdd J&) )] €} = (S)] =7 Jiise 2(£) Sl
foslaly S i [fisa ()

S S
TS,
.

g

09,0) Glisy 5351 =V 5 (Use o 1 EY cana Yo v) (1) Tl oS yall pladialy 485 o
oo Jsanll 23 (V) S all b lebiay o Al AL yhll g lily (Jse o+, 0 T g 5Su
Sl (%99 5—e ST i(Jie 53 YVY0 —HPLC) el .%AY z15) dlas caaa VAY

%39 e Sl i(iegili YV O = ) S HPLC) S suall
'H NMR (400 MHz, CD;0D) 8 0.93 (t, J = 7.42Hz, 3H), 1.01 (t, J = 7.42Hz, 3H), 1.14
(t, J = 7.03Hz, 3H), 1.63-1.75 (m, 2H), 2.77 (s, 1H), 2.91 (s, 1H), 3.06-3.13 (m, 3H),
3.14-3.20 (m, 2H), 3.24-3.39 (br s, 2H), 3.39-3.50 (br s, 3H), 3.53-3.63 (br s, 2H), 3.64
(s, 3H), 5.06-5.22 (br s, 1H), 7.20-7.32 (m, 3H), 7.34 (d, J = 8.20Hz, 2H), 7.68-7.77 (m,

3H), 7.90 (s, 1H). [a]$ =+11.4deg [c 0.52, MeOH].
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i ] — € [ =)= o (e g i) —£] = (8)) —F isn 2(0) S sl
(el S i (e (i [ 8 (53

3
,,,NNJ\[%? A~ o
| o L F
-’) J”‘\{Qwﬁ‘om
N H
e
A w d e gag g (Use o EY caae Yoo) (7) dap gl e el aladaly 48185 o
&5 (V) SSoalt B lehay o Al 3G yhall gLl g (se (e 201 < 580 0AT) (s
O—s St i( i 5 YV0 —HPLC) £l %7 2 Aias (aaa 1 £8 o Jpuanll

%39 (e 58l :(Jiagli YYo= N 5S HPLC) b guall o lidll (%94
'H NMR free base (400 MHz, CDCls) § 0.09 (q, J = 4.75Hz, 2H), 0.49 (dtd, J = 7.81,
4.68, 1.37Hz, 2H), 0.79-0.92 (br s, 1H), 1.01-1.27 (br s, 6H), 2.26 (d, J = 6.44Hz, 2H),
2.34-2.69 (br s, 8H), 3.16-3.32 (br s, 2H), 3.42-3.60 (br s, 2H), 3.76 (s, 3H), 4.22 (s,
1H), 6.62 (s, 1H), 7.11 (dt, J = 7.42, 1.37Hz, 1H), 7.21 (t, I = 7.71Hz, 1H), 7.24-7.27
(m, 1H), 7.28 (d, J = 8.40Hz, 2H), 7.37-7.42 (m, 1H), 7.43 (d, ] = 8.20Hz, 2H).

[a]; = +7.5deg [c 0.54, MeOH].

Jid A~} [ )= 02w (e B i) —£1 = (9)) —F B 3(1) S
il S b (e (i [ S (s
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AN )3
A RS one
N M
)
=~‘\'N

Lf

Vo
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A e dag g (Jse o 2V cane Yo ) (T) dagu sl QS el aladtinly 4185 o
o3 (V) S el i Lediay 3 A ALkl gLl (e o +0 1Y A 5 S0 TAY) iy
O—s Si:(i 53 Y10 —HPLC) ol % ¢ zU&) dias ana V) o Jpuaal)

%33 (e St :(asili V0 = N 5S HPLC) i guall o lidl (%94
%. '"HNMR free base (400 MHz, CDCl;) § 1.01-1.30 (br s, 6H), 1.58-1.73 (m, 3H),
1.73-1.94 (m, 2H), 1.98-2.09 (m, 2H), 2.22-2.59 (br s, 10H), 3.16-3.32 (br s, 2H), 3.42-
3.60 (br s, 2H), 3.76 (s, 3H), 4.19 (s, 1H), 6.61 (s, 1H), 7.11 (dt, J = 7.42, 1.37Hz, 1H),
7.21 (t,J =7.71Hz, 1H), 7.23-7.27 (m, 1H), 7.27 (d, J = 8.98Hz, 2H), 7.36-7.41 (m,
1H), 7.42 (d, ] = 8.20Hz, 2H). [a]; =+9.7 deg [c 0.49, MeOH].

s Y) €] (i [0 S (sl A )] — £} — (RO} Y i 1(V) Sl
tenlaly S i {ise [ =)= ) e (U5

O
o NJLH;"\E o
/j l\f*sx/’{i‘\\,i n"JLDMe
/N\
»
,/J
OMe

0 1) (Bsn—a) lijs (Jse glo +0% A 5 )Sua £7) 258558 Uise o Blas i o3
e Oyl 0o sa (B AR Y sadd (Je 1) Sl Y cndds A (Use s VY caaa
Y) —£] (i siaed 1) = RO}~ Sl (g Jslae i) Caad o il 5 s A
Lo 0% comn Y0 ) s 3 B 519 —N (N (Mo [ =V )y (U] (g S
o o5 ALdy £o saal uliElly Jelitll daglad vy 5 yhad 35k (da 1) (Sla Y Cnslsi (e
GeDlaE ol g it i A0 cind epd I il 58 5 5 Dl B o dagd i

il %y € aladialy saatall 4y el clighall Cigiad o3y Ly i (e 6 Ja plasiuly gl

Yo
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MEECENR P S [NUPTPRVECIE "OW A FURSY: L FUN AT K PRVENE. PRI PR JrStepe
o psrizal 1Sy %0,0 5 Jsiliza %V alaiiuly Lalmill Auaill g 3 gee o giley S

(%Yo 25 Uias caaa Vo v ) (V) S0 o Jsmanll o Qs 95K (5l
U YYo = SN HPLC) (fsuall ol %99 (o S 3 il YV 0 — HPLC) oLl

%39 e S (s
yield). Purity (HPLC-215nm): > 99%; Optical purity (Chiral HPLC-215nm): > 99%. 'H

NMR (400 MHz, CDs0D) & ppm 0.99 (t, J = 6.74Hz, 3H), 1.12 (t, J = 6.83Hz, 3H),
3.10-3.20 (br s, 4H), 3.29 (s, 3H), 3.27-3.31 (m, 4H), 3.36-3.50 (br s, 4H), 3.62 (s, 3H),
3.57-3.63 (m, 4H), 4.50-4.59 (br s, 1H), 7.05-7.11 (br s, 1H), 7.12-7.19 (m, 2H), 7.26
(d, T =8.01Hz, 2H), 7.53 (d, J = 8.01Hz, 2H), 7.65 (br s, 1H). Found: C, 55.22; H, 7.07,
N, 9.02. CyH3sN;0, x 2.8HCI x 0.2H,0 has C, 55.12; H, 7.06; N, 9.52%.

[a]) =-8.4 deg [c 0.52, MeOH].

[0 =V = oo (U8 oS sie —Y) — €] (Jiid siadd —Y) = (R)} — ¢ Sall ypuians o

SIS e i J () N N- {Jiise
[d— =V olom (DA S5 —Y) =€ |- ®R)] — £ i) b N N e dslae
30w 18 [ 50) qude aUai 8 (Jse oo 1,3A caa +,8) el 35 [ie (dsid 5 5 = Y]
il v il 0 pa Aajn die (e YV) (V)Y /Y /€ assisdd as fela [l
Aty 2 9 Ao die Jelit L 0 5 (e le VHA e V1) (Bonma) aa
bydia Lo M} s Al 5 )l e A o () Jelil) daula 3y ey cilel 0 34
Jfy) byl ) 380 5 it haaan Bl it i il il S 5 oy cadl
Y o sea by S alasiuly 4 suanll didall Cagiat 235 oL} (e 2al g e o pladiuly dlud

Sgac il ya gila g S alasiuly 4N aeyy . abie haiaza 5l a3 i Leasd i e

A\l
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a3 OlTise 551 (51 B psuisal 1Sy pan %) 5 Jilize Y aladiuly Lpelull 4 phuatll
(%Y ¢ ZUY! Aas caae 1Y 0) bl o guasll

] [ =V = )l () (S ie —Y) =€ 1= (R)] — £~ i ghd ~N N ypadani o
—: IS el 33 [ (i 5 5

e £Y0 (n 1Y) (o £) dagun sl S pall D) a0 s g S 5508 (B
=Y 5 (e olo AOA (an 1,13) o sauligy iy S Ailia) lld iy (Ja £) DMF (b (5o
VT Y delil i (s 5 (Use gle 0,04 e +,0%) A die JAY g5
5058 (sha b Al LY asdy L paiia Jarn Al cand s 3 5 o8 Q5 ALY VO B,
el aaly e ja pladiuly o8 daslie 48l o g3 gea Gligy Sy e 6 pladdly due 5 Ol
DAL ot la 38 i a5 Ale Y sad g il 5 aladialy (5 saaall ) ghall Clyiat o
%t alaai uwly Al Lhatll g dgae Gl g sile g S pladiuly AEEN dayy . yaida Laiia
o 11) Jl e pana e daal S o Jpanl 5 (fize 5518 g (6 Jsilia
(%7 ) Apas
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<Lgill L%AY C\_:J\L.L\m; (a—> Y + (HCI c_Lo) p—2a Yoo LA.t; d};a.s.“ (\)
(sl Y10 = S HPLC) isuall olit) (%32 (a 5Sh (e 5 Yo ~HPLC)

%39 (e Sl
'H NMR (400 MHz, CD;0D) & 1.00 (t, J = 6.74Hz, 3H), 1.07-1.20 (m, 6H), 2.77 (s,
1H), 2.90 (s, 1H), 3.10-3.18 (br s, 3H), 3.19-3.24 (br s, 6H), 3.33-3.39 (br s, 3H), 3.63
(s, 3H), 3.52-3.75 (m, 4H), 5.01-5.22 (br s, 1H), 7.19-7.26 (m, 2H), 7.26-7.31 (m, 2H),
7.34 (d, J = 7.42Hz, 2H), 7.72 (s, 2H), 7.86-7.94 (br s, 1H). Found: C, 53.58; H, 7.36;
N, 8.99. CasHyN4O4 x 2.9HCI x 1.4H;0 has C, 53.59; H, 7.34; N, 8.93%.

[a]) =-7.2 deg [c 0.50, MeOH].

S sige —¥) —£] {d s [ S (sl I8 W] — €} = (R} - die (3) Sl
by S it {dfe [dh =)= 03w (s

ﬁ"’m
MEO/I
o )—AJJ..I_\"(‘JH&A LYY ce.an\i~)(c._1 5)@}]\ c_\S_)A\ e\mbqué:a
o5 ol A LSy (e e ©10A cp + A0) 115 5mEN 3 ol (g e
Yo —I—[PLC) il .%o Gtﬁt\:\.\gmc?y\'i écd}aﬂ\eﬁ(\/) c_\S_)A.“‘é_a\.@_imJ

%39 (e ST 1(iagili YV 0 = W3S HPLC) (b sual) il «%03Y (e pSHi( e sils
'H NMR free base (400 MHz, CDCl;) & 0.91 (br quint, J = 7.03Hz, 1H), 0.99-1.46 (br s,
6H), 1.52-1.71 (br s, 2H), 1.76 (br quint, J = 6.64Hz, 1H), 2.22-2.66 (br s, 8H), 3.15-
3.29 (br s, 2H), 3.32 (s, 3H), 3.40 (t, J = 6.25Hz, 2H), 3.45-3.62 (br s, 2H), 3.76 (s, 3H),
4.20 (s, 1H), 5.30 (s, 1H), 6.62 (s, 1H), 7.11 (d, J = 7.03Hz, 1H), 7.23-7.32 (m, 4H),
7.36-7.47 (m, 2H). [a]s [a]D16 = -12.1deg [c 0.24, MeOH]
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0030y Do =€) {058 [ 38 (sl I 019)] =€} = (R] =¥ gm0 +) oS5l
el S i [ie (&) -

£1,Y) Ol sess (Jse glo + Y0 caae 1010 ) (V) Japuu gl oSyl aladlianly 48145 o5
e pranl 5(V) S al B Leiaas o5 (A gyl p sy (Use o+ 67 1 5 S
el Tl (%99 (e Sl i( i 5L YY0 —HPLC) £l .%A ¢ #15) dpas caae VYA

%39 e I i(Jlegili Y0 = M S HPLC) (A sl
'H NMR free base (400 MHz, CDCL3) 8 0.89 (t, J = 7.32Hz, 3H), 1.01-1.32 (br s, 6H),
1.49 (sext, J = 7.61Hz, 2H), 1.58-1.76 (br s, 1H), 2.30 (br t, ] = 7.62Hz, 1H), 2.34-2.64
(br s, 8H), 3.15-3.35 (br s, 2H), 3.42-3.60 (br s, 2H), 3.76 (s, 3H), 4.20 (s, 1H), 6.62 (s,
1H), 7.11 (d, J = 7.42Hz, 1H), 7.21 (t, J = 7.71Hz, 1H), 7.23-7.28 (m, 1H), 7.28 (d, ] =
8.40Hz, 2H), 7.37-7.42 (m, 1H), 7.42 (d, J = 8.01Hz, 2H). Found: C, 54.18; H, 7.00; N,
8.81. Cy7H3sN4Os3 x 3.6HCl x 0.1H,0 has C, 54.08; H, 7.03; N, 9.34%.

[a] = —8.4 deg [c 0.50, MeOH].

(s A @] ) (dms =) e i =) = RO) =¥ disn 3(0)) w55l
el S i (e (i [ S

Vo
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o W Ay yhall Ll g (Jse (o +,09 cana YO u) (V) Japu gl S pall alasiinly 48las
~HPLC) e L&l .%A ¢« zL %) Lias caze YYT o Jpanll o5 (Y) Sl i lebiag
O—e S i(Slagli YV 0 = N S HPLC) Jsuaall olid) (%29 o 5T i( e gili YV 0

%44
'"H NMR (400 MHz, CD;0OD) & ppm 1.00 (t, ] = 7.32Hz, 3H), 1.10 (t, J = 6.74Hz, 3H),
1.23 (t, J = 6.93Hz, 3H), 1.42 (sext., 2H), 1.64-1.76 (m, 2H), 3.09-3.31 (br s, 10H),
3.44-3.67 (br s, 4H), 3.73 (s, 3H), 4.60 (s, 1H), 7.19-7.33 (m, 3H), 7.39 (d, T = 8.01Hz,
2H), 7.68 (d, J = 7.03Hz, 2H), 7.74-7.84 (m, 1H). Found: C, 55.20; H, 7.20; N, 8.62.
CasHioN,4Os x 3.5HC x 0.1H,0 has C, 54.96; H, 7.18; N, 9.16%. [a]'$ = 9.7 deg [c

0.48, MeOH].

= olow i —8) {dad [dsi S (il i) )] £} = R)) =Y e (1Y) Sl
tcilabi S Jyid [ (2 )

fj}\@\;ﬁ:ﬂ\ﬁiww

f’"H-
()

'\~) ut_"u.ajm‘\ =V (d)_arla «,09 (e \'O~) (V) .la;u.n)]\ c_\S)A.“ ?\ﬁﬂbqﬁé
e dsmanll &5 (V) S pall  Lhiay a3 A Ayl g Lalyg (Je o v €7 ¢ sil5 S0
<Lqill (%44 C—a J.\Ji (J:\_A )4\.4 Yye —HPLC) <l L%vVY Ct’u‘\ 2.\.}.;4; (pae \YA
%% e I :(iasili YYo= M S HPLC) b guall
'H NMR (400 MHz, CDs0D) 6 0.85 (t, ] = 6.73Hz, 3H), 1.01 (t, ] = 6.83Hz, 3H), 1.14
(t, J = 6.74Hz, 3H), 1.23-1.36 (m, 4H), 1.60-1.71 (m, 2H), 3.07-3.19 (m, 6H), 3.24-3.36

(br s, 1H), 3.38-3.51 (m, 6H), 3.53-3.62 (br s, 1H), 3.64 (s, 3H), 5.00-5.18 (br s, 1H),
7.20-7.31 (m, 3H), 7.34 (d, J = 8.40Hz, 2H), 7.67-7.76 (m, 3H). Found: C, 54.55; H,



L
7.20; N, 8.75. CaHiN4O; x 3.9HCI x 0.1H,0 has C, 54.54; H, 7.28; N, 8.77%.

[a]h =-9.1deg [c 0.47, MeOH].
)] — 8} [d= =V = oSl (e dig slSem) — €] = (R)) =¥ die 3(VF) Sl
tilaly S Jsid (ise {0 [ S (i) i

0
T N ~
f’@gﬂﬁim
@
ij

G e gag g (Use e 1 T0 caae 100 ) (V) dapu sl oS pal pladtialy 48las o
S (V) @S el g lehag o8 4Gkl g il (Jse o v 1 Al 58 £V,Y) Ol
%39 (e ST :(sie 5L ¥V 0 —HPLC) £l .%VA £18) Upas aaa) VE o Jsaasl)

%49 (e ST (Jiagili YV0 = S HPLC) Jgeall o1l
'H NMR (400 MHz, CD;0D) & 0.29-0.43 (m, 2H), 0.61-0.74 (m, 2H), 0.92-1.08 (br s,
4H), 1.08-1.20 (br s, 3H), 2.96-3.17 (m, 6H), 3.28-3.49 (m, 4H), 3.62 (s, 3H), 3.48-3.81
(m, 4H), 5.18 (s, 1H), 7.18-7.27 (br s, 2H), 7.27-7.41 (m, 3H), 7.65-7.83 (br s, 3H).
Found: C, 53.56; H, 6.71; N, 8.59. C,sH3sN4O3 x 4.1HCl has C, 53.54; H, 6.76; N,
8.92%. [a]y =-9.1deg [c 0.47, MeOH]. [a]; =-8.8deg [c 0.49, MeOH].
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S i( e 95 YY0 —HPLC) il .%) v 215 das (a2 VVE o Jpanll 23.(Y)

%39 (e S i(Jlegili YV 0 = S HPLC) sl i) (%99 0
'H NMR (400 MHz, CD;0D) & 1.01 (t, J = 6.45Hz, 3H), 1.14 (t, ] = 6.74Hz, 3H), 1.75- o
1.87 (m, 3H), 1.88-1.99 (m, 1H), 2.10 (q, J = 8.20Hz, 2H), 2.65-2.78 (m, 1H), 3.11-3.20
(m, SH), 3.24-3.37 (br s, 2H), 3.39-3.56 (br s, 7TH), 3.64 (s, 3H), 5.04-5.18 (br s, 1H),
7.21-7.27 (m, 1H), 7.27-7.32 (m, 2H), 7.34 (d, J = 8.01Hz, 2H), 7.68-7.77 (m, 3H).
Found: C, 57.27; H, 7.36; N, 9.11. Cy0H4N,03 x 2.8HCI x 0.8H,0 has C, 57.18; H,
7.35; N, 9.20%. [a]y =-9.1deg [c 0.49, MeOH]. Vs

S siza —Y) =] {Uaiad [0 S (indd S 613)] — 8} — (RO} =7 iy :() 0) Sl
il S i {dfien [ V= 0ol (U

J—fise S 3a9 0 —Y 5 (e Glo W E can VY 00) (A) Japa gl o€ sl alatiialy 485 o3

?_3.(\)Mﬂ‘ﬁ@)éé\%ﬂ\&@h)(dﬁ&ii‘Jﬂ_,_)s:\.ai\‘))::\:\é \o

o—e SH (i 5 YV0 ~HPLC) ¢l .%19 z) das (aae VYO o Jguaal)
%48 e Sl :(Jiesili YV0 = ) S HPLC) A suall ol %44

%. "H NMR (400 MHz, CD;0D) & 1.01 (t, J = 6.54Hz, 3H), 1.14 (t, ] = 7.03Hz, 3H),

1.21 (t, T = 7.13Hz, 3H), 3.12-3.18 (br s, 4H), 3.31 (s, 3H), 3.33 (dd, J = 5.86, 3.51Hz,

3H), 3.37-3.52 (br s, 6H), 3.64 (dd, J = 5.37, 4.59Hz, 4H), 4.09 (q, ] = 7.09Hz, 2H), Y.
7.18-7.23 (br s, 3H), 7.31 (d, J = 8.01Hz, 2H), 7.59-7.64 (m, 2H), 7.69 (s, 1 H). Found:
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C, 57.93; H, 7.53; N, 9.03. CysH4N,0, x 2.0HCl x 0.7H;0 has C, 57.77; H, 7.51; N,
9.62%. [a]s =-8.7deg [c 0.51, MeOH].
(s—isel it 1)) — €} (D= — V= il fisw =) = (R)) =V Jiy (V1) Sl
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%39 e ST o(jasili YY0 — S HPLC) gl il %39 (e ST i( e sl
'H NMR fiee base (400 MHz, CDCls) § 0.90 (t, J = 7.32Hz, 3H), 1.02-1.25 (br s, 6H),
1.25-1.36 (m, 1H), 1.30 (t, J = 7.13Hz, 3H), 1.40-1.51 (m, 2H), 1.55-1.72 (br s, 1H),
2.33 (t, J = 7.42Hz, 2H), 2.37-2.61 (br s, 8H), 3.16-3.33 (br s, 2H), 3.42-3.60 (br s, 2H),
4.21(q, J=7.09Hz, 2H), 6.57 (s, 1H), 7.11 (dt, J = 7.52, 1.32Hz, 1H), 7.21 (t, ] =
7.71Hz, 1H), 7.24-7.27 (br s, 1H), 7.28 (d, J = 8.20Hz, 2H), 7.38 (br s. 1H), 7.42 (d,J =

8.20Hz, 2H). [a]y =-10.1deg [c 0.52, MeOH].
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H(Jiesi—s YYo= I ,S HPLC) (Jsual) £l %99 ¢ 1St 1L 4ili YV 0 ~HPLC)

%34 e S
%. '"HNMR free base (400 MHz, CDCl;) § 0.12-0.28 (m, 2H), 0.49-0.65 (m, 2H), 0.93-
1.26 (m, 7H), 1.29 (1, J = 7.13Hz, 3H), 2.37-2.76 (m, 9H), 3.13-3.31 (br s, 2H), 3.42-
3.58 (br s, 2H), 4.20 (q, ] = 7.16Hz, 2H), 4.26 (s, 1H), 5.29 (s, 1H), 6.62 (s, 1H), 7.05-
7.11 (m, 1H), 7.16-7.23 (m, 2H), 7.27 (d, J = 8.20Hz, 2H), 7.41 (d, J = 8.20Hz, 2H),
7.45 (s, 1H). Found: C, 56.87; H, 7.66; N, 8.95. CzHiN40; x 2.2HCI x 2.2H,0 has C,

56.87; H, 7.67: N, 9.15%. [a]$ =-9.6 deg [c 0.48, MeOH].

Oy dars i —8) (i [ S (il B M) — €1 = (R -¥} Ji :(VA) Sl
slaly S Jiib [Je (&)

o
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A s e N oe
N M

il

?3
£1,V) Olian 538 =Y 5 (se e V.V € cama 00 0) (A) Jaguu gl S pall lasinly 48l o5
e Upnanl 5 (1) Sl (g Ledmy o5 () 2l g Uiy (o e+, 80 (550
%38 (o Sl :(jie 5 YVo —HPLC) @l %20 z das (HCI gele) ana Y£7

%33 (o S 1 Jiegili Y0 = N S HPLC) (S guall ol
'H NMR free base (400 MHz, CDCls) 8 0.95 (t, J = 7.32Hz, 3H), 0.99-1.26 (m, 6H),
1.29 (t, J = 7.13Hz, 3H), 1.68-1.90 (m, 2H), 2.58-2.85 (br s, 8H), 3.13-3.31 (br s, 2H),
3.38-3.58 (br s, 2H), 4.19 (q, J = 7.09Hz, 2H), 4.30 (s, 1H), 5.28 (s, 1H), 6.77 (s, 1H),
7.04 (dt, J = 4.39, 1.56Hz, 1H), 7.19 (d, J = 5.27Hz, 2H), 7.27 (d, ] = 8.40Hz, 2H), 7.40
(d, T = 8.20Hz, 2H), 7.52 (s, 1H), 8.00 (s, 1H). Found: C, 53.72; H, 7.15; N, 8.60.

Ve
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CsH4oN40;3 x 3.9HCI x 0.2H0 has C, 53.68; H, 7.13; N, 8.94%. [a] =—12.1 deg [c
0.51, MeOH].

= dlon O —£) {Js [dsisS (sdd Ji @] — £} = ®)] =1 Ji) (1 9) S
tlaly S {did] e ()

A0) Ot a5y =) 5 (Use e ¢ AA cana YAO) (A) Jopua gl oS jall aladiuly 4BAS o
e Jpmanll g5 (1) S pall i leaas o5 3 4l g lalyy (Jse e V1€ ¢ 5 s
%39 s Sl :(sie 5 YY0 —HPLC) el %V ¢ #15) dias ((HCI zels) e Y¥Y4

%33 (e Sl :(Jiasli YV 0 = N S HPLC) (5 guall o i)
%. 'H NMR (400 MHz, CD;0D) § 1.01 (t, J = 6.83Hz, 3H), 1.14 (t, J = 6.93Hz, 3H),
1.20 (t, J = 7.13Hz, 3H), 1.28 (t, J = 7.32Hz, 3H), 3.06-3.29 (m, 7H), 3.27-3.49 (m, 4H),
3.48-3.72 (m, 4H), 4.09 (q, J = 7.09Hz, 2H), 5.15-5.34 (br s, 1H), 7.22-7.30 (m, 1H),
7.30-7.42 (m, 4H), 7.69-7.84 (m, 3 H). Found: C, 55.60; H, 7.07; N, 9.23. CyH3sN;0;

x 3.2HCl has C, 55.60; H, 7.12; N, 9.61%. [a]s =-9.0 deg [c 0.54, MeOH].

= 0oV dise —8) {Jaisd [ S (sised DB 519)] — €} = (R)] =7} O +(Y 1) @Sl
iy S {Ual fsa ()

O
O

" :
|

i 907) sl sy (U gl 1€ g 01 0] (A) sl S5 sl s

Qﬂ\ﬁ@}éwﬂ\q)ﬂ\&uh}(dyé‘ ~,ii¢‘)ﬂ_3_)s:p\//\~ c;Ln



_ 'ko_

Y10 = e SHPLC) sl el %39 e yS) :( e U YV —HPLC) eléill .%AY

%398 (o Sl (e gl
'H NMR free base (400 MHz, CDCl;) 8 0.99-1.25 (m, 6H), 1.29 (t, J = 7.13Hz, 3H),
2.28 (s, 3H), 2.32-2.61 (br s, 8H), 3.14-3.33 (br s, 2H), 3.40-3.58 (br s, 2H), 4.20 (q, ] =
7.23Hz, 2H), 4.18 (s, 1H), 6.60 (s, 1H), 7.10 (d, J = 7.42Hz, 1H), 7.19 (t, ] = 7.71Hz,
1H), 7.23 (s, 1H), 7.27 (d, J = 8.01Hz, 2H), 7.37-7.41 (m, 1H), 7.41 (d, J = 8.20Hz, 2H).
[a]s =-8.7 deg [c 0.55, MeOH].
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