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Empirical formula
Formula weight
Temperature
Wavelengh

Crystal system
Space group

Unit cell dimension

Volume

Z, calculated density
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Limiting indices

Reflections collected / unique
Comleteness to theta = 25.00
Max. And min. Transmission
Refinement method

Data / restaints / parametres
Goodness-of-fit on FA2

Final R indices [I>2sigma (I) ]
R indices (all data)

Largest diff. Peak and hole

C18 H21 F2 N3

317.38

150 (2) K

0.71073 A

triélinic

P1

a=6.8130 (6) A alpha =114.089 (4) deg

b =10.4780 (8) A beta = 94.033 (4) deg

€=123220 (10) A gamma = 91.320 (5) deg

799.74 (11) A*3

2, 1.318 Mg/m~3

0.096 mmA-1

336

0.35 x 0.25 x 0.18 mm

3.32 to 25.00 deg

-8<=h<=8, -12<=k<=12, -14<=1<=14

9398 / 2713 [R(int) = 0.0836 ]

96.4%

0.9830 and 0.9673

full-matrix least-squares on FA2
2713/ 0 / 208

1.092

R1 =0.0577, wR = 0.1375

R1 =0.0734; wR2 = 0.1474

0.288 and -0.284 e.A-3




eddllie ¢ zilasl

,‘—ﬂ:«n 3 °n

“4 . s - - :
10 7 @l A 4 5Ll dunghh cildlaay) —5-J s

X Y z U (eq)
C (1) 362 (3) 10844 (2) 8665 (2) 41 (1)
N (1) 499 (2) 9353 (2) 8218 (1) 38 (1)
C(1) | -1150(3) 8540 (2) 8285 (2) 36 (1)
Cc(12) -964 (3) 7151 (2) 8091 (2) 39 (1)
C (13) -2461 (3) 6301(3) 8159 (2) 44 (1)
C (14) -4273 (3) 6855 (3) 8459 (2) 45 (1)
c@s) | -4519(3) 8241(3) 8699 (2) 44 (1)
C(6) | -2981(3) 9075 (2) 8601 (2) 40 (1)
F(1) 840 (2) 6594 (1) 7852 (1) 50 (1)
C@) 1401 (3) 8836 (3) 7073 (2) 40 (1)
N(2) 308 (2) 9227 (2) 6192 (1) 37(1)
c @1 -1448 (3) 8387 (2) 5617 (2) 36 (1)
C(22) -1333 (3) 6966 (3) 4930 (2) 41 (1)
C@23) | -2935(4) 6067 (3) 4364 (2) 48 (1)
C4) | -4786(3) 6604 (3) 4444 (2) 47(1)
C@5) | -4965(3) 8017 (3) 5065 (2) 43 (1)
c@e6) | -3314(3) 8899 (2) 5655 (2) 39 (1)
F(2) 493 (2) 6425 (2) 4799 (1) 55 (1)
C@) 185 (3) 10725 (2) 6679 (2) 39 (1)
N@3) -756 (3) 11276 (2) 7814 (1) 38 (1)
C (31) -794 (3) 12801(2) 8279 (2) 45 (1)
C(32) -2321(4) 13386(3) 9180 (2) 47 (1)
C (33) -4428(4) 12968(3) 8614 (2) 53 (1)




Lgiddlie g pedill Gl Jead)

10 x5 ouel @5 cidilang 262 5o

X Y Z U (eq)
H (1A) 1707 11297 8846 49
H (1B) -286 11175 9419 49
H (13) 2263 5350 8004 52
H (14) -5340 6281 8499 54
H (15) -5746 8631 T 8932 53
H (16) -3183 10025 8753 48
H(24) 2777 9228 7210 48
H (2B) 1431 7803 6752 48
H (23) -2782 5096 3926 58
H (24) -5923 5999 4072 56
H (25) -6224 8304 5091 52
H (26) -3467 9871 6092 47
H (3A) -580 10981 6091 47
H (3B) 1529 11171 6814 47
H (31A) -1088 13073 7607 53
H (31B) 526 13223 8666 53
H (324) -2098 13045 9816 56
H (32B) 2142 14421 9555 56
H (33A) -5348 13361 9229 80
H (33B) -4620 11945 8249 80
H (33C) 4671 13328 8000 80
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Lgiud hilie ¢ @_ﬁiﬁi S | adll

(A)<l LAl ¢y dilaall ~7=(J gan

C (1)-N (1) 1.437(3)
C (1)-N (1) 1.475(3)
N (1)- C (11) 1.422(3)
N (1)- C (2) 1.474(2)
C (11)-C (12) 1.386(3)
C (11)-C (16) 1.395(3)
C (12)-C (13) 1.368(3)
C (12)-F (1) 1.372(2)
C (13)-C (14) 1.385(3)
C (14)-C (15) 1.375(3)
C (15)-C (16) 1.392(3)
N (2)- C (21) 1.471(3)
N (2)-C (3) 1.425(3)
C(@2)-N () 1.441(3)
C (21)-C (22) 1.387(3)
C (21)-C (26) 1.388(3)
C (22)-C (23) 1.369(3)
C (22)-F (2) 1.371(3)
C (23)-C (24) 1.386(3)
C (24)-C (25) 1.375(3)
C (25)-C (26) 1.392(3)
C(3)-N@) 1.478(3)
N (3)- C (31) 1.463(3)
C (31)-C (32) 1.525(3)
C (32)-C (33) 1.523(3)
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(%) bl 5 U5 3 e 8- son

(1)-C (1N (3) 112.71 (16)
C (11)-N (1)-C (1) 117.97 (17)
C (11)-N (1)-C (2) 116.50 (16)
C (1)-N (1)-C (2) 109.75 (16)
C (12)-C (11)-C (16) 116.08 (19)
C (12)-C (11)-N (1) 120.09 (19)
C (16)-C (11)-N (1) 123.7 (2)
C (13)-C (12)-F (1) 117.4 (2)
C (13)-C (12)-C (11) 124.0 (2)
F (1)-C (12)-C (11)  118.60 (19)
C (12)-C (13)-C (14) © 1187 )
C (15)-C (14)-C (13) 119.7 (2)
C (14)-C (15)-C (16) 120.4 (2)
C (15)-C (16)-C (11) 121.1 (2)
N (2)-C (2)-N (1) 111.80 (18)
C (21)-N (2)-C (3) 117.54 (17)
C (21)-N (2)-C (2) 115.30 (17)
C (3)-N(2)-C (2) 109.37 (16)
C (22)-C (21)-C (26) 116.05 (19)
C (22)-C (21)-N (2) 119.55 (19)
C (26)-C (21)-N (2) 124.4 (2)
C (23)-C (22)-F (2) 127.7 (2)
C (23)-C (22)-C (21) 123.9 (2)
F (2)-C (22)-C (21) 118.31 (19)
C (22)-C (23)-C (24) 118.6 (2)
C (25)-C (24)-C (23) 119.6 (2)
C (24)-C (25)-C (26) 120.4 (2)
C (21)-C (26)-C (25) 121.3 (2)
N (2)-C (3)-N (3) 112.68 (16)
C (31)-N (3)-C (1) 111.10 (16)
C (31)-N (3)-C (3) 110.19 (16)
C (1)-N (3)-C (3) 108.31 (17)
N (3)-C 31)-C (32) 112.63 (18)
C (33)-C (32)-N (31) 112.67 (18)
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(Anisotropic displacement atomiques) <l Al al g3l Cpliall (505 ASIY1 agadl —9—san

U11 U22 U33 U23 U13 u12
c) 41 (1) 54 (1) 28 (1) 17 (1) 3(1) 2 (1)
N1) 36 (1) 50 (1) 28 (1) 17 (1) 6 (1) 1(1)
can 36 (1) 50 (1) 23 (1) 16 (1) 4(1) 3(1)
C(12) 37(1) 53 (1) 29 (1) 17 (1) 8 (1) 10 (1)
C(13) 51(1) 47 (1) 35(1) 19 (1) 7(1) 2(1)
C (14) 44 (1) 59 (2) 36 (1) 23 (1) 6 (1) -4(1)
C (15) 39 (1) 64 (2) 1) | ° 241 10 (1) 7(1)
C (16) 44 (1) 50 (1) 30 (1) 19 (1) 9 (1) 8 (1)
F (1) 45 (1) 59 (1) 52 (1) 26 (1) 13 (1) 14 (1)
CcQ 33 (1) 58 (1) 32(1) 21 (1) 6 (1) 4(1)
N (2) 35 (1) 51(1) 29 (1) 19 (1) 7(1) 3(1)
C (1) 35 (1) 51 (1) 25 (1) 18 (1) 7(1) 2(1)
C(22) 34 (1) 56 (2) 35(1) 18 (1) 9 (1) 8 (1)
C (23) 49 (1) 52 (2) 39 (1) 14 (1) 8 (1) 1(1)
C(24) 41 (1) 61Q2) 34 (1) 15(1) 4(1) -4 (1)
C (25) 34(1) 65 (2) 31 (1) 20 (1) 6 (1) 7(1)
C (26) 42 (1) 50 (1) 28 (1) 17 (1) 7(1) 7(1)
F(2) 41 (1) 61 (1) 55 (1) 14 (1) 10 (1) 12 (1)
(of)) 38 (1) 53 (1) 31(1) 21 (1) 7(1) 0(1)
N@3) 42 (1) 48 (1) 27(1) 18 (1) 6(1) -1 (1)
C@31) 49 (1) 49 (1) 38 (1) 20 (1) 7(1) -1(1)
C(32) 59 (1) 49 (1) 34(1) 17 (1) 8(1) 5(1)
C (33) 53 (1) 64 (2) 47 (1) 26 (1) 13 (1) 7(1)
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(5= Sal) kil 9588 =2 5 Gaad g a5l
s OlaSedl s B B =5 3 =g s 3 (Jaisd gy 5ld _2) 2 ] s
Jeliill % 36 35S 5 wvall o5l o Cbil 55 5088 =2 5 Conel g pag ) S e s

{(22- ;um) Sl
F H;C
N CH—NH; + 3 HyC0 —20°C N
H;C |
CH\
/ CH,

H;C

Oaliil g gals =2 5 Cael g g0l e el R3TAC pans —22-Llhi
27121 ~120 omle 4L a0 ¢ 4.33 45 ecilid gl Jsbae o duans
U Janiid ual Juad elhe Y aduhi e caliad Lubi A s 8 C.C.M dhul g Jiladl
R=0.75 5aal dady e Juani % 100 sl
2117 =116 W _leeai] da 105 pia ClinSe JS3 e 485 @l sk o Uliass (e 90 2a;

IR — Jdadll (1.5.1.111
H(12-J88) L clalaia)) (1= auw ) VIR el jesll cund Al ddanl 5 Jilail ac

C-H Ll 58 Aaia) ) a) Chueaza ) Jaw sia (e paliaial 3035.41 <3066.26 *
-Ll;!_)S“ AN

Jiisall Ze ganal C-H day 5 U Hhilgia juad Aainy) ) 5iaY 558 paliaial 2960.2%
(1-pu ) Va(CH3) < 4l3e g3

OBy e ganad C-H Loyl 500 hlie puad Ayt 31 5aY 558 palai) 2933.2%
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(27 p) Va(CHy) o Al 3y (530

el de ganal C-H Ly )0 Hhlial Uiyl 51 5iaY (5 58 alioial 2871.49%

(37 p)) Vs (CH3) o dl 3oy 530

OfwY! 4o gaad C-H dad s U sl Aainy) ) 5aY o 8 aliaid 2813.63*

{(4pw0) Vs (CHp) 2 4d a3 530

Lol g5l salSall 3 ey L8 N Ao gie e Dbaliaial 1502.28 <1577.49 161027 *

; Akl C=C

Ol de ganal C-H dad )l (5 siusdll 3 Sl 40230 ) 5aY (5 8 Galiaial 1455.99%
A(5—p) Os (CHy) 2 & e p x|

el de ganal C-H Ja g5l (5 siaell & HBIGaN 400 ) 56y Jaws i aliaia) 1376.93%
(6=au) Os (CHs) 2 4 3ey s

Jeon A 9 C-N Ly )1 5ol<al ol 31 Y 468 ) Ao gl (pe Slialiaial 1030 —1360 *
D (C-N) w4

LC-F Lo 5 ) 58l 5l 5y (5 68 paluaia) 11001250 *

[42] 4 hall &l C-H dag g ) (5 sisall z jla 45500 ) 50y $H pabiaia) 748.245%
LS el e g gl 138 Saar 558 () s gie (s pabiaie) 1681.62 ¢
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4.4 ppm xic ks
A1 -N-CH2-N-ArglaSel s 131 50 dila) CH, il g yuel®
4.7 ppm e ek

6.8 =7.4 ppm (s L yedas C-H o ¥ 4dla fppa g o *

(14-J<5 ) RMN-"C — Jdaill.3.5.1.111
20.83 ppm aic ki CHp S *
49.64 ppm e ey N- C-H s S *
¢ 68.79 i ek N-CH2-N (fSugl il 151 50 Zala] 20 ciligy S ¢
70.35 « 68.83
116.12 — 124.86 ppm (Lo Jedis C-H Jo¥ dals ciligy S *
137.83 ppm 5 137.95 ppm zic edss C-N Jy V1 ddls ciligy S *
157.71 ppm 5 154.47 ppm xie sk C-F Ju,¥1 dila ciligy <
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Empirical formula C18 H21 F2 N3

Formula weight 317.38

Temperature 200 (2) K

avelengh 0.71073 A

Crystal system orthorhombic

Space group Pnma (no.62)

Unit cell dimension 4=13.28000 (10) A alpha = 90 deg
b =13.02000 (10) A beta = 90 deg
€=9.4440(2) A gamma =90 deg

Volume 1632.92 (4) A73

Z, calculated density 4, 1.291 Mg/mA3

Absorption coefficient 0.094 mmA-1

F(000) 672

Crystal size 0.6 x 0.33 x 0.15 mm

Theta range for data collection 3.07 to 27.57 deg

Limiting indices -17<=h<=15, -10<=k<=16, -9<=1<=12

Reflections collected / unique 7973 / 1929 [R(int) =0.0341]

Comleteness to theta = 27,57 98.0%

Refinement method full-matrix least-squares on FA2

Data / restaints / parametres 1929/ 0 / 116

Goodness-of-fit on FA2 1.250

Final R indices [I>2sigma (I) ] R1=0.0912, wR = 0.2013

R indices (all data) R1 = 0.0980; wR2 = 0.2042

Extinction coeficient 0.117 (15)

LLargest diff. Peak and hole 0.399 and -0.340 e.A-3 B
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N [ Leadl
Leiddlic o z;ﬁiﬁ\

X107 45k dwxigh Glblaay) — 11 Jon,

X y Y4 Ul(eq)
3456 (5) 29 (1)
C (1) 3895 (3) 75002 sase 53) 50
1 4319 (2) 6563 (2) 100)
e 5266 (2) 6255 (2) 3545 (3) 2
3 5351 (2) 5950 (3) 2144 (4) 37 (1)
g 4511 (2) 5956 (2) 1335 (2) 9 gl)
. 3 6234 (3) 5616 (3) 1545 (4) “0)
o lid 7091 (3) 5568 (3) 2361 (4) a0
oo 7035 (3) 5834 (3) 3764 (4) 20
e 6141 (2) 6177 (2) 4352 (3) s
el 4195 (3) 6591 (2) 5599 (3) s
g((?é)) 4650 (3) 7500 372;22 g; 50
s a1t 5 o B3 {1 o
54 (2

(C: 5223 5451 (6) 7034 (6) 8404 (8)

(A ) <A G ddbaadl =12 g2a

CO-N@ 1.465 (3)
C(1)-N (@) 1.465 (3)
N (1) -C (11) 1.412 (4)
N (1) -C (2) 1.450 (4)
C (11) -C (12) 1.386 (4)
C (11) -C (16) 1.393 (4)
C (12) -F 1.352 (4)
C (12) -C (13) 1.373 (4)
C (13) -C (14) 1.376 (5)
C (14) -C (15) 1.371 (5)
C (15) -C (16) 1.385 (4)
C(2)-N(2) 1.453 (4)
N (2) -C (2) #1 1.453 (4)
N (2) -C (21) 1.478 (6)
C (21) -C (23) 1.378 (9)
C (21) -C (22) 1.487 (8)
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Yidilia g gl

Y i A%

(Anisotropic displacement atomiques) <l )3 (al 30 (alaall (505 SV agall =13~ 500

U11 U22 U33 U23 U13 U12
C (1) 25 (2) 26 (2) 37 (2) 0 -6 (2) 0
N (1) 31 (1) 24 (1) 35 (1) 0(1) 3 (1) -1(1)
C (11) 30 (1) 22 (1) 35 (2) 1(1) 0 (1) -1 (1)
C (12) 30 (2) 38 (2) 45 (2) -10 (1) -3(1) 0(1)
F 29 (2) 89 (2) 50 (1) -31 (1) <12 (1) 8 (1)
C (13) 39 (1) 50 (2) 43 (2) -16 (2) 5(1) 4(2)
C (14) 32(2) 33 (2) 58 (2) -4 (2) 10 (2) 2(1)
C (15) 33 (2) 38 (2) 54 (2) 2(1) -5 (1) 5(1)
C (16) 38 (2) 32 (2) 36 (2) 0(1) -3 (1) 6 (1)
C(@ 41 (2) 31 (2) 37 (2) 8 (1) 9 (1) 1(1)
N (2) 42 (2) 46 (2) 25 (2) 0 3(2 0
C(21) 56 (3) 110 (6) 25 (3) 0 5(2) 0
C (22 74 (4) 55 (3) 39 (3) 0 23 (3) 0
C (23) 75 (5) 54 (4) 34 (4) 9 (3) -7 (4) 7 (4)
X104 s sonedh <l ja OWlas) —14-J 52
X y 4 Ul(eq)
7500 2423 35 4024
7500 3599 35 3157
5419 577 53 6253
5355 1958 49 7712
5781 4341 50 7618
6363 5325 43 6124
5971 6018 43 4507
6579 5830 43 3468
8234 7955 76 4817
7872 7842 84 3143
7837 9377 84 3652
6791 8572 84 3385
7124 7797 81 6043
6299 8525 81 5315
7346 9331 81 5579
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(°) Bl g0 Wiy e —15- Jsaa

[

N (1) -C (1)-N (1)
C (11)-N (1)-C (2)
C (11)-N (1)-C (1)
C (2)-N (1)-C (1)
C (2)-C (11)-C (16)
C (12)-C (11)-N (1)
C (16)-C (11)-N (1)
F-C (12)-C (13)

F-C (12)-C (11)

C (13)-C (12)-C (11)
C (12)-C (13)-C (14)
C (15)-C (14)-C (13)
C (14)-C (15)-C (16)
C (15)-C (16)-C (11)
N (1)-C (2)-N (2)
C (2-N (2)-C (2)
C (2-N (2)-C (21)
C (2) -N (2)-C (21)
C (23)-C (21)-N (2)
C (23)-C (21)-C (22)
N (2)-C (21)-C (22)

112.8
117.4
116.0
109.4
115.7
119.4
124:7
118.3
118.1
123.6
119.4
119.0
121.0
1212
111.9
109.2
113.4
113.4
114.3
122.5
116.0

]
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(6= S all ) ol gy 58 =2 5 cpal i
OlaSell (s 15} (D =5¢ 3 1= il 5—(Jdaid soslé ~2) SE— 3 (] umas
Jelilh quuun¥ 36 3 Jir awall o) il e colil gy =2 5 el JB 0 BIS e gl pa

23 L.LM gx\.m
Fnc NH
3 \C/ 2 + 3 HCO -——-—-—-b» k /,
+ H2 /
B
CH,

Oall gl —zjoyidgo‘\;mg} R3TAC jnaas -23-hhis
o THT —110 aible 42 50 ¢¢3.95 43y ild Lival 4540 Jslae o Jeans
W dexiuni Gual Juad elhey b ge Calias Lk 41 cuda 3 C.C.M w5 Jiladll
Re=0.75 32l ady i % 100 oluadl K
2782 =81 W lguail da 3 piline J e 4lid @il b o Uliass o4 10 2x

IR Judaalil 6.1 100
1(16-0S2) 160 ciboalisiat (1= ) V IRelyandl cin Zad¥) Laul gy Joladl

C-H Ll 5} iyl 51 ey chmaa ) Jan sie (3o paliaisl 3037.34 <3066.26 *
BN R N

AaaiN CHyeCH; Lyl 5 ) Aainy) 1 3ia) 2817.49~ 2969.84
el de gand C-H Jasl 5 U Hlaliie jall Aldain) ) 5aY 558 (aboaicl 2969.84%
(1=au)) Va(CH3) @ A3e il

Ol de ganed C-H Jasf p,l1 plaliia sl i) 51 5iaY (558 (aliaia) 2933.2%
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(27 p) Va (CHy) o dd ey 53

Jiisall de gend C-H bl 5l Hbliiat Ayl 51 5iay (5 @ Laluaia 2869.56
o(3=p) Vs (CH3) o dd 3o s

oY) de genal C-H oy 81 hlnad Aainyl 51 ey g 68 pobuaid 2817.49*

(4= p)) Vs (CHy) @ 4l e s

Ll s 50 58S 3 Y Dsd ) Adau sie o Clealaial 15042 <1579.41 <1612.2*

; g kel C=C

Oyl de ganad C-H Ll 5l (5 ginell 4 plaliiall 45025 5l 50y s 58 abliaisl 1454.06%
(5= ) s (CHy) o 4l S 3

e A Jial) Ao ganad C-H La 5,00 lalaiall 4y 05l ) Y Jaws sia Galiaia 1376.93%
(6—pn) Os (CHy) o 4l

(C-F Lyl 58Sl 515y (558 alaia) 1100-1250 *

[42] 4 hall Gl C-H b5 (5 ginal 7 jla 43350 ) 50y (5 8 (aliaia 750,144
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116.24— 124.86 ppm (i Lo Hedss C-H Sy ¥ 4l cilig S
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