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2 <} (d)-2-Benzyl-4-ethyl-ester-5-(p-methylphenyl)-3H,5H,6H-1,2,6-thiadiazine-1,1-dioxide®] 2
AR A2 E A X-A A8 o) 43l A Asict AL AP A sgst FUTE P2ioln,
QA E A4t a=8.756(8), b=25.757(2), c=8628(1) A, B=99.15(4)° o) qdr}. 7Ie} ThE WS EE V=1921
(2) A3, T=208°K, D,=1.336 g/cm’, u=1.541 cm™’ % Z=40|c}k. 30(F,} o]4k:l 204970 2] EP 3kl N
HE A2 RIL 00510120tk DA Ecle ARt o2 AR 209 SHY F27F &A%
£E7)9) e thh 3" HAbEA F2E vhehdn, N6} NEYe 729 thiadiazine 22]2] 2
Agnez e AJgi olgd AME & 4 ok AR BAEZ A= 27019 N-H---0¥ £33
#4247 van der Waals §22 Ats]e] Qi)

ABSTRACT, The crystal and molecular structure of the title compound has been determined from
2568 reflections collected on an automatic CAD4 diffractometer using graphite-monochromated Mo-Ka-
radiation. The crystal is monoclinic system, space group P2, with unit cell dimensions &=_8.756(8) A,
5=25757(2) A, c=8628(1) A, B=99.15(4)°, V=1921(2) A%, Z=4, D.=1336 gecm™%, p=154cm~" and T=
208°K. The final R factor was 0.051 for 2049 reflections over 3a(F,). The crystal has two asymmetric
molecules in the unit cell. The arrangement of sulfon group was shown a distorted tetrahedron structure
and N(6), N(6') atoms were deviated from the least-squares planes of the thiadiazine rings, respectively.
The molecular packings in the unit cell are linked by the two intermolecular hydrogen bonds of N-H---0O
type and vander Waals forces.
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Table 1. Crystal data of the title compound

Space group P2-25/1, monoclinic
Cell constants a=8756(8) A,
b=25.757(2) A,
c=8.628(1) A,
B=99.15(4)°
V.=192120) A
Molecular formula CooHzN0:5
Formutar weight 384.45
Formular units per cetl Z=4
Density 0=1.336 gem ™
Absorption coefficient: u=154cm™’
Radiation (Mo-Ka) A=0.7107 A
Collection range 3°<20<48°

Total data collected 2568
Independent data, F,>30(F;) 2049
Total variables 244 %2
R=ZIIF,) = FJ/EIF 0.051

*u|F4 U=} isotropic thermal parameters, torsion
angles, a5, $248 R 4 #F, 44371
EY AgAde), AT R F2QA 28 T2 AR
oA AlREAIE Bl =ghcl(E 1740,

2 YA S EF WAt o)W RS 0.253
olglon] A4k SHELXS-86 L2 13& o]&3l¢
ch 3%l E mapg R4 sk asymmetric unitl
ol 27iel A} EA3e 27) 2D dAs
a2, 52702] #EZ isotropic full-matrix Az}
o2 33 AURY AFH RS 01645 feplch
218 Fourier map-e- #48ko] 2o)2] v A v
q2pe] X FIHE, F 5449 vjes YAE
2709} B2 o & 1}yo] anisotropic full-matrixE 3
3] Awsky 23} RLL 00738 vehisich HE)¢)
HE)E A3 4270 2] e 93 ideal geometry &
o) g3l FEE F3lx, H(6)} HE) HEE= N(6)
2} N(6')E sp® AP FER 7} 8] 247} 2709
L2588 M43, thermal parameterS u) s}
o 7}7} 1788) paREE Ak 3 449
FrUAE ZAHA71R, vl A2 anisotropic
2 33 Rusg 43 Rt 00518 vjelgled,
e FosA ok AF AL FAelN
Mol shift./esde 0.410]%1.2%, 22 Fourier map
A4 Aol g sze of 032eA g Jehisich
YE AAbe SHELX-76 =223 4-33fgdch!
A-RA A4 E3 A9} Be] ORTEP? 293
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Fig. 1. Steroscopic drawing of title compound with numbering schemes. Dotted lines indicated intermolecular
hydrogen bonding.

Table 2. Final atomic coordinates {X107%) and equivalent isotropic thermal parameters (AzX 10°)

Molecule A Molecule B
Atom x y z UsS  Atom x ¥y z Uy’
N2 7675(7) 1602(2) 10097(7) 35 N2’ 2735(7) 3070(3) 1012(¢8) 51
C3 8686(9) 1422(3) 9228(8) 38 c3 3744(8) 3274(3) 9135(9) 41
C4 8709(8) 1552(3) 7745(9) 43 Cc4' 3768(8) 3167(3) 7615(8) 31
C5 7649(8) 1940(3) 6776(8) 43 C5' 2647(9) 2769(3) 6793(9) 41
N6 7112(7) 2296(3) 7941(7) 47 N& 202H7 2408(2) 7932(8) 40
o7 4942(6) 1764(2) 87217 52 o7 23(5) 2942(3) 8749%(6) 54
08 62717 2427(2) 10525{6) 55 08’ 1243(7) 2286(2) 10561(7) 63
C9 768%9) 1418(3) 11688(8) 40 CY 2820(9) 3278(4) 11770(10) 54
Cl10 7414(11) 835(3) 11749(10) 54 C10' 2488(9) 3857(4) 11827(10) 51
Cl1 6268(10) 607(4) 10723(11) 56 c1r 1270(11) 40795} 10860(11) 75
Ci12 5917(11) 112(6) 11036(15) 87 C12' 1011(14) 4634(4) 10908(14) 81
Cl13 6725(14) —219(4) 12005(16) 80 C13 1913(14) 4896(5) 12165(13) 87
Cl4 7967(15) 6(4) 13109(14) 82 C14 2068(12) 4654(5) 13002(13) 74
Ci5 2385(10) 543(5) 12901(12) 76 C15 3307(11) 4155(4) 12945(10) 54
Cl1é 9927(8) 1327(3) 6831(10) 46 C16’ 4956(9) 33724) 6853(12) 54
017  10007(7) 1432(3) 5472(6) 63 o117 5046(7) 3272(2) 5501(8) 60
018 1089%6{(6) 1018(3) 7697(7) 68 018’ 5897} 3708(3) 7750(8) 74
Cl9 12204(10) 815(4) 7095(13) 73 Cly 7111(14) 3938(6) 6886(15) 116
C20 12151(16) 271(9) 6837(21) 127 c20' 7738(14) 4344(6) 7805(17) 109
C21 6310(10) 1712(3) 5612(11) 52 c2r 1329(7) 3001(3) 5660(7} 32
C22 6096(8) 1213(4} 5511(8) 44 c22 3499 2668(3) 4604(5) 48
C23 4303(8) 998(4) 4394(10} 52 Cc23 —750(9) 2829(4) 3496(11) 60
C24 3877(9) 1297(4) 3453(10) 48 c24 - 104%(10) 33714) 3379%(9) 55
C25 4193(10) 1803(3) 3553(9) 49 C25’ —-107(11) 3723(4) 4462(11) 60
C26 85119 2034(4) 4626(9) 49 C2¢6' 954(9) 3552(3) 5575(10) 43

C27 259111} 1103(5) 2250(15) 87 C27 —232%(12) 3609(5) 2223(12) 87

“Equivalent isotropic Ueq defined as one third of the trace of the orthogonalized. U tensor. (U,=1/3%.%;
l'f-‘,‘ﬂ‘ia‘;ﬂfﬂ;l
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Table 3. Bond lengths (A) and selected bond angles (°)

(a) Bond lengths (b) Bond angles
Molecule A Molecule B Molecule A Molecule B
S1-N2 1.660(6) S1°-N2' 1.664(7) C3-N2-S1 120.0(5) C3'-N2’-51 119.6(5)
S1-N6 1.619(7) S1'-N6* 1.605(7) C4-C3-N2 124.7(7) C4'-C3'-N2 128.0(7)
S$1-07 1.452(6) S1'-07' 1.406(5) C5-C4-C3 126.5(7) C5'-C4'-C3 119.1(7)
S1-08 1.438(6) S1'-08’ 1.407(7) C5-N6-51 117.5(6) C5'-N6'-S1’ 118.6(5)
N2-C3 1.331{10) N2'-C¥ 1.421(11) N6-S1-N2 103.3(3) N6'-S1'-N2’ 102.2(3)
N2-C9 1.450(%) N2'-C9’ 1.512(11) N6-C5-C4 105.3(6) N6'-C5'-C4’ 112.5(6)
C3-C4 1.326(11) C3'-C4' 1.344(11) 07-81-N2 108.6(3) 07'-81'-N2' 108.8(4)
C4-C5 1522(11) C4'-C5' 1.515(10) 07-S1-Né6 110.3(3) 07'-81'-N¢' 106.9(3)
C4-C16 1.537(12) C4'-C16’ 1.418012) 08-51-N2 108.1(3) 08'-S1'-N2' 106.6(4)
C5-Né6 1.491(11) C5-N¢6' 1.513(10) 08-S1-N6 108.3(4) (08’-S1'-N¢’ 111.5(4)
C5-C21 1.535(11) C5'-C21'  1512(%) 08-51-07 117.4(4) 08'-S1'-07' 119.5(4)
C9-C10 1.514(12) Co-C10'  1.522014) C9-N2-S1 119.2(5) C9’-N2’-S1’ 120.6(5)
C10-C11  1.365%(12) C10'-C11' 1.371(12) C9-N2-C3 120.8(6) C9'-N2'-C3' 119.4(7)
Cl10-C15  1.422(13) C10'-C15° 1.346(12) C10-C9-N2 112.2(6) C10'-C9’-N2' 113.4(7)
C11-C12 134911 C11'-C12°  1.44%16) C11-C10-C9 1208(7) Cl11'-C10'-C9’ 121.6(8)
C12-C13  1.318(17) C12'-C13’ 1.408(16) C15-C10-C9 118.1(8) C15°-C10'-C9’  119.9(7)
C13-C14  1.448(16) C13'-Cl4"  1.305(15) C16-C4-C3 121.2(7) C16’-C4’-C3 120.2(7)
C14-C15  1.449(17) C14'-C15' 1.305(16) C16-C4-C5 112.2(6) C16'-C4'-C5' 120.2(7)
C16-017  1.215(10} C16’-017° 1.209(12) 017-C16-C4 124.2(7) 017'-C16'-C4'  122.2(8)
C16-018  1.308(10) C16'-018" 1.352(11) 018-C16-C4 112.1(7) 018'-C16'-C4"  1135(8)
018-C19 143112 018'-C19" 1.511(16) 018-C16-017 123.7(8) 018'-C16'~-017"  124.1(9)
C19-C20 141707 C19’-C20° 1.373(20) C19-018-C16  120.0(D Cl9'-018'-C16" 112.4(8)
C21-C22 1.300(12) C21'-C22" 1.433(10) C20-C19-018  114.3(10) C20°-C19’-018' 105.2(11)
C21-C26  1.309(12) C21’-C26" 1.455(11) C21-C5-C4 116.4(6} C21'-C5'-C4’ 113.9(6)
C22-C23  1.474Q00) C22'-C23" 1.31211) C21-C5-N6 112,7(6) C21'-C5-N¢’ 110.4(6)
C23-C24  1.304012) C23-C24' 1.420(15) C22-C21-C5 120.6(7) C22'-C21'-C5"  1194(D
C24-C25 1333013 C24'-C25' 1.460(12) C26-C21-C5 117.1(8) C26'-C21'-C5’ 124.1(6)
C24-C27 1491(13) C24'-C27 1.508(13) C27-C24-C23  124.1® C27'-C24’-C23  123.8(8)
C25-C26  1.484(11) C25-C26" 1.302(11) C27-C24-C25  119.9(8) C27-C24’-C25° 117.1(9)
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Table 4. Least-square planes A, hydrogen bond &)
and close contact parameters in title compound. Aste-
ricke indicate atoms out of the least-square planes

(1] Least-square planes
Atom Shift Atom Shift

(a) 1,2,6-thiadiazine ring except N6 atom of molecule
A (—0.5923x—0.7410y — 0.31642= — 8.9548)

51 —0.000(2) Né* —0.621(7)
N2 0.005(6) Co* 0.050(8)
C3 —=0.012(8) clo* 1.286(9)
C4 0.007(7) Cle*  —0.023(8)
C5 =0.001(7) 017 —0.00%7)

o18* —0.09%7)

c21* 1.348(8)

(b) 1,2,6-thiadiazine ring except N6’ atom of molecule
B (—0.5900x —0.7557y — 0.2844z = — 2.9602)

sY’ —0.003(2) Né'* 0.601(6)
N2' 0.030(7) C9*  —0.065(9)
Ccy = 0.005(7) Cl™* —1354(9)
C4' —0.02%7) C16™ 0.063(10)
s 0.034(8) o1 0.086{(6)
018" 0.041%(7)
c21*  —1.28U(7)

{¢) dihedral angle between (a) and (b): 83.1°

[II] inermolecular hydrogen bond and close contact

parameters
Atoms Bond length Bond angles
A& )

{a) hydrogen bond

N(6')-H{® )07y 3.028(8) 168.6(4)

N(6)-H(6)---O(7")* 2.229(5) 167.0(0)
(b) Close contacts

C(26)-H(26)---0(17'r 3.317(1D) 140.7(4)

€(15)-H(15)---0(17'¥  3.343(13) 139.1(0)

C(15)-H(15)---0(17'y  3.360(11) 149.7(0)

C(22)-H(22)-—-0(17Y  3.295(11) 156.8(0)

: molecule A in symmetry code (x, y, 2)

: molecule B in symmetry code (1+z, ¥, 2)

: molecule B in symmetry code (. y, 2)

: molecule A in symmetry code (x, y, 1+2)

: molecule b in symmetry code (x, y, 1+2)
molecule A in symmetry code (x—1, ¥, 2)

moo o0 o
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AUAZgo] $& Pg4dE bl envelope con-
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Fig. 2. Steroscopic drawing of the molecular packing
in the unit cell. Dotted lines indicated intermolecular
hydrogen bonding.
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