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1-tert-butoxycarbonyl-4-[N-(tert-butoxycarbonyl)-N-
(ethoxycarbonylmethyl)amino] -3-phenylsulfonylpyrrolidine 2
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Crystal structure of
1-tert-butoxycarbonyl-4-[N-(tert-butoxycarbonyl)-N-
(ethoxycarbonylmethyl)amino}-3-phenylsulfonylpyrrolidine
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1-tert-butoxycarbonyl-4-[N-(tert-butoxycarbonyl)-N-(ethoxycarbonylmethyl)amino]-3-phenylsu
Ifonylpyrrolidine [CuHxQuN;S;018} BEP] 9] ¥4} 9 AHF2E X-A oz Atsignt. o] A4 #4
= CuHsON:S, AR Aol Bkt Pojth 9YHE Zol= a=1133®)A, b=1158X6)A, c=1L013(104, «
“B326) , B=RBAT) , 7=195710)" , V=14(B.8(18)A3, T=293K, Z=20]t}.

FEeMol) AREE X-1E CuKad(A=15418A)& AHsigltt. ¥ Ao E3lon HiasHe
2 AUt 2E AT R F240(F)Q 3621709 3] A8ekgel disted R=9.78% °]Sich

Abstract

The  orystal  structre  of  I-tert-butoxycarbonyl-4-[N-(tert-butoxycarbonyl)-N-(ethoxycarbonylmethyl)amino]-3-
phenylsulfonylpymolidin {C,sH360sN2S] has been determined from single crystal x-ray diffraction study ; CaHiOsNoS
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229, A2, B0, oS, oAl EAIRD}

triclinic, P1, a=11.363(8) A, b=11.58%6) A, c=11.013(10)A, =95326)° , B=9864(7)° , r=79.51(5) , V=1406.8(18) A*,
T=293K, Z=2, Cukot (A=1.5418A). The molecular structure was solved by direct method and refined by full-matrix
least squares to a final R=9.78% for 3621 unique observed {F>4 ¢ (F)] reflections and 703 parameters.
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Table 1. Crystal data and structure refinement for BEP.

Empirical formula
Formula weight
Temperature
Wavelength

Crystal system
Space group

Unit cell dimensions

Volume

Z

Density {calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Refinement method

Data / restraints / parameters
Goodness-offit on ~ F?

Final R indices [ F»4 o(F)]
R indices (all data)

Largest diff. peak and hole

To| POE Z = 2 o £ AgE 29 E¥A
7b 9] gy 29 &S ¥oly 17} ¥ak=
phenyl”], sulfonyl?], ethyl7], carbonyl7], methyl7], 27}
9] tert-butoxycarbonyl7] 2 TAJE|e] itk BgiA ¢
Aol EAQsRe F EA= 9E22E BAS 2 9
o Bty d9el EAjshe F BAE 747 A, BEA
2 ¥Asgon sEu FREORTEP) 1Yo Fyg
1, Fig. 20 EA81%1 Fg. 3ol @91¥ 9] packing
< BT

CoH30sN,S
1025.22

293 K
1.54178 A
triclinic

Pl

113638) A
b = 11.589(6) A
¢ = 11013(10)A
140690 A’

2

1210 Mg/m’
1411 mm’

548

a

a = 9532(6) °
B = 98.64(7)
Y =19.57(5)

02 X 02 X 05 mm

12.5 to 32.5 deg.

—13<h<12, —13<k<13, 0<I<L12

4801
4081

Full-matrix least-squares on F

4051 / 3/ 703
1.024

R1 = 0.0978, wR2 = 02733
Rl = 0.1144, wR2 = 0.3283
0675 and 0442 e A~
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Table 2. Atomic coordinates (X10") and equivalent isotropic C(™B) 8637 (17) 3999 (18) 7303 (25) .105

displacement parameters (A’X10) for BEP. C8B) 8101 (16) 4693 (16) 8174 (18) 090
Uleq) is defined as one third of the trace of the COB) 7402 (1) STIS(12) 7938 (15) 0T
orthogonalized Uj tensor.  Ua=4 LT U, ala] a9, C(I0B) 4947 (10) 7468 (1) 6738 (12) 057
CUIB) 4153 (12) 8667 (13) 6617 (1) 074

x y 2 Uleq) N(I2B) 2984 (9) 8391 (10) 6013 (10) 065

CI3B) 2976 (12) 7139 (12) 5815 (12) 062

molecule A C(4B) 4318 (11) 6661 (10) 5815 (11)  .054

S(1A) 6012 (3) TIS6(3) 1338(3) .067 C(I5B) 2064 (15) 9240 (15) 5765 (15  .080
04 7009 (1) 7919 (10 2243 (12) 095 O(6B) 2131 (13) 10294 (12) 5928 (13) .109
0(3A) 6101 (12) 7700 (10) 85 (10) .0%0 O(17B) 1059 (9) 8833 (12) 5357 (13) .09
C(4A) 4721 (13) 8750 (10) 1608 (13)  .062 CI8B) -69(17) 9611 (200 4925 (20) .14
C5A) 4418 (149 897 (1) 2797 (149 072 C(19B) -554 (29) 10373 (34) 5876 3) .I73
C(6A) 17 (16 9761 (14) 3057 (18) 086 CQ0B) -966 (22) 8771 (40) 4703 (54) 228
C(7A) 2655 (19) 10284 (15) 2069 (%)  .103
C(8A) 2961 (17) 10062 (13) 906 (17) 083
COA) 3966 (17) 919 (14 657 (18) 086 Table 3. Hydrogen coordinates (X104) and isotropic displacement
C(I0A) 5679 (11) 6380 (11) 1692 (13) 058 parameters (A2x108) for BEP.

C(11A) 6765 (13) 5396 (14) 1633 (15 075
N(12A) 6281 (10) 4407 (9) 979 (10) 064
C(I3A) 4990 (1) 4603 (10) 768 (12) .08 X y z
C(14A) 4702 (10) 5951 (9) 749 (1) .05

CUSA) 7019 (12) 3393 (1) T (13) 067 "”}]{TS‘)’] eA o0 21 s
O(16A) 8086 (10) 3252 (11) 960 (1)  .094 HE) 25016 o03(14) 618
O(I7TA) 6347 (10) 2584 (8 186 (1) .08 HO) 19419 0719 20
C(18A) 6912 (19) 1407 (13) -290(17) 093 H 017 08013 00
C(19A) 5826 (26) 877 (24) -851 (35) .47 HO) oo (14 158
CQOA) 7733 (23) 1471 (19 -1203(22) 110 b b ”) S0
CRIA) 7549 (32) 1971 87 () AR (10) (11) 6“6(1 o
N2A) 3466 (8) 6445 (8 907 (8 049 H(11A) 736(13) 363(14) %15)
C3A) 2980 (11) 6338 (12) 2028 (1) 060 H(11B) 715(13) 520(14) 245(15)
C(24A) 2189 (14) 5397 (18) 1852 (16)  .0%0 H(13A) 466(11) 433(10) 143(12)
O(25A) 2101 (13) 4689 (12) 1045 (14) . .107 H(13B) 465(11) 422(10) -1(12)
O(26A) 1506 (15) 5651 (19) 2782 (15)  .143 H(14) 433(10) 615(9) -6(11)
CQ7A) 683 (46) 4795 (52) 2788 (38) 259 H(194) 532026) 85(24) -23(35)
C28A) -138 (19) 5177 20) 3583 (20) .168 H(19B) 608(26) 9(24) - 119(35)
C29A) 2677 (10) 6871 (10)  -91 (10)  .051 H(190) 538(26) 135024) - 149035)
O(30A) 3005(8 6979 (8 -10%(8) 068 H(20A) 841(23) 182(19) -81(22)
O(31A) 1578 (8) 7198 (9 19(8 0P H(20B) 730(23) 194(19) - 185(2)
C(324) 521 (12) 7509 (15) -708 (13)  .076 H(200) 802(23) 6%(19) -154(22)
C334)  -528 (14 7632 (25) 2519 109 H(21A) 698(32) 74(17) 140(22)
C(34A) 540 (17) 8689 (21) -1166 (28) .123 HQ21B) 819(32) 114(17) 124(22)
C3SA) 474 (18) 6531 (25) -1745 20) .16 HERIO) 788032) -417) 5822)
molecule B H2A)  251(11) 09(12) 27(11)
S(IB) 6447 (3) T537(3) 6444 (3) 066 HB) 364(11) 614(12) 268(11)
O2B) 6903(9) 8390(9 7TM7(12) 086 HQTA) 26(46) 48(52) 196(3%)
O(3B) 6388 (10) 7683 (12) 5180 (10)  .093 HQTB) 1156) 05652) 308
C@B) T2 (1) 612 (1) 6740 (12) 063 HOSA) “eu19) 46000 35900)
C(5B) 7836 (14) 5480 (17) 5852 (18)  .087 HOSE) 6319 9000 300

C(6B) 8541 (17) 432 (19 6178 (22) 103
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1-tert-butoxycarbonyl-4-[N-(tert-butoxycarbonyl)-N- (ethoxycarbonylmethyl)amino)-3-phenylsulfonylpyrrolidine?] 247z 84

Table 3. (cont) - Tabled. Bond lengths [A] and angles [* ] for BEP.
28(19 530020 440(20
ggg - 54214; 683(9)(05; 34(19; molocleA roloculeB
S(1A}0QA) 1436(13)  S(IB-O(B) 1.443(12)
HG33B) - 127(14) 788(25) - 5019) S(1A}O(3A) 1391)  S(IB}O(GB) 1408(11)
H33O)  -43(14) 821(25) 70(19) S(1A)-C(4A) 173%14)  S(IBCEB) 1.750(14)
H(344) 120(17) 863(21) - 163(28) S(1A)-C(10A) 1793(13)  S(1B)-C(10B) 1.79%(12)
H(34B) 64(17) 925(21) - 48(28) C4AXC(5A) 139521)  C@B)-C(SB) 1.341(23)
HO)  -2117) 84Q21) - 163(8) C(SAYC(6A) 135929  C(B)}C(6B) 1430028)
H(35A) 47(18) 580(25) - 14020) C(4AYC(9A) 1.340(23) C@4B)-C9B) 1.410020)
HESB) 117318) 64625) -216020) C6A)-C(TA) 1397Q9)  C(6B)-C(7B) 1.332(35)
HESO  -25(18) 67205) 7300 C(TAYC(A) 136730)  C(TB)-C(8B) 1.339031)
C(BAFCOA) 140525  C(8B)-C9B) 1.382(23)
moleculeB C(10A)-C(11A) 152620)  C(10B}-C(14B) 1.505(17)
H(5) 715(14) 512(17) 506(13) C(10A-C(14A)  1522(17)  C(10B}C(14B) 1.519(19)
H(6) 8%4(17) 390019 55%22) C(1AXN(I2A)  1446(19  C(11B)-N(12B) 1.46%(18)
H() 907(17) 326(18) 748(25) N(2A)-C(13A)  1430(16)  N(12B)-C(13B) 1.449(18)
H(®) 820(16) 444(16) 896(18) N(2A-C(15A)  1348(17)  N(12B}-C(15B) 1.314(0)
HO) 701(12) 624(12) 854(15) C(13A)-C(14A) 1.538(15) C(13B)}-C(14B) 1.525(18)
H(10) 498(10) ™) 757(12) CU4AXN22A)  1447(14  N(14B)-C(2B) 1.428(18)
HIA)  408(12) 908(13) 017) C(ISAXO(164)  L18K17)  C(ISB}-O(16B) 1.232(22)
C(15A)-0(17A) 3517 C(ISBRX(17B) 1.31500)
H(11B) 448(12) 915(13) 612(17) O(17A)-C(18A) 1.48%(19) O(17B)-C(18B) 1.47023)
H134)  251(12) 695(12) 503(12) CUSAMC(I9A)  150236)  C(18B)-C(I9B) 1.416(41)
H(13B) 2606(12) 634(12) 647(12) C(184)-C(20A) 1486(31)  C(18B)-C(20B) 1.512(42)
H(14) 451(11) 679(10) 501(11) C(18A)-C(21A) 1.534(30) C(18B)}-C(21B) 1.481(43)
H(194)  -58(29) 993(34) 656031) N2AXCQ3A)  14501S)  NQ2BMC23B) 1475(15)
H(19B) -136(29) 1075(34) 558(31) N(22A)-C(29A) 1.378(14) N(22B)-C(29B) 1.348(15)
H(190) 59 1096(34) 61331) C(3A)-C(24A) 151623)  C(@3IB}-C(24B) 1485@21)
HQO0A) 502) $18(40) 0764) C4AYOQ5A)  L1S8(24)  C(24B}-O(25B) 1.16421)
CQ4AXOQ6A)  135623)  C(4B}-O06B) 1.341(19)
H20B)  -17622) 92040) 445(4) OQ6AVC2TA) 148258  OQ6B}CQTB) 1.461(28)
H(20C) 97(22) 840(40) 545(54) C27A)-C(28A) 13652  CQ7B)}-C(28B) 1.347(43)
H21A) 3331 962(41) 320(32) C(294)-0(30A) 1241(149  C(29B}-O(30Bl .194(15)
HQ1B) 54031) 1077(41) 402(32) C29AY0(314) 131614  C(29B}O(3IBI 364(15)
HRIO - TI61) 1058(41) 38(32) OGIAC(2A) 1456016  OGIBNC(2B) 145717
H23A) 426(12) 555(12) 770(11) C(32A)-C(33A) 1.516(22) C(32B)-C(33B) 1.47%(30)
H23B)  509(12) 435(12) 738(11) CRAC4A) - 150630)  C(32B)-C(4B) 1.5058)
H2TA) 150022) 36704) — CBLAYC(354) 153530)  C(32B)-C(35B) 1.554(22)
HQTB) 22022 257(24) 687(31) moleculeAmolecticB
H(284) 165(36) 207(31) 854(24) OGA}S(IAFORA)  12098)  O(3B)-S(IB}-O(2B) 120.1(7)
H(28B) 238(36) 297(31) 934(24) CEAXS(IAFOQA)  1098(7)  C(4B)S(1B)-O2B) 108.2(6)
H280)  306(36) 188(31) 863(24) CUAFS(IAYO(3A)  108.1()  CWB)S(IB}-O(3B) 107.6(7)
H3A)  36504) 258(21) 387(19) CH0AYS(IAYOQAN  0510)  CUOB)S(B-ORB)  1067(6)
H(33B) 446(24) 189(21) 292(19) C(10A}S(1A)-0(3A)1 08X C(10B)-S(1B)-O(3B) 107.7(6)
W0 ey we)  omy  JWUNGW mw o dmsnde  wie
HB4A) - 72520) 253(19) 465(18) COA-CUAVS(1A)  1197(12)  COB)}CUB)-S(IB) 117.6(10)
H(34B) 655020 325(19) 354(18) COACEANCSA)  196(4)  COBYCUBICSB)  1217(14)
H340) 680(20) 187(19) 341(18) C6A-C(5A-C(4A)  129(14)  C(6BFC(SB)-C(4B) 117.2(18)
HB5A)  628(22) 148(13) 580(19) COAC6ACSA)  117X1T)  C(7B}C(6B)-C(5B) 121.900)
H3SB)  567(22) 78(13) 466(19) CBA}COANC(6A)  119%(18)  C@8B}-C(TB)-C(6B) 119.6(20)
H30)  488(2) 154(13) 559(19) COALCEACOA)  121X17)  COBMCEBICTB)  12.X(19)
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C(8A)-C(9A)-C(4A) 1184(17  C(8B)-C(9B)-C(4B) 117.3(14)
C(ITARC(10A)-S(1A) 11159) C(11B}-C(10B)-S(1B) 110.00)
C(14A-C(10A)-S(1A) 112209  C(14B)-C(10B)-S(1B) 113.009)
C(14AY-C(10A)-C(11A)  1037(10)  C(14B)-C(10B}-C(11B)  104.7(10)
N(12A)-C(11A}C(10A)  105.2(11)  N(12B}-C(11B)}-C(10B)  103.6(11)
C(I3AXN(12A%C(11A)  113.0(10)  C(13B)-N(12B)-C(11B)  113.(10)
CISAFN(I2A}C(11A)  1206(11)  C(15B)-N(12B)-C(11B)  120X(12)
CI5SAXN(12A}C(13A)  1262(11)  ((ISB)-N(12B)-C(13B)  126.%(12)
C(I4AFC(13A)-N(124)  101.39)  N(12B}-C(13B)-C(14B)  101.2(10)
C(13A)-C(14A)-C(104)  1044(9) C(I3B)-C(14B}-C(10B)  104.6(10)
NQA-C(I4A)FC(10A)  1164(9)  N22BRC(14B)-C(10B)  1169(10)
NR2A)-C(14AFC(134) 11385 N22B)-C(14B)-C(13B)  114.7(10)
O(16A)-C(15AFN(124)  124.0(13)  O(16B)-C(15B)}-N(12B)  123.8(15)
O(17A-C(I5AFN(12A)  109.3(11)  O(17BFC(1SB)-N(12B)  112.1(14)
O(17A)-C(15A1O(16A)  1267(13)  O(17B)-C(15B)}-0(16B)  124.1(16)
CI8AYO(I7TAFC(15A)  121%(12)  C(18B-O(17B)-C(15B)  12.0(15)
C(19A)-C(18A)-0(17A)  10L8(17)  C(19B)-C(18BFO(17B)  113.321)
C0A)}C(18A)-0(17A)  1127(14)  CQ20B)-C(18B-O(17B)  102.021)
CROAY-C(18A)-C(19A) 1123200  C(20B)-C(18B}-C(19B) ~ 99.8(26)
CRIA-C(I8A)-O(17A)  106.415)  CIB)-C(18BF-O(17B)  112.5(20)
CRIAXC(18A)-C(19A)  109.7(20)  CRIB)}-C(18B)-C(19B)  114.7(27)
CRIAXC(18A)-C20A)  113.120) CQIB}-C(18B)}-C(20B)  1132(29)
C3AXNQ2A)-C(14A)  121.8(9)  C(3BIN(2B)M-C(14B)  1194(09)
C29AXN2A)-C(148)  119209)  C(9B-N(2B-C(14B)  119.709)
CQOAFNQ2A-C(23A)  1183(9) C(29B)-N(22B}-C(23B)  119.8(10)
CR4A-C23AXN(22A)  1112(11)  C(24B}-C(23BFN(22B)  112(10)
O(25A)-C(4A)-C(23A)  128.1(15)  O(25B)-C(24B)-C(23B)  126.1(14)
O(6A)-C4A)-C(23A)  1043(15)  O(26B)-C(4B)-C(23B)  109.4(13)
O(6A)-C(24A)-0Q25A)  127.2(18)  O(26B)-C(24B)-0(25B)  124.5(16)
C(27A)OQ6A)-C(24A)  1125(24) C(27B)-O(26B)-C24B)  115.1(17)
C(28A)CQ27A)-O(26A)  111.4(38)  C(28B)-C(2TB}O(26B)  108.3(26)
O(30A)-C(29A)-N22A)  123.0(10)  O(30B)-C(29B)}-N(2B)  124.8(12)
O(1A)-C(9AFN@224)  1108(9) O(3IBXC(29B-N(22B)  110.2(10)
O(1A)-C(29A)}0(30A)  1262(10)  O(3IB)-C(29B)-0(30B)  1249(11)
C(32AX0(1AFC(29A)  1232(100  C(32B)-O0(31B)-C(29B)  1205(10)
C(3AXC(2A)-0(31A)  1037(12)  C(33B}-C(32B}-O(3iB)  111.6(14)
C(4A-C(2A)-0(31A)  109.5(13)  C(34B)-C(32B}O(31B)  108.2(14)
C(4A)-C(32A)-C(33A)  108.4(17)  C(34B}-C(32B-C(33B)  117.6(16)
CB5AXC(RA)O(31A)  109.8(14)  C(35BI-C(32B)-O(31B)  101.4(12)
CB5A)-C2A)C(3A)  112.1(15)  C(35B}-C(32B-C(33B)  109.5(16)
CO5AXC2A)C(MA)  H129(17)  C(3SB}-C(32B-C(4B)  107.3(15)
Bapge) QAgte) Aol A Table 4o

0 142012 A, s9}

~11),13), 14

LERIQICE S9} 09 0T 2%
benzene ring®] Co} H AL 1.745(14)A”
So} pymolidin ringe] C&} Hit AFLS 1.796(13)A
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Fig. 1. A view of BEP nolecule of A showing the atomic numbering and 20% thermal elipsoids.

Fig. 2. A stereoscopic view for BEP molecule of A

-33 - A6A 13, 19%.
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Fig. 3. A stereoscopic view of the packing for BEP the b-axis is vertical and the a-axis horizontal.
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