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8 2 D-glucitol hexaacetate®} xylitol pentaacetate®) ZATF=F @24 X-4 ez 473
At} D-glucitol hexaacetatet F7HE P2, BHAE 24 a=10275(2), 5=8363(1), c=12560(5) A
B=9597(2)° ; Z=2°| 1, xylitol pentaacetate’s FZ+Tol P2,/Col %, 4=18126(1), b=11422(2), c=8.649
(D &, =9503(1)°1n Z=4elc}. HAA7)E diffractometerE AL, EATEZE APYLR wioen,
Hrzegos yusisiac. F 2 AH Fe) FFAolE C(spP)-Clsp’) 7} 1514(10), C(sp?)-0
1.444(6), C{(sp?)-0: 1.347(9), C(spH=0:1197(6), C(sp*)-Clsp”) : 1479(NAc 2z, HF FgdEE
C(spH-Csp?)-Clsp?) 7} 114.6(17), O-C(sp*)-Clsp) © 109.4(23), C(sp?)-0-C(sp®) : 117.4(6), O=C{sp*)-
0 : 122.6(6), C(sp®)-C(sp)-0: 111.8(7), Clsp®)-C(sp?)=0: 125.5(4)°°lc}. ¥ A ga AeES
extended zigzag chain2.2 et slel D-glucitol® xylitol 252 conformation#He thEr} Acetate
groupE 9 %4 YAEL 25 & F@Agd Fedck

ABSTRACT. The crystal structures of two alditol acetates, D-glucitol hexaacetate and xylitol pen-
taacetate, have been determined by diffraction methods with Mo-Ko radiation, using direct methods
for phase determinations. The crystal data are: for D-glucitol hexaacetate, P2, with ¢=10.275 (2),
b=8.863 (1), c=12.560 (5) A; # =95.97 (2)°, Z=2; for xylitol pentaacetate, P2,/C with a=18.126 (1),
5=11.422 (2), c=8.649 (1) &, 8 =95.03 (1)°, Z=4. Both molecules have extended zigzag carbon chain
conformations which differ from previous studies of the structures of D-glucitol and xylitol and also differ
from NMR studies on alditol acetates. The bond lengths and angles are normal, with mean values over
both structures of C{sp®)-Clsp®): 1.514 (10),C(sp3)-0: 1.444 (6), C(sp?-0: 1.347 9, C(sp?)=0: 1.197
(6), C(sp?)-C(sp3): 1.479 (9) &, Csp?-Clsp?)-C(sp): 114.6 (17), 0-C(sp?)-C(sp®): 109.4 (23), C(sp2)-0-
C(sp3): 117.4 (6), O =C{sp?)-0: 122.6 (6), C(sp®)-Cisp2)-0: 111.8 (7), C(sp®)-C(sp?)=O: 125.5 {4)°. The
atoms of acetate groups are in coplanar. There are no particularly short intermolecular contacts and the
molecules are held together by van der Waals force only.

N OE ~ 51t} e} alditol (CH,OH(CHOH),CH,0H) &2

Acyclic Sugar = M52 s A1E#] conforma- AAFz-12 s} proton R C-NMR spectra®™®
tione Al&d X3} @asisSdNHY extended, Aol o3 Cln)-0%} C(n+2)-0 =& C(n)-0
planar, zigzag WE-¢ Roletz Yukdez 47 ¢ C(n+2)—C(n+3) ZA3E7Ie} parallel, eclip-
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sed 13-4&3hgo] Adoiyye BATHHE, o)F
AEIEEE Fol7] A @i AYFH=E
120° #asled vk A9 conformation®) planar
zigzag¥ N4 bent E¥& sickle ¥elE 24 He
w33 ok Weby arabinitol’, mannitol*4s} galac-
titol’#) E-Z}E-& eclipsed 1,3 At&2tg-0) §l& pla-
nar zigzag¥e] ®& A} conformationd 7}A)9,
ribitol’, xylitol”, D-glucitol®®, D-iditol®, allitol",
meso-L-glycero-L-gulo-heptitol"#  D-glycero-L-
allo-heptitol EAHE-& bent ®a Ap&39jo] X-A
gy oz s}

%4, proton ¥ C-NMR spectra 371 4] alditol
acetates®] FALFEEo} alditol PAENA 9} Ze
§24 Al& conformationd «l&Elz v} T}
o}3] alditol acetates ¥2FZe| PRt XA A
He2 @A slAl g weld 2 dFeMe
D-glucitol®] 341 72) OH~|<} xylitol2] o} 7)<
OH71& 7}7} acetate= 3§t D-glucitol hexaace-
tate(1) 9} xylitol pentaacetate(2)¢] %z} 3 #AA
TEF X-4 sygo2 dFs)o acetate groups
of alditol##}2] ©&2X A& conformationo] {9
YL T e d7haat g

CHOCOCH; CH0COCH,

Hl::OCOCHs H(::OCOCHa
HsCOCOICH HsCOCO(lJH

H(IZOCOCHg H(IZOCOCHa
H(I'JOCOCHG CH,OCOCH;,

CH,OCOCH;

(n )
a4 o

D-Glucitol Hexaacetate. FZHE o]F Sigma
Chemical Company 2] ¥#%2-% methanole] S THE
EHEAE A3 FHAAH 9, A7) AR
menoclinic lath-shape2} 54 33} gd=e|glc).
AU AH) GHAE Ape HEY 671 9°9)
24° 24o]ol) 2l 21709 reflections®) 3 W45 F di-
firactometerdl| A} &A%} least-square methods
2 AUty FAstg o). Diffraction intensitiest

Table 1. Summary of Crystal Data

D-Glucitol Xylitol
Hexaacetate Pentaacetate
Formula ClsH:mO]z CisHzz040
m.p., € 99 65
Space Group P2, P2,/C
a, 10.275(2) 18.126(1)
b A 8.363(1) 11422(2)
¢ A 12.560(5) 8649(1)
B deg 95.97(2) 95.03(1)
Z 2 4
p(Mo-K,),cm™! 0.74 0.74
Density, g/cm® 1.347(calc.) 1.349
1.34(meas.) 1.34
(flotation in (flotation in agq.

benzene and CCL,)} CaCl, solution)

graphite-monochromated Mo-Ka X-ray£ 44 Ni-
colet R3m/E diffractometer2 ®-20 scan mode2
ARS8l 4d9) @, scan rate= count rated] ¥4
A HA 5°/min., A4 30°/min.o] Q) Data collec-
tiondh F<9F (600) (080), (007) S A 7H9) refle-
ctionsg ®| 3t A< alignment} intensity P 3}
€ Aoy AYeal Wl Ay 3t
& BAFYr) 20,0, =45°712] Q& datad] T4
5 167770 oA E, | F | 7} 30 | F, | Be} & ob-
served reflections 4= 14487 o]3lc}. Absorption
A3l #Y BAL S@siA] ggie)l. Crystal
datax Table 19| A2ysiaie}.

X-ray diffraction intensity data® Lorentz-pola-
rization corrections& 3} normalized structure
factors(E)gke 2 FARY ofL, | E1>1241 207
7R reflections®.2 MULTAN program™ g A
HHP o F2HHE sk gY)ely 2& A
FllA A F& figure of meritd ZE set®
E-map¥ #Al4l3sldch E-mapell A& heavy atom 30
A Folld $2471 BEHI C(M5YTHE Aoty 29
N AAEY $4xF Yyt

29719 fLAHS-E 712 isotropic full-matrix
least-squares refinement-Z 38 % ¥ R fac-
tor(R=F{ | F, | ~& | F.|)/Z|F,|, 97104 &
© scale factor)& A4sted Ry 0270] ek
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Table 2. Fractional Atomic Coordinates( X10*) and Equivalent Isotropic Temperature Factors(X10°) for the

Nonhydrogen Atoms*

D-Giucitol Hexaacetate

Xylitol Pentaacetate

o X ¥ z Ueq? ¢ X y z Ueq?
c(1) 4209(3) 12088(0)  8684(2) 51 C) 6129(2)  9607(3)  9766(5) 53
C(2) 5062(3) 12776(4)  7877(2) 2 | C2 6841(2)  9220(3)  9143(3) 40
C(3) 6410(3)  12037(3)  7911(2) 38 | 3 7542(2)  9644(2) 10046(3) 36
C(4) 7371(3)  12863(0)  7245(2) 41 | C4) 8260(2)  9135(3)  9584(3) 37
C(s 8750(3) 12155(4)  7424(2) 4 | C(5 8899(2)  9414(3)  10748(4) 47
C(6) 9731(3) 12934(5)  6783(3) 59 | O(D 6016{1)  10852(2)  9610(3) 52
o 3824(2) 10484(3)  8376(1) 52 | O(2) 6831{1)  9567(2)  7534(2) 39
o) 402(2)  12664(2)  6799(1) 4 | 0(3) 7591(1)  10911(2)  10015(2) 37
o) 6351(2) 10380(2)  7597(1) 42 | O(4) 8447(1)  9581(2)  8097(2) 3¢
41C)) 7012(2) 12676(2)  6110(1) 46 | O(5) 9490(1)  8648(2)  10446(2) 57
0(5) 9151(2)  12202(3)  8552(1) 48 | C(Al)  5579(2) 11230(4)  8380(5) 60
06 9779(2)  14627(3)  7033(2) 60 | C(A2) 6503(2) 8810(3)  6464(4) 46
C(Al) 3507(3)  9508(4)  9155(2) 48 | C(A3) 7508(2) 11489(3) 11348(3) “
C(A2)  3533(3) 13830(4)  6494(2) 53 | C(A4) 8385(2)  8842(3)  6883(3) 45
C(A3)  6625(3)  9275(3)  8374(2) 47 | C(A5)  9992(2)  8408(3) 11642(4) 55
C(A4)  6520(3) 13960(0)  5544(2) 50 | O(Al) 5263(2) 10590(3)  7449(4) g1
C(A5)  9922(3) 11126(4) 90103 57 | O(AZ2) 6203(1)  7857(2)  6805(3) 67
C(A6)  9829(3) 15671(4)  6231(2) 53 | OCA3) 7445(2) 11000(2) 12540(3) 86
O(A1)  3542(2)  9907(3) 10072(2) 71 | OCA4)  8148(2)  7863(2)  6970(3) 69
O(A2)  3270(3) 14887(4)  7074(2) 82 | 0(a5) 9970(2)  888B(3)  12880(3) 91
O(A3) 6880(3)  9619(3)  9303(2) 76 | C(M1) 5551(3) 12530(3)  8353(8) 88
0(A4) 6285(3) 15198(3)  5962(2) 71 | C(M2) 6438(3)  9318(4)  4890(4) 65
O(A5) 10302(3) 10049(4)  8503(2) 99 | C(M3) 7510(3) 12771(3) 11117(5) 62
O(A6)  9747(3) 15269(4)  5319(2) 94 | C(M4) 8629(3)  9391(4)  5459(4) 61
C(M1)  3100(4)  7896(5)  8737(3) 64 | C(M5) 10544(3) 7535(6) 11255(7) 8¢
C(M2) 2072(4) 13626(6)  5360(3) 72
C{M3) 6553(4)  7634(4)  7937(3) 62
C(M4) 6335(5) 13614(6)  4376(3) 73
C(M5) 10246(5) 11345(7)  10166(3) 83
C(M6)  9963(5) 17318(8) 6619(4) 79

Tables for anisotropic thermal parameters of the nonhydrogen atoms and structure factors are available from
the author(YJP). *Equivalent isotropic temperature factor U defined as one third of the trace of the orthogonali-

zed U tensor.

A4r5led difference Fourier synthesisg ¥ map
A C(M5) 1#te] H}EE Asielel Anisotropic
full-matrix least-squares refinements& &) ut
=31 R factor?h 01231 =AM FaYAEY
3122 difference Fourier synthesis mapel4] A
slgiv}. 22} methyl groupeh A $aUA}E
9] $1xe #9 mapald & F ¢ol4l, methyl
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719 47 & 77} acetate group®] itd WAHe)
gauche conformationg =8 &2 CH ZHel&
1042 st A4sld YaAck SreASY F
Ex AUHRSHD, g4 YAES isotropic tempe-
rature factor Ughe 005A2 mAsih 52 R
factor 1448782 observed reflectionsel 3}
0.035, R, 0.036°]1%0c}k. 7)ol w=10/[6*(F)
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Table 3. Fractional Atomic Ceordinates(X10%) and Isotropic Temperature Factors for the Hydrogen Atoms

D-Glucitol Hexaacetate

Xylitol Pentaacetate

atom X y z X y z Uise.

H(C11) 353 (4) 1268 (5) 871 (3) 616 (2) 946 (3) 1077 (4) 004 (B
H(C12) 468 (2) 1208 (3) 939 (2) 572 (3) 918 (4) 926 (5) 008 (14)
H(C2) 523 (3) 1392 (5) 806 (2) 684 (2) 843 (3) 923 (3) 003 (8)
H(C3) 672 (2) 1207 (3) 861 (2) 751 (D) 941 (20 1104 (3) 002 (6)
H(C4) 740 (3) 1396 (5) 739 (2) 819 (1) 833 (2) 951 (3> 002 ()
H(C5) 876 (2) 1116 (4) 723 (2) 908 (1) 1026 (3) 1056 (3) 0.04 (8
H{C52) 876 (2) 931 (3) 1168 (4) 004 (8)
H(C6D) 937 (3) 1273 (4) 602 (2)

H(C62) 1076 (3} 1245 (4) 696 (2)

H(M11) 321 (7) 779 (10) 785 (6) 529 (3) 1268 (5) 757 (6) 015 (21)
H(M12) 205 (6) 777 (8) 879 (4) 602 (3) 1283 (5) 836 (6) 0.9 (20)
H(M13) 363 (7) 695 (9) 914 (6) 538 (3) 1284 (5) 942 (7}  0.19 (20)
H({M21) 214 (4) 1431 (8) 505 (3) 623 (3) 883 (4) 429 (6) 012 @7)
H(M22) 255 (4) 1250 (5) 556 (3) 684 (3) 952 (5) 474 (6) 015 (21)
H(M23) 360 (7) 1333 (10) 477 (5) 606 (3) 989 (5) 487 (6) 017 (20)
H(M31) 635 (5) 771 (6) 711 (4) 750 (3) 1318 (4) 1174 (6) 008 (17
H(M32) 587 (5) 70t (7) 834 (4) 719 (3) 1293 (4) 1009 ¢(6)  0.15 (18)
H(M33) 755 (9) 713 (13) 815 (6) 794 (3) 1290 (5) 1053 (6) 0.16 (20)
H(M41) 590 (4 1473 (8) 392 (4) 867 (3) 833 (4) 479 (6) 009 (16)
H{M42) 559 (4) 1269 (6) 417 (3) 905 (3) 973 (4) 554 (6) 0.11 (19}
H(M43) 721 (5) 1334 (7) 402 (3) 827 (3) e85 (5) 497 (6)  0.15 (19)
H(MS51) 941 (6) 1080 (9) 1048 (4 1084 (3) 739 (5) 1168 (7)  0.18 (23)
H(M52) 1032 (4) 1263 (6) 1039 (3) 1079 (3) 762 (5) 1030 (8) 022 (25)
H(M53) 1106 (5) 1072 (8) 1054 (4) 1031 (3) 689 (5) 1053 (7 021 (23)
H(M61) 914 (7) 1759 {(12) 6838 (6)

H(M62) 1032 (8) 1825 (12) 608 (6)

H(M63) 1066 (4) 1748 (6) 738 (4)

+0.001(F,)*)olch. =159 X2} equivalent iso-
tropic temperature factors:= Table 29} 3¢ it}
Xylito) Pentaacetate. Xylitol pentaacetatex
xylitol & acetic anhydride-sodium acetate®}*? .
2 acetylation3te] A% 23HE-2] X35 methanol
24 L A3 FRAA Qi) Aag FH ¢
AAE e A7 671 9°2F 15° Alelq) gle
2474 9] reflections®] 203t diffractometersl] 4} &
A3l least-square methodsE A3ty A}
%t} Diffraction intensity datat graphite-mono-
chromated Mo-Ka X-ray& 44 NONIUS CAD+4
diffractometer 2 ©-20 scan moded Al&3ted
2w, scan width¥ 0.6°+0.34°tan0 2 3l A<l

o} (104), (623), (83D) S Al A9 reflections&
d3te] A alignment$} intensity M3} S& 3
Aztgd et dyexl Wiy G e 8y
Fol AL 3 Wideh 200,=52°7HA] AL
data®) F5 BN 3503700l | F, (7} 36 | F, |
¥r} £ observed reflectionst 21997 0)it}
Ao A4 AAS) =7+ 0.3X04X04 mmeol
ek Absorption E3he F-Alsksich.

FAFERE | E 1214741 27570 9) reflections o2
MULTAN program2- A4 Ao g AF34r)
E-mapol| A} $4 4SS AR BE YAEYY
AAE Asldc) o] 25709 ®hA ARAYUAER

A28} isotropic block-diagonal least-squares re-
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Fig. 1. Molecular conformation with atomic numbering. {a) D-glucitol hexaacetate. {b) Xylitol pentaacetate.

finementsE R factor?} 0.1792 wj7}2] 3t
o] 7]+ 4] Anisotropic full-matrix least-squares re-
finement& 38| Rgtol 0.142 &t o] #
& o)) ukE3led R factor?l 0.084Q) A )4
29259 & difference Fouriergie® &
sl Methyt7]8) £292189 fxe EE33t
o D-glucitol hexaacetates] 412} & uwhge g A
sk} #F R factort 2199712 observed reflec-
tionsell ©8ked 0.0510]12, Weighted RT-Z 0.057
o1}, o7lNAl w=1585/[c%(F,) +0.001(F,)*]e]
t}. A=2] F#E o} equivalent isotropic tempera-

Vol. 34, No. 6, 1990

ture factorse Table 28} 39| EA|3}%ch

2 E {2}5-29] atomic scattering factors< Inter-
national Table for X-ray Crystallography'2] gt &&
Alg-8 2, 919 B A4S SHELX-76 compu-
ter program'®g o|-&3}e] Mspsdch

W A 2

£-2}2] conformation} atomic numbering ¥ 747
Fig 1as} 1bol 23 2, Z¥ole} 38z%E Table
40l 2 W5t
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Table 4. Bond Lengths(R) and Angles(<).

D-Glucitol Xylitol D-Glucitol Xylitol

Hexaacetate Pentaacetate Hexaacetate Pentaacetate
C(1)-C(2) 1.520{4) 1.508(5) C(A3}-0(3)-C(3) 117.4(2) 117.5(2)
C(2)-C(3) 1.513(4) 1.512(5) C(A9)-0(4)-C(4) 1184(2) 1175(2)
C(3)-C(4) 1.524(4) 1511(5) C(A5)-0(5)-C(5) 117.3(3) 116.7(2)
C(4)-C(5) 1531(4) 1.501(5) C(A6)-0(6)-C(6) 1185(3)
C(5)-C(6) 1.502(5) O(AD-C(AD-0(1) 123.2(3} 123.5(4)
C(-o() 1.440(3) 1441(4) 0{A2)-C(A2)-0(2)  123.1(3) 122,53}
C(2)-0(2) 1453(3) 1.446(3) 0(A3)-C(A3)-0(3) 123.0(2) 122.6(3)
C(3)-0(3) 1.440(3) 1450(3) 0(A4)-C(A4)-0(4) 122.4(2) 122.7(3)
C(4)-04) 1.443(3) 1451(3) 0(AS5)-C(A5)-0(5) 122.0(3) 121.5(3)
C{5)-0(5) 1.438(3) 1.437(4) 0(A6)-C(A6)-0(6) 122.5(3)
C(6)-0(6) 1.450(5) CMD-CAD-O(1}  1120(2) 110.6(4)
0(1)-C(A1) 1.340(3) 1.341(5) C(M2)-C(A2)-0(2) 111.5(3) 111.8(3}
0(2)-C(A2) 1.350(4) 1.364(4) C(M3}-C(A3)-0(3) 111.6(2) 1116(3)
0(3)-C(A3) 1.352(3) 1.348(3) C(M4)-C(A4)-0(4)  111.4(2) 111.9(3)
0(4)-C(A4) 1.356(2) 1.344(4) C(M5)-C{A5)-0(5) 113.3(3) 112,6(3)
O(5)-C(AS) 1.347(4) 1.335(4) C(M86)-C(A6)-0(6) 111.9(3}
0(6)-C(A6) 1.338(4) C(M1)-C(A1)-O(AL) 124.8(3) 125.9(4)
C(A1)-C(M1) 1.491(5) 1.486(7) C(M2)-C(A2)-0(A2) 125.3(3) 125.6(3)
C(A2)-C{M2) 1.490(5) 1.475(5) C(M3)-C(A3)-0(A3) 1254(3) 125.8(3)
C(A3)-C(M3) 1477(4) 1.478(5) C(M4)-C(A4)-0(A4) 126.1(3) 125.4(3)
C(A4)-C(M4) 1.488(5) 1.484(5) C{M5)-C(A5)-0(AS) 124.7(4) 125.8(4)
C(A5)-C(M5) 1.467(5) 1472(7) C(M6)-C(A6)-0(A6) 1256(3)
C(46)-C(M6) 1.463(6) mean value |
C(A1)-0O(A1) 1.196(4) 1.196(6) C-C-C: 114.5(15) 114.6(24)
C(A2)-0(A2) 1.194(4) 1.199(4) 0-CC: 108.1(26) 109.7(19)
C(A3)-0(A3) 1.204(4) 1.197(4) C(A)-0-C: 117.5(8) 117.2(5)
C(A4)-0(A4) 1.197(3) 1.203(4) O(A)-C(A)-0 : 122.7¢5) 122.6(7)
C(A5)-0(A5) 1.192(5) 1.207(4) C(M)-C(A)-0: 111.9(7) 111.7(7)
C(A6)-0(AS) 1.188(4) C(M)-C(A)-O0(4) : 125.3(5) 125.7(2)

mean value

cC: 1518(11) 1.508(5)
coO 1.444(6) 1.445(6) Intramolecular Contacts less than 304
0-CA) : 1.347(7) 1.346(11) D-Glucitol Xylitol
C(A)-C(M) : 1.479(12) 1.479(6) Hexaacetate Pentaacetate
C(4)-0(a) - L195(5) 1.198(8) C(1)~0(A1) 2.662(3) 2.681(5)
C(3)-C(2)-C(1) 114.6(2) 115.4(3) C(2)---0(A2) 2.672(4) 2.673(4)
C(4)-C(3)-C(2) 116.3(2) 116.4(2) C(3)--0(A3) 2:684(4) 2.674(4)
C(5)-C(4)-C(3) 112.7(2) 111.9(2) C(4)---0(A4) 2.698(4) 2.680(4)
C(6)-C(5)-C(4) 114.6(3) C(5)--0(A5) 2.652(4) 2.627(5)
0(1)-C(1)-C(2) 109.6(2) 112.0(3) C(6)---0(A6) 2.683(5)
0(2)-C(2)-C(1) 110.6(2) 108.9(3) C(3)--0(5) 2.856(4)
0(2)-C(2)-C(3) 100.7(2) 1104(3) C{4)--0(6) 2917(4)
0(3)-C(3)-C(2) 111.9(2) 111.1(2) C(5)--0(3) 2.905(4) 2.947(4)
0(3)-C(3)-C(4) 107.3(2) 108.9(3) C(6)--0(4) 2.842(4)
0(4)-C{(4)-C(3) 112.3(2) 111.9(2) O(1)--0(2) 2.801(2) 2.833(3)
0(4)-C{4)-C(5) 103.9(2) 107.1{3) 0(2)-0(3) 2.872(3) 2.838(3)
0(5)-C(5)-C(4) 106.3(2) 107.5(3) 0(3)-0(4) 2.811(2) 2.814(3)
0(5)-C(5)-C(6) 110.7(3) 0(4)--0(5) 2.867(3)
0(8)-C(6)-C(5) 108.5(3) 0(5)-+-0(6) 2.851(3)
C(AD-O(1-C(D 116.9(2) 117.5(3) 0(1)--0(3) 2.870(3) 2.846(3)
C(A2)-0(2)-C(2) 116.7(2) 116.6(2) 0(2)--0(4) 2.902(3) 2.927(3)
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Table 5. Torsion Angles(®)

D-Glucitol Xylitol D-Glucitol Xylitol

Hexaacetae Pentaacetate Hexaacetae Pentaacetate
C{1)-C(2)-C(3)-C(4) —170.6(3) 1718(4)  C(2)-C(3)-0(3)-0(A3) —107.6(3) 109.8(3)
C(2)-C(3)-C(4)-C(5) 1735(4) —1681(4)  C(4)-C(3)-0(3)-0(A3) 1238(3) —120.7(3)
C(3)-C(4)-C(5)-C(6)  —180.0(4) C(3)-C(4)-0(4)-0(Ad) 107.1(3) —108.5(3)
0(1)-C(1)-C(2)-C(3) ~704(2) 674(3)  C(5)-C(4)-0(4)-0(A4) —130.8(3) 128.6(3)
C(1)-C(2)-C(3)-C(3) 66.7(2) —629(3)  C(4)-C(5)-0(5)-0(A5) 1462(3) —1541(4)
0(2)-C(2)-C(3)-C(4) 64.4(3) —64.2(3) C(6)-C(5)-0(5)-0(A5) —88.9(3)
C(2)-C(3)-C(4)-C(4) —-69.5(3) 718(3)  C(5)-C(6)-0(6)-0(A6) —137.6(4)
0(3)-C(3)-C(4)-C(5} —60.4(2) 654(3)  C(1)-0(1)-C(A1)-O(AD -0.6(3) 26(4)
C(3)-C(4)-C(5)-C(5) —574(2) 164.6(4)  C(2)-0(2)-C(A2)-0(A2) —23(3) ~6.8(3)
0(4)-C(4)-C(5)-C(6) 532(3) C(3)-0(3)-C(A3)-0(A3) 1.8(3) 4.9(3)
C(4)-C(5)-C(6)-C(6) 57.2(3) C{4)-0(4)-C{(A4)-0(Ad) -5.6(3) 39(3)
0(1)-C(1)-C(2)-0(2) 54.2(2) —574(3)  C(5)-0{5)-C(A5)-O(AS) 2.7(3) -6.1(3)
0(2)-C(2)-C(3)-C(3} —59.4(2) 612(3)  C(6)-0(6)-C(AB)-O(A6) 5.2(3)
0(3)-C(3)-C(4)-0(4) 566(2) —547(2)  C(1)-0(1)-C(AD)-C(M1)  1788(4) —177.2(5)
0(4)-C(4)-C(5)-0(5)  —1792(3)  —725(3) C(2)-0(2)-C(A2)-C(M2)  177.2(4) 172.6(4)
0(5)-C(5)-C(6)-0(6) ~63.0(3) C(3)-0(3)-C(A3)-C(M3) —1789(3) —1754(4)
C(2)-C(1)-0(1)-C(AD) 155.8(3) 972(4)  C{4)-0(4)-C(A4)-C(M4)  1740(3) —177.1(4)
C(1)-C(2)-0(2)-C(A2) 828(3) —864(3) C(5)-0(5)-C(A5)-C(M5) —178.3(4) 174.7(4)
C(3)-C(2)-0(2)-0(A2) —149.9(3) 145.9(3) C(6)-0(8)-C(A6)-C(M6) —176.1(4)

Table 6. Comparison of Torsion Angles
Values for the Alditol

for the Carbon Chains of the Alditol

Acetates with Corresponding

D-Glucitol D-Glucito! Hexaacetae Xylitol Xylitol Pentaacetate.
0(1)-C(1)-C{(2)-C(3} -1739 -704 -1749 674
C(1)-C(2)-C(3)-C(4) -524 -170.6 176.0 1718
C(2)-C(3)-C(4)-C(5) -178.1 1735 -170.1 —168.1
C(3)-C(4)-C(5)-0(5) 1732 164.6
C(3)-C(4)-C(5)-C(8) —1798 —-180.0
C(4)-C(5)-C(6)-0(6} -174.1 57.2

o] 5 79 alditol acetatedl 2] FH4
o) ek MZ b 5 /N2 acetates ¥ALEH
AMA AYde)s) APAEEL) REE T U
2 2o gl AX x| lch A P
Aol C(sp)-C(spP 7t 1514(10), C(sp*)-0:
1.444(6), C(sp)-0: 1.347(9),. C(spH =0 1197
(6), C(sp?)-Clsp) : 14799 Aol T A=
£ Clsp")-C(sp®)-Clsp) 7} 1146(1), O-Clsp>)-C
(sp*) : 109.4(23), C(sp?)-0-C{sp*) : 1174(7), 0=
C{sp?)-0: 1226(6), C(sp*)-C(spH)-0 : 111.8(7),
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7b e ejdEe] o] AYERY 13-4534-E
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sted AJ71 27} non-linear, bent §¥4 AMS confo-
rmation-& Z= D-glucitol#} D-glucitol-pyridine co-
mplex AAMe] el =, C(3)-C(4) 2E
FHE 120° H¢ F A7 P71 C(2)-C(3) ¢
C(6)-0(5) ZAY7re) 4324-& F0]7) sizted o}
A C(4)-C(5) A¥FHE 12023 A3l 47 dou-
ble sickel formg zZ+= E2}7} maltitol(4-O-a-D-
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23 C(4)-C(5) AYTAE 77 120°4 A3}
o] %) 7]+ bent conformatione)d = C(3)-0(3)¢}
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D-Glucitol hexaacetated| 4= D-glucitol®] -OH
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Aol 0(2)9F 0(4)7ke] 7o) 25802 uhy
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e7h 290208 A2 QA AT #73h} C
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NMR d74e M= o] F F EAFol 3h coupling
constant@t2] 73S xylitol= xylitol pentaace-
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Aol A8} vl37bA) 2 extended B4 A}S confor-
mation-e 2t FEZ WA wteba C(2)-0(2)
2} C(4)-0(4) 7} M2 337 wjds]of gie}. $)9)
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(3)-03)= sl widse) glen O()FH O
(3) ol 2846 A2 A gob 4 13427
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N AR C(2)-0(2) 9 C(4)-0(4)& 172 ¢
Huidel o <k HHd4 Holyd e 2}z
+0.0358F + 0047 Aole}. C(D)elA CGY7HA) b
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Ut

Alditol §-z}2] €t4 A}& conformationel] 2%l Je-
firey9} Kim®] o}-&o] acetate 3§54 vleju}
2 etk 82 )22 pentitol®} hexitols] AR 72
e #F Pk 28y D-glucitotel]l B-D-glu-
cose7t 3h} A H 23}, meso-L-glucero-L-gulo-
heptitol# D-glycero-L-allo-heptitol®] FFo)A&
C-0%} C-C Z3rEo] IstshA miadslo] 2l gh
Abe conformationd ZAAUe F4A¢e) §¥ 5
o9E sdel HME %L w3 UL & 5
ek 531 & dApel el acetate B M=
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tion WA ellA] environment effects} -QH2
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Fig. 2. Molecular packing viewed down the & axis. (a) D-glucitol hexaacetate. (b) Xylitol pentaacetate.
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Table 7. Intermolecular Contacts less than 3.50 &
D-Glucitol Hexaacetae Xylitol Pentaacetate

C(AL)--O(AS)a 3341 C(1)--Q(A2)e 3321
0(A2)--C(MI)b 3287 C(3)0(Ad)a 3443
O(A4)--C(M2)c 3438 C(4)--0(Ad)a 3095
O(A4)--C(M3b 3200 C(5)--0(Ad)a 3.160
O(AS)--C(M1)d 3379 O(5)---O(Ad)a  3.358
0(A5)--C(M6)a 3281 C(A2)--C(M1)b 3.354

O(A5)--C(M4)c 3488

O(A5)--C(M5)a 3.422

symmetry code

a.-x—1y 2 a.x, —y+15 z+05
bix, y+1, z b —-x+1, y-05 -z+15
ci-x+1, y+05 -2+1 c:x vy z+1

dix+1l, ¥ 2z

e.x, y1 z

EAEE #A 2 @AFzd B 2l A
A& GEOM computer program®& Al&3<3c),

2 g2 2 8
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