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BBEJIEHUE

XupalbHbIe OJOKH U3 CaXapoB HAXOAT IIMPOKOE
MIPUMEHEHHE B CHHTE3€ HYKJICO3U0B, KapOaHYKIICO-
3HMJIOB, NMPOCTAHOMIOB M JAPYTUX MPAKTHUYCCKU BaK-
HBIX JIUIST MeIUIMHB coequnenuii [1-4]. Cpeaun Hux
BAaXXHBIMHU U HH/IpOKO I/ICHOHI)3yeMI)IMI/I B CUHTC3C HY-
KJICO3HUJIOB, MPOM3BOJAHBIX CaXxapoOB M JIPYTUX COCIU-
HeHuil sBnsgercs 2,3-0O-aneronnn-D-pubosa, koropas
IIPH aKTHBAIMW MIPOMOTOpPAMH 00pa3yeT peakKIMOH-
HOCIIOCOOHBIN KaTHOHOIMOMOOHBIN WHTEPMEIUAT, pPe-
arupymolMil ¢ JTOHOpaMH ¢ OOpa30BaHHEM IPOAYK-
TOB DIMKO3UIHOTO THIA. OJHAKO B 3THUX PEAKIUAX
BO3MOYKHBI M TIOOOYHBIC HarpasiieHus. PaccMoTpeHbl
OCHOBHBIC HpOZIyKTBI B THUIIOBBIX peaKum{x aleTo-
HupoBaHus D-pu0o3pI, TpoBeAcHA CpaBHUTEIHHAS
UACHTH(QUKAIUS Psiia CTPYKTYP; MACC-CIEKTPOCKO-
MUYECKU TMOJTBEPIKIACHO 00pa30BaHUE MaKPOIMKIIN-
YECKUX TPUMEPOB U TETPAMEPOB.

PE3VJIBTATBI 1 OBCYXX/JIEHUE

B xonme xarammsupyemoir TMSOTf-CF;COOH
peakIuy MoJIy4eHHoro u3 arnetonuaa 1b mmumara 2

454

¢ Me;SIiCN cornacuo [5] BMecTo oxumaemoro Iua-
Hoareransi 3 HaMH OOHApy)KeHa CMECh MaJIOIOJIsp-
ueix (TCX) npoaykros, He comepkammx CN-rpymm
(cxema 1).

Taxoit ucxon peakiuu oObSICHIETCS TEM, 9TO 00pa-
3YIOIIMICS U3 UMKIaTa 2 KIIF0YeBOH KapOOKaTHOH 4,
BHUJIMUMO, K3-3a HEJOCTATOYHOM aKTUBHOCTH PEaKIu-
OHHBIX TTAPTHEPOB, MIPETEPIICBACT BHYTPU- U MEIKMO-
JICKYISIPHYIO [UKIU3ALUI0 U OJUTOMEPU3AIUIO, TIPU-
BOMSI K TOOOYHBIM MPOIYyKTaM. B 3TOM sKcIiepuMeHTe
YIAJ0Ch BBIACIUTH C HU3KUM BBIXOIOM MAaJIOTOJISIP-
HbIi cormacHo TCX mpoAyKT, KOTOPBI BIOCIEACTBUU
ObUT MICHTUDUITMPOBAH Kak aumep 5. OTMeTuM, 4to
B HEMPOpearupoBaBIIeM UMHJIATe 2 B PE3yIIBTATe H30-
MEpHU3allid COEepKaHUE O-aHOMEpa HECKOJIBKO CHU-
sxeno (a:ff = 2:8).

W3BecTHO, YTO B CMHTE3€ HYKJICO3UJIOB, B PEaKIIU-
SIX TITUKO3WJINPOBAHUS CaXapOoB M JIPYTUX XUMUYECKUX
MIPEBPAIICHUSAX KJIFOUEBBIMU SIBJISIIOTCS KATHOHHOTO
tuna uHTepMenuarbl 4 [6-9]. Mbl mpeanonoxuim,
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YTO MOJJO0HBIE KAPOOKATHOHBI MOTYT 00Pa30BBIBATHCS
Y B KHCIOTHO-KaTAJIN3UPYEMBIX PEaKIUsIX alleTOHH-
poBanus D-pr0o3b1, ¥ TOATOMY PEIINIH BBIIEIUATE U
HIEeHTU(GUIIPOBATH BO3MOKHBIC B PEAKITUAX TIEPEX0-
na coequaeHU 1—5 pomykTel. s MmogenupoBaHus
YCJIOBHI CHadaja B KAYECTBE KaTaIn3aropa B PeaKilu-
SIX allETOHUPOBAHMS ObLJIa UCIIBITAHA CepPHAsl KUCIIOTA
U 3aTeM psiji 0osiee ci1adbIX OPraHu4YeCKUX KUCIOT.

B mepBom cirydae B oxnaxknenusii g0 0°C pac-
TBOp D-prbo3br B Ge3BomHoMm ametoHe (1 r/30 mur)
npubasmsun cepuyto kuciory (10 mon %) u 3arem
TEeMIIepaTypy peaklMOHHON Macchl B TeueHue 30 MUH
noBbIranu 10 koMHatHoW. Metomom TCX crauana
nerexktupoBanu aueronug la (Ry 0.12, merponeii-
HBII 2¢up-oTunanerar, 7:3) u D-pubo3y (Ha crap-
te). ITo ucreuennu 5-6 u, Hapsy ¢ aneToHUaIOM 13,
ObuIM OOHApy’KEHbI 2 MAJONOJIAPHBIX NpoayKTa ¢ R¢
0.57 u 0.51 (merponeitnbiii >pup—sTHIanerar, 7:3).
[Mockonbky 1o ucreuennu 24 1 TCX-kapTuHa HE Me-
HsIach, PEAKIMOHHYIO Maccy HeWTpanusoBanu EtzN
U IPOJIYKTHI PEaKIMU BBIJIEISUIA KOJIOHOYHOM XpoMa-
torpadueii Ha SiO, (cxema 2).

B navane ameronnn la oTmensiiv oT MaNOMONSIP-
HBIX TponykToB. Criekrpanshbiii IMP 1H anamus
MAJIOTIOJISIPHOM CMECH TOKa3all Haluune 3 COenHe-
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Y TIPOU3BOJIHBIE CHIIaHA

auii 5-7 B coornomennu 1:1.7:0.7, cOOTBETCTBEHHO
(tabm. 1, puc. 1), uTo OBIIO OMpPE/ICICHO 0 MHTECHCHB-
Hoctu curHanoB CH,O-rpynmnsl. IloBropHoii xpoma-
torpadueii aToii cmecu coenunenue 5 (Ry 0.57) ObL10
BBIJICJIEHO B MHAMBUAYAJILHOM BHUJIE, & COSIUHEHUS 6
W 7 paznenuth He yhanock. [Ipu karanuse peaxiyu
arieroHupoBanus D-pubo3er xak p-TSA, Tak u Kam-
(bopcyabPOKUCIOTON, HAPSAY ¢ OCHOBHBIM alleTOHH-
oM la, Takxke 0O0pa30BBIBAIMCH COCAMHEHUS 6 u 7.
Opnnako B ciyvae katanmmusza PPTS naxe npu amuTens-
HOM BBIJICP)KUBAHUN PEAaKIMOHHON Macchl HaOona-
Joch 00pa3oBaHHe OCHOBHOTO alleToHUAa 1a u aumib
HE3HAYNTENBHOTO KOJIMYECTBA aHTHIPOIPOU3BO/I-
HOTO 7.

CriekTpanbHble XapaKTEPUCTHKH COCTUHEHUS O,
MOJIYYSHHOTO Kak 1o cxeme 1, Tak u mo cxeme 2 (MH-
JIMBUIyalIbHOE, CaMOe MaJOMOJSIPHOE COCIUHEHHUE),
OKa3aJuCh NPAKTHYECKH HUACHTHYHBIMH. CpaBHEHHE
UX CHEKTPaJIbHBIX JaHHBIX ¢ JuTeparypHbivu [10, 11]
TTONTBEPkIaeT 0ObpazoBaHue AuMepa 5.

Jliss  KOPPEKTHOTO  YCTAHOBICHHS CTPYKTYPHI
1,5-anTHapocaxapa 7 OBUT OCYIIECTBIICH €r0 BCTPEU-
HBI CHHTE3 MyTEM BHYTPUMOJICKYISIPHOTO [IUKII03a-

MBIKaHHUS HOAPOU3BOIHOTO 8 (cxema 3).
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Cxema 2
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p-TSA - napa-tonyoncynbhokuciora, CSA - kampopcyibhoKuciora,
PPTS - nupununus napa-roiayoscyibpoHat

CTpyKTypsl COEAMHEHHUH 5—7/ MOATBEPKIACHBI
nauabiMu criektpo IMP 1H u 13C ¢ ncnonssosanmu-
em {*H, 13C} HSQC, {*H, 3C} HMBC u {*H, H}
COSY, {*H, H} NOESY koppeisIMOHHBIX CleK-
TpPOB.

XapakrepucTHaabIME B criektpax SIMP 3C nn-
Mepa 5 u 1,5-anruapocoequHeHns 7 SBISIOTCS CUT-
Hasbl aHOMepHOTo yrmepona CL: 8¢ 107.68 m.a. s
coenunenus 5 u d¢ 100.45 m.a. ans coenuHeHus 7.
AHanmu3 JaHHBIX crekTpockonuu SIMP 13¢ s u-
Mepa 5 ¥ aHTUAPOIIPOU3BOAHOTO 7 CBHAETEIBCTBYET
0 TOM, YTO BCE€ YITICPOIHBIC CUTHAIBI KapKaca COCIH-
HEHUS / MCHBITHIBAIOT CHIIBHOMOJILHOE CMEIICHUE Ha

Ad¢ 2.8-10.2 M.x 9TO OAHO3HAYHO CBUIETENBCTBYET
0 HaJTMIUH OOJIBIIIEH CTePUIECKON HAMIPSHKEHHOCTH B
CTPYKTYpE aHTHIPOMPOU3BOTHOTO 7 TIO CPABHEHHIO C
JumepoMm 5 (tadm. 2).

Ha ymenblieHHe cTepruecKkol HampsiKEHHOCTH B
CUMMETPUYHOM JHUMepe 5 yKka3bIBaeT U3MCHEHHUE Be-
JIMYUH KOHCTAHT CIHH-CIIMHOBOIO B3aMMOJCHCTBUS
(KCCB) 3a cuer audapanbHBIX yIIoB. Hampumep,
Habmonaetrcst m3meHenue BenmnuuHbl KCCB mexmy
MIPOTOHAMHU H2 u H3 (6.0 Tx B omytmume ot 4.5 T'ir B
COEIIMHEHNH 7) U TIOSIBISIETCS PAaCIIEIUIEHHE C BEIU-
amroit 1.1 T’ Mexy y3moseivMu npotoramu H2 i H3
W3-3a OTKJIOHEHHs OT audapanbHoro yrma 90° (mis

Ta6auua 1. Jlanusie AMP *H u 13C cnexrpos coemmnenuii 5-7 B pactsope CDCly

Criexrp SIMP 13C Criextp SIMP 1H
Jlur.
COCIITHEHUS COCTMHEHUS
CCBUIKA
5 6 7 5 6 7
- 106.80 96.54 99.80 5.05¢ 5.44 1 (4.5) 5.45¢
- 86.62 72.11 81.32 4.50 n (6.0) 4441 (45,4.5) 4.29 1 (5.5)
- 81.98 72.09 79.26 4.83 1.1 (6.0, 1.1) 4.25 1.1 (7.6, 4.5) 4.33 1 (5.5)
- 87.75 69.65 77.55 4291n(1.6,1.1) 447 1.1 (9.1, 7.6) 4.70 1 (3.8)
3.68 m.1 (11.7, 1.6) 3.85 m.1(11.1,9.1) 331 1(7.3)
- 65.29 61.29 62.98
3.77 n.n (11.7, 1.6) 4.01 n.n (11.1, 7.6) 3.43 n.n (7.3, 3.8)
110.89
[9] 111.94 [109.49] 112.16 - - -
[10] 26.48 |26.14[26.41]) 25.92 147 c 1.55 ¢ [1.60 (¢)] 146 ¢
[11] 2490 |25.33[25.07]] 25.27 131c 1.38 ¢ [1.35 (¢)] 1.29¢
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Puc. 1. JTuddysnonno-ynopsnouennsiii ciekrp DOSY na spax *H cMecu coenunennii 5-7 B pactsope CDCly

coeaquHeHus [ 3J2_3 =~ 0 I'm). Takke 3aMETHO U3Me-
HaeTcs 3HaueHue remuHanbHo KCCB npoToHOB Me-
tuiieHoBoi rpynmsl Cg: 11.7 ' s coenunenus S5 u
7.2 I'u s coenunenus 7. B cnextpe NOESY nume-
pa 5, Hapsay ¢ MMKaMy, OTBEYAFOIINMHU 33 B3aUMOJICH-
CTBHS TIPOTOHOB MeTHIbHOH Tpymsl C8 ¢ H? n H3,
TTOSIBJISIIOTCST  KPOCC-TIUKHA TIPOTOHOB TE€MHHAJIEHOTO
metma C/ ¢ Y3JI0BBIMH TTPOTOHAMH H! & H4, gro He
HAOIIONAIOCh IS aHTUAPONIPOU3BOAHOTO 7 (puc. 2).

OO0pasoBaHue AuAleTOHWAA 6 yCTAHOBJIEGHO IO
nauubM crekrpockornu SIMP 'H u 13C ¢ ucnons-
soBanmem {'H, 13C} HSQC, {H, '3C} HMBC u
{tH, H} cosY, {*H, 1H} NOESY koppensimon-
HBIX CHEKTpOB (puc. 3). PackpbITne aHTUAPOMOCTHKA
C1-C* HCXOAHOTO aHTHIPOIPON3BOIHOTO 7 C MOCIe-
IYIONIeH MeperpynmnupoBKOi U 00pa3oBaHUEM HAlle-
TOHH A 6 C U30MPONMUINACHOBBIMHU 3allIUTHBIMU I'PYII-

namu B nojioxkenusx C1-C2 u C3-C4 MOATBEPKAACTCS
2 HabopaM¥ CHTHAJIOB U3OTIPOIHIINICHOBBIX KeTasei
(ta6m. 1). B crexrpe {*H, 2¥C} HMBC na6mionaercs
B3aMMOJICHCTBUE MPOTOHA aleTalbHOrO LEeHTpa (Oy
5.44 m.11.), a TaKXKe MPOTOHA METHHOBO# rpynmsl (O
4.47 M.11.), HAXOMAIIENCS TI0 COCENCTBY C METHIEHOM
C®, ¢ 4eTBEPTHUYHEIMH KETAIBHBIMH YIIIEPOIAMH TIPH
dc 109.49 n 110.89 m.x. coorBercTBeHHO. [lna ame-
TajapHOrO yriepoaa Haomonarores HMBC kpocc-mu-
KM C METHJICHOBBIMH TipoToHamM¥u (8 4.01  3.85 m.11.)
¥ METHHOBBIM NpoToHOM H? mpu Oy 4.44 m.1., nosno-
xenne koroporo noareepxkaaercas KCCB yuc-uzome-
pa (3Jyy 4.5 T'n) ¢ aneTansHBIM NPOTOHOM. 3HAYEHHS
KOHCTAHT 3J,y MeX/Ty METHHOBBIMHU TipoToHamu H? 1
H3 (4.5 T'u), a Taxxe H3 u H* (7.6 ') ykassiBaeT Ha
yuc-KOHQUTYPAIMIO 3TUX MPOTOHOB. CTEpeoXUMHUs
JqUaneToHua 6 ¢ o-opueHTanueld 00enx M30MpoIT-
JIUJICHOBBIX 3alIUTHBIX TPYII TaKKe MOATBEP)KAACT-
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Pearentsl u ycioBust: a, I, Im, PPhg, CH,Cly; b, NaH, THF.
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Taonuua 2. [lanasie cuekrpos IMP IH u 13C coenunenuii 5u 7 B pacTBope aneroHa-dg

Cnexrp AMP 13C Cnekrp SIMP 'H
COCIMHCHHUS COCIMHEHHSI

5 7 5 7
107.6 100.45 497 c 532¢
87.52 82.21 4.47 1 (6.0) 4.21 1 (5.5)
82.93 80.13 4.79 n.n (6.0, 1.1) 4.41 1 (5.5)
88.51 78.35 4221tn(l.6,1.1) 4.66 11 (3.6)
6585 6245 ALaa (17 19 R
112.2 112.24 - -
26.79 26.34 1.38¢ 134c
24.98 25.49 127 ¢ 1.23¢

cst nauaeiMu NOESY cniektpos. Tak, cnekrp NOESY
CBHJETEILCTBYET O TOM, YTO METWJIBHBIE IPOTOHEI
H® (5y 1.38 M.1.) M3OMPOMMIMAEHOBON 3aITUTHOM
rpyms ipu atomax C3—C* B3aumoneiicTByIoT ¢ mpo-
tonamu H* u H3 (8, 4.47 u 4.25 m.1.), ipu atomax
C1-C? meTunbHBIE IIPOTOHBI H11 (0y 1.35 m.z1.) maror
NOESY xkpocc-Tiuk ¢ MeTHHOBBIM mpotoHoM H? (8,
4.44 m.11.), a metunbEbie npotorst HO (8 1.60 m.1.)
B3aUMOJICHCTBYIOT C OJHUM M3 METHJICHOBBIX ITPOTO-
HoB HR (8 3.85 M.11.).

Jlnisi OTHECCHHsI CUTHAJIOB COCJMHEHUs 6 M3 9Kc-
nepumenta ¢ H,SO, (cxema 2) B cMecu coenune-
HUM 5-7 Ob1 3apeructpupoBad auddysrnoHHO-
ynopsioueHHsli  cnektp DOSY wHa  sgpax  1H
(puc. 3). HabGmromaembie kod(duieHTsl camoand-
(by3un MO3BOJMIM PA3pPEHIUTh TPEXKOMIIOHEHTHYIO
cMech B TU(GQPY3MOHHOW IIKANe W MOATBEPIUTH OT-
HECEHHUE CUTHAJIOB, MOJYYECHHBIX MO NaHHbIM SIMP
'H u xoppensuMOHHBIM cHeKTpaM. AHaIH3 KO-
s¢pumentoB camonuddy3un ToKazall, YTO Hau-
OoJbIIIel TPAHCIAIMOHHON MOMBMKHOCTBIO B pac-
tBope CDCl; mpu T 25°C ¢ xoapdunmentom D =
(1.3+0.1)x10° wm?%/c oxumaemMo oOnmazaeT aHru-
npousBonHoe 7. Jlnms nmmaneronmnma 6 HaOmromae-
MbId KO3 duiment camomuddysun cocraBun D =
(1.0£0.1)x10"° m?/c. B TPeXKOMIIOHEHTOI CMECH HaH-
menpmmit koodduument D = (8.7+0.1)x10710 m%/c
HaOmromaeTcst [Isi AMMepHOro mpousBogHoro 5. C
y4eToM OJNHM3KOH MPHUPOIABI COCNUHEHUH 5—7 u 00-
IIETO XapakTepa CPOACTBA K PACTBOPUTEIO HAOIFO-

JaeMO€ M3MEHEHHME TPAHCISALUOHHOW IMOJBUKHOCTH
HAaxOAMTCs B IIPSIMOM 3aBUCUMOCTH OT MOJIEKYJISIPHOI
MacChl COEJUHEHU.

Beigenennbie curHanbl coequnenuii 5 u 7 (puc. 1)
COOTBETCTBOBAJIM TAKOBBIM TS MHANBUYaIbHBIX CO-
SIMHECHHM, a OCTAIONIHICS HA0Op CUTHAIOB IPHUITHCAH
K Ouc-arieronuy 6. B pe3ynbrare B UHAUBUYaIbHOM
BUJIe OBUIM BBIJICIICHBI alleToHu L 1a, numep 5 u aua-
LIETOHUJ 6 B BUJIE CMECH C COEIUHEHUEM [ B COOTHO-
nrenun 1:0.7.

B koppextHoctH SIMP-OoTHEceHUs CTPYKTYp
1,5-aHTHaPONIPON3BOTHOTO 7 W TUMeEpa S5 y Hac He
OBLJIO COMHEHHMH, HO MAacC-CHEKTPbl 3THX COEMIH-
HeHUil, CHATBIX Ha mpubope Schumadzu LCMS-
2010EV, onHO3HAYHO HHTEPIPETUPOBATH HE YAAIOCh.
B macc-criekTpe HaOmonanIuch MOJICKYISPHBIE HOHBI
C Maccoif, MpEeBBIIAIOIEH B HECKOIBKO pa3 Maccy
MOHOMepHOro coeauHenus 5. Kpome Ttoro, B cmek-
Tpax coeluHeHusI 5 oT oOpasia Kk 00pa3ily He ObLIO
BOCIIPOM3BOAMMOCTH. OYEBUIHO, B CIEKTPOMETPE B
YCIOBHSX CHEMKH IPOTEKAIOT MOOOYHBIC paiKai-
MOHHBIE TIPOIECCHI, NMPUBOAAIINE K Oojee YCTOM-
YHUBBIM MOJICKYJSIDHBIM HOHAaM BBICOKOl MaccChl.
Hampumep, B OTHOM U3 CIIEKTPOB COSIMHEHHUS 5 mpu-
CYTCTBOBAJI OCHOBHOM MOH M/Z = 468 Jla, KOTOpHIii
(bopmMambHO MOXKET 00pa30BBIBATECS U3 €TO TpUMeEpa
m/z = 516 [la B pe3yinbTare XeJeTpOoITHOro BhIOpoca
3 aromoB kuciopoza (cxema 4).

B cmekrpe Takxke NPHUCYTCTBYIOT MHKHA ¢ M/Z:
419 Jla [9 — H-CH,0-H,0] (40%), 392 (25%), 343
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Puc. 2. Oruecenne curnanos crekrpos IMP 1H, 33C u COSY u NOESY B3anmoseiicTsuii ist aHTHAPOTIPOM3BOIHOIO 7 U JIHMe-

pa 5 B pactBope anetona-dg

(20%) u 296 (35%). [Mocnennuii non ¢ m/z 296 [la
o0pasyeTcsi B pe3yibTare OTHICIUICHUS OHOTO 3BEHA
alleTOHHM/A M OJHOTO aroMa KHCJIOopojaa M3 TpHMepa
(cxema 4).

’\Q‘)//
Ohv'80.65
% 11089/
i S
= > .
o PID 2

~N——

2592 45T H10

Bo3moxkHOCTE 00pa3oBanus Oosiee yIIOTHEHHBIX
CTPYKTYp B XOI€ ChEMKH MacC-CHEKTPOB IPOBEPSITH
Ha TpUMepe CMeCH 5—7 Ha KHMIKOCTHOM XpPOMaro-
Mmacc-criektpomerpe LC/QTOF 6530C (Aligent) B

4 | H2 H3 HE  Hp
Ml e,
£) HYyH1 ‘ -1.35
i w o/ 11.40
H3/H8 :3\74_?{; ) 0 .
X i 145
/ \/)QH
Q o HC—" -1.50
H3% B 1
e pgao|
—800 +1.60
45 44 43 42 41 40 39 wma

Puc. 3. Otuecenue curnanos IMP 1H, 13C cnekrpoB u ocHoBHbie HMBC, COSY u NOESY B3anmoneiicTBus Ui cCOeTUHCHNUS 6
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Cxema 4

O><O
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o

9, trimer m/z 516

1
W

O
@)

X

m/z 296

YCIIOBUAX MOHU3ALUHN BJICKTPOPACHBIIICHUEM U XPO-
MaTorpauueckoro pasueicHus. B pesyiasrare Obuin
MIOATBEPAKACHBl HE TOJIBKO CTPYKTYpPbl COEIUHEHUI
5-7, HO u Hanmuuue TpumMmepa 9 u Terpamepa 10

(puc. 4).

B T0 ke Bpemst st coenunenuit 1b, 2 u 8 — npen-
IIIECTBEHHUKOB COENWHEHUH 5 W 7 — ObuIM Toyde-
HBI BIIOJIHE OXKUJIaEMbIE PE3yJbTaThl MAcC-CIIEKTPOB
(cxemsl 5, 6).

B Macc-cniektpe Gasucuoro areronuga 1b mpwu
XUMHYECKOW MOHM3AIMK (pparMeHTaIvsi HAYMHASTCS
¢ araku H*, snexrponooGoramennoro aroma O cu-
JIOKCUTPYIIbI, IPU 3TOM MPOUCXOIUT OTIHICTIICHUE
[Si MezBut]” u oOpa3zoBanue auona la. [locnenyromee
JIBOWHOE TPOTOHUPOBAHUE KOJBIIEBOTO U aHOMEPHO-
TO aTOMOB KHCJIOPOJIa TIPUBOANT K HHTepMenuary 11,
TpeTepIieBaroeMy (GparMeHTaro ¢ oOpa3zoBaHUEM
MPOAYKTa CYXKeHMs LuKiaa 12, geruaparanueiil KoTo-
poro aanee obpasyercs HukiaooyTeH 13.

o" ~o 0
- -3[0]
)
3.2
A /r, .,
0] > (0] /O)v

%/O// \O
, O/I >~
OI:.O/ ’ .\\O

A\

10, m/z 468

jH, ~CH,0, -H,0

m/z 419

IMomoOueIii s coemunenus 1b pacmax HaGmro-
naeTcs u uis HoampousBogHoro 8. B macc-criektpe
COCMHEHHS 8 HE PEruCTPUPYIOTCS CHI'HAJIBI aHTH-
aponumepa 14 (m/z 582 [1a), Ho U3 Hero B pe3yibrare
BeiOpoca [O] obpasyercs 610k ¢ m/z 566 [la. [pyroi
KaHaJ pacrajia BKII0YaeT 00pa30BaHUE OCKOJIOYHOTO
noHa ¢ M/z 284 JTa, morepst BOIBI Ja€T IUKIOOYTEH C
m/z 266 Jla.

OKCIIEPUMEHTAJIBHA YACTD

WK cnekrpbl 00pa3ioB MOJyYeHbI HAa CIEKTPO-
metpe IR Prestige-21 Shimadzu (SInonwust) B ToHKOM
cnoe. Crexrpst IMP *H u 13C 3anmcansr va criekTpo-
meTpax Bruker Avance-500 (I'epmanus) ¢ pabounmu
yacroramu 500.13 u 125.77 MI'1f cOOTBETCTBEHHO,
BHyTpeHHU#l ctannapt — TMC. Macc-cnekTpsl mo-
aydensl Ha mnpubope LCMS-2010EV (Shimadzu,
SIMOHMST) B YCIOBHSAX XMMHUYCCKOW MOHHM3ALMH TPU
armocheprom pasnernd (XUAJ) (mmpuiieBoii BBOI
oOpasia B pacTBOpe alleTOHUTPHIIA, JITIOCHT — arle-
TOHUTPUI, CKOpocTh motoka 0.1 mi/MuH) B pexrmMe
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X Y

O—Na o)

)

.\\O

% .

Dimer
HRMS (ESI): m/z
Haiineno: 367.1357
Brruncaeno: 367.1363

Trimer
HRMS (ESI): m/z

O*--Na

Haiineno: 539.2100
Brrancneno: 539.2098

T
Oll. \ O O -\\O

O\\‘ s "/O
': O\ " ‘)3 "Q Oln.(OJAO/
A ’IO

(5><b
Tetramer
HRMS (ESI): m/z
Haiineno: 711.2832
Brrancaeno: 711.2834

Puc. 4. Crpykrypa nonos [M + Na]* coenunenus 5, Tpumepa u TeTpamepa

PETHCTPAINH TTOJIOKUTENBHBIX M OTPHLATEIIBHBIX HO-
HOB Tpu norteHuuane kanwurapa 4.5 u -3.5 kB co-
OTBETCTBEHHO [TemIieparypa Kanusuisipa HHTepdeiica
250°C, remnieparypa HarpeBarens 200°C, remmnepary-
pa ucnapurens 230°C, ckopoCTh MOTOKA PACIIBUISIO-
miero rasa (azor) 1.5 n/mun], u Ha npudope LC/QTOF
6530 (Agilent) B ycnoBusix MOHU3ALUK IEKTPOpAC-
nbuteHreM (MDP) u xpomarorpaduueckoro pasziene-
Hust (omoeHT aneronutpui u 0.1%-Hast MypaBbuHas
kuciota—Bona u 0.1%-Hast MypaBbHHAs KHCJIOTA,
ckopocTh motoka 0.25 mi/muH, XpoMmaTtorpadudeckas
xoinonka C18 Zorbax Extend-C18, 2.1 mMm, 1.8 Mkm)
B PEeXHUME PETHCTPAIMU TTONOKUTEIBHBIX U OTPHUIA-

TENBHBIX HOHOB MpH TOTeHIHuane Kanwuiipa 4 kB
(cxopocts 10 n/mMuH, TEMIEpaTypa OCyIIAOLIETO ra3a
(a3ot) 325°C, naBienue pacmbLIAIONIEro ra3a 4.2 atm).
JlaHHbIE 2JIEMEHTHOTO aHaJIM3a CHHTE3HPOBAHHBIX CO-
enunenunit nmonydensl Ha CHNS-ananmuzarope EURO
EA-3000 (Mramus). Yrusl BpallleHWs M3MEPEHBI Ha
nomsipumerpe Perkin Elmer 341 M (CLLUA). Xox pe-
Ak KOHTpoiupoBaiau MetonoM TCX Ha macTHH-
kax «Sorbfil» (Poccust) ¢ oOHapykeHHEM BEIECTB C
nomoIisio 10%-Horo pacTBopa aHHCOBOTO ajbJCTH/IA
B DTaHOJIE C NOOABKOW CEPHON KHUCIOTHI. IIpomyKTh
PEaKILUK BBIICISUIA METOIOM KOJIOHOYHOH XPOMATo-
rpadun Ha cunukarene (Silica-60, 0.04-0.063, 30—

Cxema 5

0 OH

5><b ~[siMe,Bu] *
1b
OH
S
7 5o
12, m/z 174
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Cxema 6

8, m/z 299

\—[O]
OH
o 0
5. o 5. 0

—Hzo

S A

m/z 284 m/z 266

60 r agcopOenra Ha 1 r BemecrBa). B pabore wc-
MOJIb30BaHBl KOMMEPUYECKH JIOCTYITHbIE PEearcHThI
D-pu6o3a u pacTBOpHTENN KBaTH(DHUKAITIH «49», 0€3-
BOJHBIE PACTBOPHUTENN MOMyYald IO CTaHAAPTHBIM
METOJTUKAM.

5-O-[mpem-ByTun(aumerun)cummni]-2,3-0O-u3o-
nponuiuaeH-p-D-pudodypanoza (1b). K oxmax-
nennomy 10 0°C pactopy 1.0 r (5.2 mmous) 2,3-O-
msonponunuaeH-D-pubodpypanossr  (1a), 0.71 T
(10.4 mmonb) umunasona B 10 mi 6es3soguoro CH,Cl,
IpU TIepeMEIIMBaHINA HA MAarHUTHOW MEIIaKe MpH-
Oapmsum 0.1 T 4-IUMETHUIIAMUHOIIMPHINHA | TTOPIIU-
smu 0.73 r (5.2 mmons) TBSCI. Peakionnyto cmech
MepeMeIUBaIH IIPH KOMHATHOM Temmeparype 6 4, 3a-
TEM MIPOMBIBAIIH MTOCJICIOBATEILHO BOION, HACHIIICH-
M pactBopom NaCl, cymmmm MgSO, u xoHuen-
TpUpOBaiK B Bakyyme. [Tociie xpomarorpadupoBaHus
Ha konoHke ¢ SiO, nonywamu 1.86 r (78%) coenune-
Hus 1b, Ry 0.22 (merponeiinblii a¢up-sTHIaLETAT,
9:1). UK cmektp, Vv, eml: 3396, 2981, 2954, 2935,
2884, 1472, 1383, 1257, 1074, 838, 779, 738. Cnektp
AMP H (CD,Cl,), 8, m.a.: -0.14 ¢ (3H, CHSSi),
-0.17 ¢ (3H, CH3Si), 0.78 ¢ [9H, C(CHj3),], 1.17 ¢
(3H, CH,), 1.46 ¢ (3H, CH3), 3.25 n.x (1H, CH, J 2.6
n 10.8 I'n ), 3.47 a.x (1H, CH, J 2.6, 10.8 T'ry), 4.30
T (1H, C*H, J 2.6 T'n), 4.43 1 (1H, OH, J 10.2 T'),
460 1 (1H, C%H, J 5.9 I'n), 4.68 1 (1H, C?H, J
5.9 TI'n), 5.62 n (1H, CH, J 10.2 I'n). Crextp SIMP
13C (CD,Cly), §, m.n.: =6.09 (CHj), -5.91 (CHy),

O>< O><O O><O ><

14, m/z 582

-[0] 5. 0 O

m/z 566

17.95 (Si—-C~CHy), 24.75 (CHs), 25.50 (Si—-C—~CH),
26.45 (CH,), 64.67 (CH,0), 81.07 (C3), 86.99 (C?),
87.77 (C%, 103.77 (C1), 111.80 (Cy-aueronnna).
Macc-cniexkrp (XA, 200 »B), m/z (I, %): [M]*
ne Habmonaercs, [M +H — OTBS]* 174 (8), [M + H -
H,O — OTBS]* 156 (100). Haiizero, %: C 55.21; H
9.25. C14H,505Si. Beruncneno, %: C 55.23; H 9.27.

5-O-[mpem-ByTun(aumerun)cuann]-2,3-O-u3o-
nponuauaeH-1-0-(2,2,2-TpuxaopITaHOUMH/I0-
nia)-o,p-D-pudodypanosa (2). K pacreopy 0.43 r
(1.4 mmonb) coemnuuenust 1b B 14 mu 6e3BOgHOTO
CH,Cl, npu6asinsun 0.64 ma (6.3 mmons) CCI;.CN u
HecKoJIbKO Karenb DBU, peaknnonHyo maccy mepe-
MEIIMBAIN TIPH KOMHATHOW Temmeparype 4 d, 3aTeMm
pacTBOp ymapuBaiu B Bakyyme. [lomydeHHbIiT ocTa-
TOK ouMmianu ¢uien-xpomarorpagueii Ha KOJOHKE
¢ SiO, (merporeitnbiii 3¢up—otiianerar, 1:1, 1%
Et3N). Beixon 0.43 r (68%) cmecu 20.:2p B cooTHO-
wennn 1:2.5 (IMP 1H 10 MHTEHCHBHOCTH CHTHAJIOB
CMH). [0]2° 74° (c 1, CH,CI,), R 0.56 (meTponeitusrit
spup—sTrnanerar, 9:1). UK cmektp, v, oMt 3342,
2956, 2930, 2885, 1669, 1472, 1383, 1318, 1265,
1115,1074, 970, 839, 740. Macc-criektp (XUAJI,
200 5B), m/z (1., %): [M]" ue mabmonmaercs, 156
(100) [M - OTBS-C,HCI;NQO], 446 (100) [M - H]".
Haiineno, %: C 42.80; H 6.27; Cl 23.68; N 3.10.
C16H28C|3N058i. BBI‘II/ICJ'ICHO, %: C 4281, H 629,
Cl 23.70; N 3.12. KonoHouHo# xpomarorpadueii Ha
SiO, GbUTH BBIACIICHBI HHANBHIYaJIbHBIE AHOMEPBL.
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B-Anomep. Criektp IMP H (C¢Dg), 8, M.z1.: =0.05
¢ (3H, CHs;Si), 0.86 T [9H, Si(CH3)5], 1.10 ¢ (3H,
CHj), 1.38 ¢ (3H, CHj3), 3.60-3.70 m (2H, CH,0Si),
455 n. (1H, C*H, J 5.1, 9.3 I'p), 4.70 1 (1H, C?H, J
5.5Tm), 4.80 1 (1H, C3H, J 5.5 '), 6.65 ¢ (1H, CtH),
8.38 ¢ (1H, NH). Cnekrp SAMP 13C (C4Dy), 8, m.n.:
-5.57 (SiCH,3), -5.72 (SiCH,3), 18.07 (Si—-C—CHy),
24.69 (CH,3), 25.65 (Si—-C—CH;), 26.23 (CH3), 63.57
(CH,0), 81.86 (C3), 84.93 (C?), 88.66 (C*), 106.68
(Ch), 112.62 (Cy-aueronnna), 91.50 (CCly), 160.05
(C=NH).

a-Anomep. Crekrp SAMP 1H (CgDg), 8, m.1.:0.5¢
(3H, CH3Si), 0.90 ¢ [9H, Si(CH3)4], 1.35 ¢ (3H, CH3),
1.53 ¢ (3H, CHy), 3.75 a1 (1H, J 3.2, 12.0 I'ny), 3.95
n.x (1H, CH,0Si, J 1.8, 11.9 Tm), 4.25 m (1H, C*H),
4.45 .1 (1H, C?H, J 5.1, 8.6 I'n)), 4.95 1.1 (1H, C3H,
J4.2,5.0Tn), 6.80 1 (1H, CH, J 4.0 '), 8.45 ¢ (1H,
NH). Crektp IMP 13C (CgDy), 8, M.11.: —5.29 u -5.40
(SiCH3), 18.44 [Si-C—(CH3)3], 25.70 [Si-C—(CH3)5],
26.68 (CH5), 27.09 (CHjy), 61.34 (CH,0), 75.35 (C?),
78.93 (C3), 81.75 (C*), 104.88 (C1), 113.01 (Cy-aue-
tonuna), 161.61 (C=NH).

IIpeBpamennsi TpUXJoOpaueTHINMuAaTa 2 B
cucreme TMSOTf-CF;COOH-Me;SiCN. K pac-
tBopy 0.073 r (0.16mMMmoib) coemuueHus 2 B 3 M
6e3Bororo CH,Cl, mpu —78°C npubasmsim 0.0185 r
(0.16 mmomb) CF3COOH, gepe3 10 muH mocne uH-
TeHcuBHOTO TiepemeniuBanus npubasisuin 0.0036 T
(0.016 mmoms) TMSOTf u 0.016 r (0.16 mmoins)
(CH)3SICN. PeakumoHHy:0 Maccy HepeMeIInBain
30 muH npu —78°C, BblAEpKMBaAJIM 2 4 NPU KOMHAT-
Ho# Temneparype, npudasisutu 0.1 5xB Et;N, pactBop
ynapuBajid B BakyyMme. [1omy4eHHbIi 0CTaTOK OYHIIa-
T C TIOMOIIIBIO (Iiet-xpomMarorpaduu Ha KOJIOHKE C
SiO, (metposneitHblii d(pup—ITUIIALIETAT, CONSPIKAIINIT
1% Et3N, 1:1). IMomyunnu 0.012 r (BeXoa/KOHBEpCHS,
%: 36/60) aumepa 5 B BujIe OCNBIX KPUCTAIUIOR, T.IU.
86-87°C, [a]Z° —46° (c 1.0, MeOH), R 0.57 (merpo-
nerHslit aup-srunanerar, 7:3), .. 86-87°C (97—
98°C [11]), [a]$° —49° (c 4.61, CHCI).

2,3:2",3"-Iu-0-u3zonponuiauaeH-f-pudodypa-
Ho3bI 1,5:1,5’-muanrunpun (5). UK crnekrp, v, em L
2990, 2932, 2870, 1380, 1212, 1134, 1100, 1037, 997,
872. Cnexrp SIMP H (CDCl;, 500 MI'n), 8, m.z1.: 1.31
¢ (3H, C8Hy), 1.47 ¢ (3H, C"Hy), 3.68 1.1 (1H, CH 4 s,
23 11.7, %354 4 1.6 T), 3.77 a1 (1H, CHgs, 2J 11.7,
3)cp.4 1.6 Tm), 4.29 m.x (1H, C*H, 3J 1.6, 3J 1.1 '),
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4.50 1 (1H, C?H, 3J 6.0 I'm), 4.83 .1 (1H, C3H, 3J,.,
6.0, 3J34 1.1 Tm), 5.05 ¢ (1H, C'H). Criexrp SAMP 13C
(CDClg, 500 MT'm), §, m.a.: 24.90 (C8), 26.48 (C7),
65.29 (C®), 81.98 (C®), 86.62 (C?), 87.75 (C*), 106.80
(Ch, 111.94 (C®). Macc-cnexrp (HRMS, UDP, 200
5B), miz (I, %): 367.1357 [M + Na]*. C,gH»,Os.
[M + Na]* 367.1363.

Aneronuposanue D-pu6osnl. Karaans H,50O,. K
oxnaxaernomy 110 0°C pacteopy 1.09 r (7.26 Mmmorb)
D-pu6o3er B 30 Ma 0€3BOTHOTO ameToHa 1Mo KarisiM
npubasnsu 0.4 vt (0.1 5kB) cepHOI KUCTIOTHI U TIe-
peMeITUBaIN TIPH KOMHATHOU TeMIiepaTrype 24 4, Xox
peaknuu KoHTponupoBanu ¢ momomsio TCX. Ilo
OKOHYAaHUU PEAKIUH B PEAKIIMOHHYIO CMECh MprUOaB-
ssu 1 ma EtgN, koHIIeHTpUpoOBanu B BakyyMme U Xpo-
MmatorpadupoBaiu Ha kosoHke ¢ SiO, (nerponeiHslit
adup-srunanerar, 7:3). [omyunmu 0.24 v (19%) r au-
Mmepa 5, 0,66 r (61%) arneronnma la u 0.13 r (10%)
CMECH HETOJISIPHBIX MPOIYKTOB 6+7.

Karanu3 opranmueckumu kuciaoramu p-TSA,
CSA, PPTS. a. K cmecu 2.02 r (13.5 mmons) D-pu-
060361 B 60 Mi1 O€3BOMHOTO ameToHa MPHUOABISITN
0.23 r (1.35 mmoib) p-TSA. PeakiimoHHYIO CMeCh Tie-
peMenMBaiy Npu KOMHaTHOH Temmepatype 48 4. 1o
oxonuanuu peaknuu (TCX) B peakiMOHHYIO CMeECh
npubasmsuin 1 M EtgN, xoHIeHTpupoBanu u nocie
xpomarorpadupoBanust Ha kosoHke Ha SiO, (merpo-
nenHbli sdup-stunanerar, 7:3) momaydanmu 1.48 r
(62%) areronnma 1a, 0.046 r (2.5%) numepa 5 u cme-
cu 0.084 r (7%) ManonoispHbIX IPOAYKTOB 6+7.

b. TTo meroauke (@) u3 0.2 T (1.33 Mmois) D-pubo-
361 B 6 M1 6e3BojHOTO arjerona ¢ 0.03 r (0.13 Mmmorb)
CSA nonyuanu 0.11 r (46%) aneronmma la, 0.002 r
(0.8%) mumepa 5 u 0.015 r (8.8%) cmecu Hemossip-
HBIX MIPOIYKTOB 6+7.

c. ITo meroauke (a) u3 0.43 (2.8 Mmoinb) D-prubo3bt
B 13 M1 6e3Bopnoro amerona ¢ 0.072 r (0.28 mmoun)
MUPHIUHUIS 1aApa-TONyoJCyb(oHaTa MPH KOHBEPCHUHU
63% D-pu6o3sl nomyvanu 0.24 r (78%) aneronuna la
n 0.007 r (2.5%) aHruaponpou3BOAHOTO 7.

1,2:3,4-An-O-n3onponuianaeH-o-D-pudonupa-
Ho3a (6). CriekTpasbHbIe TaHHbBIC TOTYYCHBI ISl CMe-
cu coenuHennii 6+7 meronom SIMP H (puc. 1 u 2).
Crnextp SIMP H (CDCly), 5, m.z1.: 1.35 ¢ (3H, CHHy),
1.38 ¢ (3H, CBH,), 1.55 ¢ (3H, C'H3), 1.60 ¢ (3H,
C'OH,), 3.85 .1 (1H, C°Hp, 23 11.1, 33, 4 9.1 Tm),
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4.01 n.x (1H, C%Hg, 23 11.1, 8Jcg 4 7.6 T'), 4.25 1.1
(1H, C3H, 335, 7.6, %35, 4.5 '), 4.44 1 (1H, C?H, 3J
4.5 T'n), 4.47 n.t (1H, C*H, 33 9.1, 31 7.6 I'n), 5.44 1
(1H, CH, 3J;, 4.5 I'n). Crexrp SIMP3C (CDCly),
3, m.a.. 25.07 (C11), 26.41 (C19), 61.29 (C®), 69.65
(C*, 72.09 (C3), 72.11 (C?), 96.54 (C1), 109.49 (C?),
110.89 (C5).

5-Jle3okcu-5-iion-2,3-0-uzonponuauaen-f-D-
pudodypanosa (8). K nepemernmsaemoii cmecn 0.05 T
(0.26 mmomnb) aneronuna la, 0.16 r (0.62 mmoins)
PhsP, 0.05 r (0.86 mmonb) nmugaszona B 5 mi 6es-
BogHoro Tomyona npu 80°C mopuusiMu npuOaBIIsi-
au 0.125 r (0.49 MMoOIb) MENKOKPHCTATUUECKOTO
rofia. PeakIMoHHY0 cMeCh MepeMeIInBaiu 3 4, OX-
JaXIaIM 10 KOMHATHOW TeMIIepaTypsbl, pa30aBIisuin
stunarieraroM (10 mit), mpoMbIBanu BOAOM, CYIIMIN
Na,SO,4. Ynapuanu pacTBOp U OUHIIAIH OCTATOK KO-
oHO4HOI xpomarorpadueit Ha SiO,. Beixox 0.045 r
(60%), macnoo6pasnoe BemectBo. Ry 0.36 (merpo-
neitublit aup—stinanerar, 7:3). YK cnextp, v, emk:
3430, 1069, 1078. Cuekrp SAMP H (aueton-dg), 9,
m..: 1.30 ¢ (3H, Me), 1.40 ¢ (3H, Me), 3.37 a.1 (2H,
CH,l,J2.6,7.3Tm), 4.28 n.n (1H, C*H, J 7.5, 8.1 T'),
451 n (1H, C?H, J 5.9 T'u), 4.82 n (1H, C%H, J
5.9Tm), 5.39 n (1H, COH, J 3.7 T'u), 5.42 n (1H, CH,
J 3.7 Tu). Criextp SIMP 13C (aneton-dg), §, m.1.: 7.92
(CH,), 24.19 (CH3), 25.89 (CH3), 83.55 (C?), 86.30
(C*), 87.20 (C?), 103.10 (CY). Haiineno, %: C 29.13;
H 4.50. CgH4310,. Beruncneno, %: C 29.18; H 4.55.

1,5-Anruapo-2,3-0O-u3onponuauaen-D-puodo-
(dypanosa (7). K mepememmsaemoii cycrensuu 0.01 r
(0.42 mmoms) NaH B 3 M cyxoro TI'® mpubasis-
au pu 0°C 1o xammsm pactsop 0.1 v (0.35 Mmois)
Hoauaa 8. PeaklMOHHYIO MacCy MepeMelInBaln Mpx
KOMHATHOH TemMrieparype B TeueHue 30 MuH, pasiiara-
T T00ABIIEHHMEM HECKONBKHAX Karellb HACHIIIEHHOTO
BozHoro pactopa NH,Cl npu -10°C, xonueHtpu-
pOBaIM M TPOIYKT peakuuu dKcTparupoBann Et,0
(3x10 ™). OObeTUHEHHBIE OPTaHUYECKHE DKCTPaK-
ThI TPOMBIBAJIA BOMOMW, HACHIIICHHBIM BOJHBIM pac-
tBopom NaCl, cymmnun MgSO, 1 KOHIIEHTPHPOBAIIH.
ITpoayKT ouMIamu XpomarorpapupoBaHHEM Ha KO-
JIOHKE C CHIIMKareseM (meTposeinsiii apup—aTriare-
tat, 9:1-7:3). Beixox 0.06 r (60%), Gensie kpucTai-
761, T 60-61°C (60-61°C [12, 13]), [0]2° —62.9°
(c 0.088, MeOH)]. UK criekTp, v, cM™L: oTCyTCTBYeET
MoJI0Ca TMOTVIOMIEH S THAPOKCUIBHOM Tpymsl (3400

cm™). Criextp SIMP 'H (CDCly), §, m.z1.: 1.46 ¢ (3H,
C"Hs), 1.29¢ (3H, C8H3), 3.31 (1H, C%H,, 23 7.3 Tm),
3.43 1.1 (1H, C°Hg, 23 7.3, 3J55 4 3.8 T'), 4.29 1 (1H,
C?H, 3J,5 5.5 I'm), 4.33 1 (1H, C%H, 3J;, 5.5 I'n),
4.70 1 (1H, C*H, 3,55 3.8 T'm), 5.45 ¢ (1H, CIH).
Cnextp AMP BC (CDCly), 8, m.a.: 25.27 (CHy),
25.92 (CHs), 62.98 (CH,0), 77.55 (C*), 79.26 (C3),
81.32 (C?), 99.80 (Ch), 112.16 (CB). Haiineno, %: C
55.72; H 6.98. CgH;,0,. Boruucneno, %: C 55.81; H
7.02.

3AKJIIOYEHUE

Karanmsupyemble KUCIOTaMH pEakIuH areTOHH-
poBanust D-pubo3b1, npoTekaroiue yepe3 KapooKaTH-
OHHBbIE MHTEpMenuarhl Tuna 4, yka3plBaloT Ha oOpa-
30BaHME MOOOYHBIX TPOAYKTOB, CHHIKAFOIIUX BBIXOJ
U YCIOXHSIOINX OYHCTKY IIEJIEBBIX COCTUHEHHH. B
KapGOKaTHOHHEIX peakiusax 3amemenus mpu CL B co-
CIMHEHUH 2 U TIOJ00HBIX CTPYKTYpax MOTYT 00pa3o-
BBIBaThHCSI IIPUBE/ICHHBIC Ha cxeMax 1 u 2 coemHeHws,
TPUMEP W OJUTOMEPHBIE NPOAYKTHL. OTH (aKTOPHI
CJIeAyeT YUUTHIBATh [IPU ITAHUPOBAHUH PEAKLUH TITH-
KO3HMJIMPOBAHMSI, B CHHTE3aX HYKJICO3HIOB U CXOHBIX
CHTyalusix, TeM Oojee OOJBIIMHCTBO YHMOMSHYTBIX
peaknuii 3a PeAKMMHU UCKIIIOYEHHSIMUA MPOTEKAIOT CO
cpenaumu Bbixogamu 50—70%.
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About Acid Catalysed Acetonation Reactions of D-Ribose
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For comparative identification of side products of the cyanation reaction of the imidate donor with trimethylsilyl
cyanide, the main compounds formed in the acetonation reactions of D-ribose catalyzed by H,SO,, p-TSA, CSA,
and PPTS were synthesized and characterized. The structures of the latter were correctly refined by spectral
methods using 2D technologies and high-resolution mass spectrometry.

Keywords: D-ribose, 2,3-O-isopropylidene-D-ribofuranose, dimer and anhydride of 2,3-O-isopropylidene-
a-D-ribofuranose, 1,2:3,4-di-O-isopropylidene-o-D-ribopyranose, NMR and mass spectra
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