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Koopaunannonssie
MOJICKYJISIPHBIMH  JTHTAHJIAMH,
YETBEPTUIHBIH CIUPOATOM yriaepona,
SBISIFOIIAMUCS ~ NPOU3BOJHBIMU  KapOammua,
OTHOCSATCS K KJIACCy MAJOH3YYCHHBIX BEIICCTB.
OnauM u3 Takux BemectB sBisercs 4,4,10,10-
terpamerni-1,3,7,9terpaasoctmpo-[5.5]yume-
KaH-2,8-1uoH, nin crupokapbon (Sk).

Criupoxap6oH obnamaer HU3KOU
TOKCcUYHOCTBI0O — LDsp cocrasisier 3000 mr/xr
Macchl Gempix Mermeit [1]. JlokazaHo, 4T0 OH

COEIMHEHHUS c
coiepKaIUMHU

crnoco0eH  cTa0win3upoBatb  MeMOpaHHBIE
CTPYKTYPBI IPUTPOLIUTOB, BCJICZICTBHE
OCOOCHHOCTH CBOETO CTPYKTYPHOTO CTPOCHHUS
MOYKET OIIOKMPOBATH (PKpaHUpOBATH)

3apsUKEHHBIC TPYIIBl Ha WX IOBEPXHOCTH U
BIMATh HA H3MCHEHHE KOH(POPMAIMOHHOTO
COCTOSIHUSI OETIKOBO-JTUMUIHONW KOMITOHEHTBI, TO
€CTh MPOSIBIIACT MEMOPAHOTPOITHOCTH [2].

B pabore [3] aBropamm JI. C.
CrapukoBHYeM ©  JPYTHMH,  OTMEUYaeTCs
CBOWCTBO CHOHPOKApOOHA JIETKO MPOXOAWUTH H
HAKATUTUBATBECSA B IUTOIUIA3ME  JICHKO3HBIX
knerok JmHuil L1210 u CEM-T4, Mbimu u
YeJ0BeKa COOTBETCTBEHHO. Tarke JOKa3aHa
[IUTOTOKCUYHOCTh Sk,  IMTOTOKCHYECKHIA
3 dext COTIPOBOXKTACTCS armONTHIECKOM
(dparmenTanmerr  saepHorn JHK B kmerkax
auanu L1210.

[lepBbIit CHHTE3 CIIMPOKAPOOHA OMKCAH B
pabore [4] G. Zigeuners 1966 roxy, kax
NOPOAYKT KOHJCHCAIMU alleTOHa W MOYCBHHEI,
(hopoHAa W MOYEBHMHBI, MOKa3aHbl OCHOBHBIC

nannbie UK- u Y®-ciekTpockonuii, NpejioxkeH
TUN  KPUCTAJUIMYECKOW  PEIIETKH,  BBIXOJ
mpejyiaracMoro  cuHtesa  okomo  25-40%.
IMocnenyromme cuuTe3sl B paborax [5-9] 1o
WH(GOPMATUBHOCTH HOCST CXOJTHBIX XapaKTep.

Bonnslii conmpBaT cnimpokapOoHa cocTaBa
C11Ho0N4O2-2H,0 ommcan B pabore [10], rme
npuBogautcss MK-criexkTp, W JaHbl OCHOBHBIE
YaCTOTHI MOTJIOMICHUS.

YcoBepieHcTBOBaHHUE METOIUKU
CUHTE3a, HCCIEIOBAHUE KPHUCTADIHYECKOH U
MOJICKYJISPHOW CTPYKTYPBI COJIbBATHBIX (HOopM
criupokapOoHa, OTHOCHUTEIHHO MOJTHAS
pacmudpoBKa CIIEKTPOB UK,
PEHTTCHOCTPYKTYPHBIH W pEeHTreHo(ha3oBbie
aHAIM3Bl  JaHHOTO  COCAMHCHUS  SBISIOTCS
aKTyaJIbHBIMHU Ha JJAHHBIH MOMEHT BpeMeHH. Tak
JAHHBI MaccUB TIApamMeTpoOB, HECOMHEHHO,
MOSICHUT 0OJIee MOJIHO XMMHU3M B3aUMOJICHCTBUS
Sk ¢ noHaMu METaIOB, MO3BOJIMT MPEANOJIAraTh
ero OMoXMMHYECKHe OCOOEHHOCTH B YCIOBHAX
in VIitro u in VIVO, OOBSCHHUT MOJICKYJISIPHO-
KPUCTAIUIMYECKYIO  CTPYKTYpy BeEIIeCTBa B
eJoM H ero (GopM, MOTyIaeMbIX TIPU CHHTE3E U
nepekpuctaumzanuu. [lonydeHHbIe TapaMeTphbl
peHTreHoa3oBoro aHaimMza B JIaTbHEUIIEM
MOTYT OBIThH UCTIOJIb30BaHbI TSt
YTBEPIUTEIHLHOTO apryMEHTUPOBAHHS CHHTE3a
HOBBIX KOOPIUHAIIMOHHBIX COCTUHCHHI JAHHOTO
MOJIEKyJIsIpHOTO Jturanaa [11].

3amaueld maHHOW  pPabOTBI  SABIACTCA
UCCIICIOBAHUE BIEPBBbIC TONYYEHHBIX JaHHBIX
PCA  xpucrajuioB  compBaTHOM  (OpPMBI



Hayk. gichux Yoiceopoo. yu-my (Cep. Ximis),2011, Nel(25)

Sci. Bull. Uzhgorod Univ. (Ser. Chem), 2011, e 1(25)

-108-

criupokapOoHa C11Ho0NLO,-1/2GHs0OH,
MOJTyYEHHBIX JTAHHBIX peHTreH0(a30BOro
aHanu3a, TpUBEACHUE pacmmdpoku  MK-
CIIEKTPOB, MOJIy4eHUE u H3y4YeHUE
TepMorpaMMbl ¥ OOOCHOBaHHE  COCTaBa
cOoNmbBaTa, a TaKXe YyCOBEPIIECHCTBOBAHUE

MCTOOUMKH CUHTC3a.
3KCHepI/lMeHTaJIbHaH HacTb

Mero/mka __ cuHTe3a __cnupokapOoHa
(conbBatHO#t hopmbl C11H0N4O,: 1/2GHS0OH):
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Crnupoxapdon min Sk

1. B kpyrinoaoHHy0 K00y BHOCAT 2 MOJIb
moueBuHbl (4.q.a., T'OCT 2081-92), 3arem
npunuBatoT 300mi amerona (ocu. Ph Eur, BR,
NF). KonOy momemaror Ha BOAHYIO OaHIO H
HOAKIIOYAIOT MEIIAIKy JUIi HHTEHCHBHOTO
HepeMeIINBaHUs.

2. C moMoIpi0 OIOpPETKH NPUKAIBIBAIOT
109,2 ma xonnentpupoBannoir H,SO, (u.m.a.,
I'OCT 4204-77 CT C3B 3856-82),c Ttakoit
CKOpPOCTBIO, YTOOBI TemIeparypa B KoyiOe He
noxusuiack Beire 40 - 50 €.

3. [lo oxoH9aHMM NpHUOABIEHHUS KUCIOTHI,
KO0y IUIOTHO 3aKpBIBAIOT M MOMENIAIOT B
tepmoctaT Ha 10 - 15qacoB npu t° 50 — 60 €.

4. Tlo wucTeYeHWH BpEeMEHH, KpacHO-
KOPHYHEBYI0O MacCy IOCTalOT W3 peakTopa H
OTCaChIBAIOT OT OCTATKOB HEMPOPEAarHPOBABIINX
BEIIECTB Ha BaKyyM-BopoHke. [losyueHHyrO
Maccy KpeMOBO-KPAaCHOTO IIBETa M3MENBYAIOT U
HEPEeMEIINBAIOT C allETOHOM, IPOITYCKAIOT Yepes3
BaKyyM-(QUIbTp, TPOLENypy TMOBTOPSIOT 2-3
pasa, Ui yAaneHus: XpoMo(OpHBIX IIPHMECeH.

5. OcraTtok XKeaToBaTO-0eJIoro IBeTa
cyibdara cupokapOoHa, cycrneHsupyot B 200-
300 wmn  guctwumpoBanHon  HO m
HeiTpanusytot 25%pacteopom NaOH o pH=7,
opuenTpoBouHo 150 cm®. CMech OCTaBISIOT
MOCTOATh u chopMHpOBaTHCS
MEJIKOKpHCTAIHYeCKOMY SK, OpHeHTHPOBOYHO
yepes 2-3 yaca 0Cag0K OT(HILTPOBBIBAIOT,
NPOMBIBAIOT BOJOW U CyIIAT.

tu(Tex. SK) =242 €;

6. IIpoBOIAT MEPEKPUCTAIM3ALMIO W3
BOJIBI WM cMemaHHoro pactBoputens H,O u
EtOH, B 06bemMuoM otHOmEeHNN 1:1.

[pu MIEPEKPUCTAIITH3AIHH u3
3TaHOJIBHOTO pacTBopa (hopmupyroTcs
KPUCTAJUTBI 0Oemoro I[BeTa, WX CymaT B

skcukarope Han CaCl B Teuenme 3 aHed mpu
nonwxenHoM nasiiennu 0,4 - 0,6atM.

Beixox 94 — 96 %, t(kpuc. Sk) = 252 €,
BEILIECTBO YCTOIYMBO Ha BO3/IyXE.

OU3NKO-XUMUIECKUM UCCIICIOBaHUSM
ObT  TONBEpPrHYT oOpasen CcroupokapOoHa
HIOJTyYCHHBIH U3 3TAaHOJIBHOTO PACTBOpA:

- TepMOTPABUMETPUYCCKHH aHaIU3 ObLI
npoBefeH  Ha  aepuBatorpade  Q-1500D
(Benrpus) cuctemsl Iaynuk — Iaymuk - Dpueid,
ucnonb3oBasiack HaBecka 50-100wmr, ckopocTh
marpesa 10 C/muH., 4yBCTBHTEIBHOCTE BECOB 1
MT/IelIeHre, TUTENb OTKPHITHIA KepaMHYECKHIT,
aTMocgepa B IIeYd — BO3IYX;

- PCHTIEHOCTPYKTYpHOE HCCIICIOBaHUEC
oOpa3iia MOHOKpHCTAIIA NPOBOJAMIACE HA
mudpaktomerpe “Cunrekc-Pl":  rpaduroBsit
MoHOoxpomarop, A MoK, - wuznyuenue, 0/20-
ckaHupoBanue, 3<20 <55

- peHTreHo(a30BbId aHAIW3 IOPOIIKa
oOpa3na  mpoBeAEH  HAa  PEHTICHOBCKOM
mudpakromerpe JJPOH-2,0; TpyOka ¢ mMexHbIM
anozom (CuKa, A = 154.180mm, Ni ¢pumstp, O°
<0<60).

- UK-criekTphl TOTJIONICHUS 3aMUChIBAIH
na HWK-cnekrpodoromerpe Specord-75IR B
untepsane 400 - 4000 cm™. TIpemapar s
CbEMKH TOTOBWIM B BHJIE CYCICH3HH B
BazeNMHOBOM Macie. lccnenoBanuto ObLTH
OJBEprHyTH KapOamuy (u4.1.a., TOCT 2081-92)
U o0pa3upl  COUPOKAapOOHA,  TOJNyYCHHBIC
MEePEeKPUCTAIUTH3AIMCH W3 BOJHOTO W OTaHOII-
BOJIHOT'O PAaCTBOPOB.

PE3VJIbTATBI U X OBCYXXJIEHUE

[IpoBeneHne  TEPMOTPaBUMETPHUICCKOTO
aHamu3a HaBectd 104 mr mokasano (puc. 1), uto
npu HarpeBanum ~ Oonee 255 T, oOpasen
CIUPOKApOOHA MMOJBEPracTCsl Pa3IoKEHHIO, YTO
noATBepkaaercss yOpuiblo Maccel B 45 %,
CBOJIHbIE JaHHBIE MPEICTABICHHI B Ta0I. 1!

Taoauna 1. CBogHBIE JaHHEIE
TEPMOTPaBUMETPHUICCKOTO aHAIIN3a COTHBATHOM
(hopMbI criupokapOoHa
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Hab6mronaemsie motepu maccet 9 % - 13 %
t °C, narpes | Am, % or 120 T g0 180 T wna kpusoii TT', oTBeuaer
120 9 ynanenuo 0,5 monme C,HsOH, mocienyrorue
128 g m3menenns Macc ot 250 T go 540 T orBeuaror
550 o2 JECTPYKIIUOHHO-KATATUTUICCKUM  H3MCHEHHSIM
260 45 obpasma SK ¢ TOCIEAYIOIIAM  ITOJHBIM
320 85 paznoxenuem npu 540 T, yTo moaTBepKIaETCS
400 92 HamuuneM Ha  kpuBod  JITA  uyereIpex
540 99 5HI09p(pEeKTOB M omHOTO  3K303dpeKTa.
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Puc. 1. Tepmorpamma KpUCTaJUIMYECKOTO CIMPOKAPOOHA, MOyYEHHOTO MEPEeKPUCTAIUTH3ALUEH U3
3TaHOJBHOI'O pacTBOpa

Hannusie PCA: KpucTaiel cojibBaTa  TPYIIE CTATUCTHYCCKH 3aMELIal0T IPYT APYTy B

MOHOKIMHHbIE — a=14,683(6), b=18,769(6), mno3umuu Oc.
¢=5,669(2) A, p=110,66(2), V=1461,9(8) A, OkoHYaTeNbHBIE KOOPAWHATEI  aTOMOB
z=4, mpoctpanctBeHHas rpymna C  2f. NpUBEACHBI B Ta0I. 2:
CrpykTypa pacimppoBaHa IpsMBIM METOJIOM U
YTOYHEHAa METOJIOM HAWMEHBIIMX KBaJIpaToB B
HOJIHOMATPUYHOM aHH30TPOITHOM (H30TPOITHOM
JUIs  aToMOB H, BBIABICHHBIX PA3HOCTHBIM
cuntesom) npubmmkennn g0 R=0,078 (R
=0,081)m1s 10160TpaskeHmii.

ConbBaTUPOBAaHHBIE MOJIEKYJIBI JTaHOJIA Taoauna 2. KoopauHatel aTOMOB
CTATUCTUYECKU HEYMOPATOUYCHHBIC. MOJEKyIa C11Ho0NLO,-1/2GHsOH (xlO4 , IS HXlOg)
C,HsOH renepupyer ock C, u3 aByx atoMoB Oc
u Cc, mpuuem atom C CHz-rpymme m O B OH-
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ATtom X y z
0 1325(2) 2062(2) -954(6)
N(1) 299(3) 2530(2) 810(8)
N(2) 1851(3) 2992(2) 1751(8)
C(1) 0 2988(3) 0
C(2) 1175(3) 2513(2) 480(8)
C(3) 1624(3) 3632(2) 2873(8)
C(4) 896(3) 3420(3) 4120(9)
C(5) 2555(4) 3889(4) 4872(12)
C(6) 1244(4) 4212(4) 837(11)
H(N1) -14(5) 232(4) -1(13)
H(N2) 241(6) 300(3) 139(13)
H(C41) 128(4) 319(3) 561(9)
H(C42) 68(4) 380(3) 468(9)
H(C51) 302(4) 395(3) 424(9)
H(C52) 273(5) 344(4) 571(12)
H(C53) 243(5) 427(4) 521(12)
H(C61) 71(5) 400(3) -96(13)
H(C62) 108(5) 453(4) 142(13)
H(C63) 182(4) 434(3) 23(10)
Oc 1114(20) 483(15) 8960(56)
Cc -59(50) 365(25) 8374(94)
. ATOMBI CTAaTUCTHYCCKU HeyHOpSIZ[O‘IeHHOfI
COJIbBATHOU MOJICKYJIBI 3TaHOJIA.
B crpykrype wmomekyina SK umeer

Kpucramiorpadudeckyo cummerpuio C, (och 2
npoxoauT yepe3 cnmpoatoM C(1) m cocrout u3
JBYX 6-TH WICHHBIX TETEPOLMUKIOB C OOIINM
crmpoatomoM C(1). 64M 4IEeHHBIH TeTEPOIMKI
B SK nMeeT KOH(pOPMAIIHNIO KOHBEPTA C aTOMOM
C(3) cMeleHHbIM U3 TUIOCKOCTH OCTATbHBIX 5
atomoB Ha -0,56 A puc. 2), npuuem meTnIbHBIE
rpymaer - C(5) m  C(6) wumeroT mceBmo-
9KBATOPHATBHYIO u MICEBI0-aKCHATTLHYIO
OpHEHTAaIHH COOTBETCTBEHHO (OTKJIOHCHHUS
atomoB C(5) m C(6) or mrockoct 5-aTOMOB
rerepounkia pasHo -0,09 u -2,11 A
TopcuoHHbIe YTJIBI, XapaKTePHU3YIOIIHe
KOH(OPMAIHIO TETEPOIMKIIA PABHBI:

Vron o,°
C(LN(L)C(2N(2) 3.4
N(L)C(2)N)C(3) 17,4
C(2N2)(3)C(4) 42,3
N(2)C(3)C(4)C(1) 50,0
C(3)C(4)C(1)N(1) 33,4
C(4)C(1)N(1)C(2) 5,6

-110-
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Puc. 2. Ctpoenue cnupokapOoHa

Banenrnsie yriel mpu crmpoarome C(1)
BapeUpYIOT B HeOobioM uHTepBae (108,0(2)-
116,5(5)). OcHoBHBIE reOMETPHYECKHE
napamerpsl  SK  Onusku CTaHIAPTHBIM
3HaueHusM [12] (puc. 3).

K

Puc. 3./lnuHa cBs3ei U BaJICHTHBIC YIJIBI B
crpokapooHe (IOTPENTHOCTH B OTIPeIeIeHUH
mmH cesizeit C-C, C-N, C-O 0,004-0,006 A; C-
H, N-H 0,05-0,06Amorpeumocty B
onpezeicHUH BeIUUnH BaleHTHBIX yrioB CCC,
NCO, CNC 0,2-0,4 CCH, CNH - 2-3)

B kpucraiuie wmonekyiasl SK cBsizaHbI
MEXKIY COO0H MEXMOJIEKYIsIpHBIMH H-cBS3sMEU
N(2)-H..O (.5x%, .5y, z) (N...O 2,870(2), HQ
1,97(2)A, NHO 170(3)°u N(1)-H..O (-x, vy, -
5-z) (N...O 3,066(2), HQO 2,38(2)A, NHO
151(3Y o0pazys H-cBs13anHBIE CJIou
napauiensHbie  wiockoct  (101). Taxke B
mesxmMonekyspaoit H-cszn Oc-H...0 (X,y,1+2)
(O...0 2,98A) yuactByer conpBaTHpOBaHHAs
MoJieKyJa taHouna (puc. 4).



Hayk. gichux Yoiceopoo. yu-my (Cep. Ximis),2011, Nel(25) Sci. Bull. Uzhgorod Univ. (Ser. Chem), 2011, e 1(25)

-111-

Puc. 4. PacionoskeHre MOJIEKYJT B KPUCTAJUIE COJIbBATHOM (hOpMBI criupokapOoHa
C11H20N40,- 1/2GHsOH B mockocty - X, Y, Z

Neo | 20° d, A I/lo
IIpoBenenune peHTreHO(})a30BOTO aHaIM3a 1] 9.49| 9.3187 439.95
MoKa3alo, 4TO C11H20N402 1/2GHsOH 2 | 9.95| 8.8934 1000.00
XapaKTepu3yeTcsi WHIUBHIyaJbHBIM HabOpOM 3 | 11.84| 7.4752| 54.86
3HAYCHUH MEKIUIOCKOCTHBIX DPACCTOSHHU U 4 | 16.27| 5.4466] 3.09
OTHOCHTEIBHBIX WHTEHCHBHOCTEH Tabm. 3, u 5 | 17.29/ 5.1299] 9.99
SIBISICTCS. MHJVMBHYAITGHBIM KPHUCTAIUIMIECKAM 6 | 19.32| 45948 34.30
BemecTBOM (puc. 5). 7 | 19.99] 4.4429| 17.22
Ananmn3 UK-cnekTpoB conbBaTHBIX (opM 8 | 21.07] 4.2156] 16.92
crniupokapbona (puc. 6 u puc. 7) MpOBOAMIICS C 9 | 22.28/3.9901] 26.26
YeTOM TOro, HTO Ha CaMux CIeKTpax 10| 23.74| 3.7476] 10.63
HCKItoyanach  obmacte mpu 2325 oM 11| 2524| 3.5282| 10.73

noromenue CO,, u o6nacts 3000 — 280GMm 2,
1460cm™ 1 1380cM™, KOTOpBIE COOTBETCTBYIOT
MOTJIONICHUIO Ba3eNMHOBOTO Macia [13].

12| 25.72| 3.4639| 3.73
13| 25.97| 3.4313| 3.74
14| 28.42| 3.1409| 31.50
15| 30.02| 2.9769| 43.45

Tao6anua 3. 3HaueHUI MEXIIIOCKOCTHBIX 16| 31.93| 2.8027| 13.37

paCCTOHHI/Iﬁ 1 OTHOCHUTEIBHBIX HHTEHCUBHOCTCH 17]32.38| 2.7648 4.74

C11H20N,05 1/2GH:OH 18| 34.55| 2.5963| 3.66
19| 36.44| 2.4659| 4.98

20| 43.10| 2.0987| 3.79
21| 48.13| 1.8908] 2.92
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Puc. 5. Inppakrorpamma kpucramrnueckoii popmsr crmpokapoona Ci1HogN4O,- 1/2GHsOH

Tak  Kak  CcHHUpPOKApOOH  SBIAETCS
TeTepONPONU3BOJHHIM MOUYEBHHBI U  alleTOHA, TO
B HEM JIOJDKHBI TIPOSIBIISITECS. HEKOTOPBIE 00IIre
tenaeHuun B UHK-cmektpax. Tak, Hampumep,
CIIeZlyeT OXHIaTh, YTO TMpH OOpa30BaHUHU
KOOPIMHAIIMOHHOM CBSI3U Yepe3 aTOM KHCIOpOo/ia
3HaueHWe BOJHOBOTO uucia cBsizu C=0O Oyxper
MTOHKATHCS. IIpu 00pazoBaHNH
KOOpPAMHAIIMOHHON CBSI3M depe3 aroM a3oTa
JIOJDKHO HAONIONaThCs 00OpaTHOE W3MCHECHHE
BOJIHOBOTO 4mcia [14].

W3BeCTHO, YTO ISl KPUCTAUTU3AMOHHOM
BOJIbl XapaKTEPHbI TOJOCHI TOTJIOMICHUS TIPH
3550 — 3200 cmM" (aHTHCHMMETpHUHBIE U
CHMMETpHUYHBIC BaJieHTHbIe KojieGanusi O-H) u
mpu 1630 — 1600 cm™  (zeopMarroHHEIE
koebanus  HOH)  [15], cremoBarensHO,
BO3MOJKHO HAJIO)KEHHE BAJICHTHBIX KOJCcOaHMit
O-H Ha oOnacte BaneHTHBIX KoieOanus N-H
HaXOJISAIIUXCS PSIOM.

mpt R I e RS
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Puc. 6. UK-cnexTp kpucrammmdeckoii popmel cimpokapoona CiiHoN4O,-2H,0, BazennHoBoe Maciio
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Puc. 7. UK-cniektp kpuctammndeckoit popmel crimpokapoona CiiHoN4O,-1/2GHsOH, BasennHoBoe
MacJo
W3BectHO, uYTO 11 KapOamuaa W ero npezienax o0JIACTH XapaKTePHCTHUECKUX YaCTOT
MIPOU3BOIHBIX TUITUYHBIC muamasonel  rpymn 1820 - 1620 cm’, wame Bcero
MOTJIONICHHUS TAKOBBI [16]: nposiBisieTcss okono 1660 - 1640cm™ B BHe
WHTEHCUBHOM CHUHIJIETHOM momockl [18].
Ornecenne Jnamazon, om™* Hpnmeyarne CoBMeCTHOE MPOSABICHHE KapOOHUIBHOMN
v(C=0) 1690 - 1620 CuibHast monoca N-H
vad C-0) 1260 - 1150 CuutbHast TIoj1oca KOMIIOHCHTBI u - HPUBOAUT K
v(N-H) 3500 - 3200 Cpenseii HHTCHCHBHOCTH (GopMUpPOBAaHUIO BAJIEHTHBIX KoaeOaHuil amui-|
S(N-H) 1650-1600 CpenHeil ”HTEHCUBHOCTH _ -1
3(C-N-H) 1600-1500 Cpe/iHeill HHTEHCUBHOCTH B obmactn 1690 1530 e [19]' Harme

Hanmnune B coegunenusx  CHz-rpynn
o0yciaBnMBaeT TMOSABJICHUE JABYX Pa3IMYHBIX
noxoc B obmactu 3000 - 2900cm™. Tlepsast u3
HUX - pe3yJabTaT ACUMMETPHUYHOTO BaJCHTHOTO
Kosebanusi, B KoTtopoM aBe cBs3u C-H

pacTATHBAIOTCSA, B TO BpeMs KaK TpPEThs
ckumaercs  (vadCHs)).  Bropas  mosoca
00yclioBJieHa CHMMETPUYHBIMH  BaJICHTHBIMH

konebanusmu (vs(CHz)), korma Bce Tpu cszu C-
H pacrsruBatotcst Wi Ckumarotcs B (ase, Tak
e MPOSBIAIOTCS 1eOpMAIIMOHHBIE KOJICOaHH S
CUMMETpHYHOE JIedopMalnnoHHOE —KojiebaHue
(8(CHs)) mposisiercss oxkormo 1375 cm™, u
acummerpuunoe (8,{CHs)) - 1450cm™ [17]. Dtu
JaHHblC HMHTEpHpeTupoBaTh Ha WK-crekTpax
CupokapOOHa HE MPEACTABISIET BO3MOXKHOCTH,
TaK KaKk AaHAJIOTHYHbIC TPYIINUPOBKH HMEET
Ba3eJIMHOBOC MACIIO.

KapOoHWIbHOE  TOTJIONMICHHE  TIOYTH
Bcerga naTeHcuBHo (¢ 300 — 2000)u nexur B

TPOSIBIIAIONIMXCS Y OOJBITUHCTBA COCTUHECHUM B
o6nacti 1640cm™.

Hanwaue Bropuyanoit rpynmupoku N-H B
BEIECTBE JaeT CHibHOE moroiienue npu 3280
cv?!, 'y  MHOTMX  BTOPHYHBIX  AMHIOB
HaOroaetcst Oonee cinabdas mosoca okosio 3080
cm. CoBmecTHOe cMmemmanHoe koxebanne OCN
u N-H popmupyer nonocy amun-Ill. Dta nonoca
MOTJIONICHHUS TIPOSIBIIACTCS Y BTOPHUHBIX aMHUIOB
B obmacti 1305 — 120@M™ 1 0GBIYHO 3aMETHO
citabee, ueM nostock! amua-1 wm amun-ll.

Y  BTOPHYHBIX  aMHJIOB  BO3MOXKHBI
BHEIUTOCKOCTHBIC JTe(hOpMAaIFIOHHEIE KOJICOaHMsI
N-H B Buae pa3MpITON MOJIOCH TOTJIOMICHUS C
makcumymoM okono 700 cm™. B cBsa3aHHOM
cocrosHun N-H wmmMeer BajeHTHBIE KojeOaHUS
nposiBisiompecss B ommsu 3330 cm” mpm
HAJTHYNH BHYTPUMOJICKYJISIPHOTO
B3aMMOJICHCTBUS;, U Oojee ci1aboe MOTJIONICHUE
BOmmsn 3200 oM’ mpum  oGpasoBaHHH
MEXKMOJICKYJSIPHBIX ~ aCCOIMATOB.  Tak ke
NosiBIICHHE  BaJieHTHbIX  koseOanuidi  v(N-H)
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BOmm3n 3080 cM™ COOTBETCTBYeT 0OEpPTOHY
mojocs! amua-ll [20].

Ckeneruble konebannst xomsma u CH, —
rpynmsl nposiBisitotest B obmactn 1350 — 1180
cv ™ i menee 850cm™ [21].

K memnockum konebanusm n(CO) (Bbrxoxn
ce3u C=0 U3 TUIOCKOCTH IIMKJA) OTHECEHa
MHTEHCHBHAs Tomoca okoso 582cm™

Hannure mosekys staHoia B coibate SK
JIOJKHO (DOPMUPOBATh HMHTCHCUBHYIO TIOJIOCY

BaJICHTHBIX KoyieOanuii O-H mpu 36600M'1, eciau
rpymma cBodoaHa. Banentaeie komebanus C-H:
vadCHs) — 2970 cm™®, vy(CH3) - 2900 cm™.
Hedopmanmonnsie konebanusi C-H: 84(CH,) —
1400 cm?, dw(CH,) — 1250 cml. BaneHTtHbIE
kone6anmst C-O mpu 1060cm™[22].

BrimenepeuncneHHbie paccyxaeHus
MO3BOJISIIOT C(OPMHUPOBATh CBOJHEIC JTaHHBIC
HK-cniekTpoB COJIbBATOB criupokapOoHa,

KOTOpPBIC TIPUBEJICHEI B Ta0II. 4:

Tab6umua 4. Konedarenbubie yactoThl B MK criekTpax KpucTauimuecKux (GopM CUpoKapOoHa,
Ba3eIMHOBOE MacCJIO

v, emt Obaacrs Sk-1/2C,HsOH Sk:2H,0 MoueBnHA
norJIoleHus1
vs(O-H), va{O-H), Hanoxenne i )
VN O 3650-3200 3490 3490
3320, 3190, | 3290, 3190,
ve(N-H), vadN-H) 3500-3000 3050 2050 3420, 3330
V(C=0),nebommoe meto 1790-1620 1720 1720 1680
V('NH'CO'NHA’)'“‘MM +3(N-1 1690-1530 1640 1640 1600
1450, 1450,1390,
V(C-N) +5(CHy) 1490-1300 | 70 1350 -
1300-1050 | 1300, 1250, | 1250,1210, | 1260, 1200,
VadC-0) +5(C-H) 1210, 1120 1120 1130
vy(ckeneTHbIe KoneOaHNA 1050 (? -6770: ’ 1090,1020, | 1090,1010, 930, 790. 720
xoibia), Y(-CHy") 1 8(=C-H) 850- 830,775 820, 770, 730 '
d(ammun ) + n(C=0,mrrxonms | o 5a) 590540 590 550
TIOCKOCTH ITHKJIA)
O(ckeneTHbIC KoreOarit weree 500 | 495, 490,450 490 :
KOJIBIIA)

N3 UK-criekTpoB BHUIHO, YTO OTIWYHE
BaJieHTHBIX KoieOanuii  V(N-H) kommoHeHTHI
IIBYX COJIBBATHBIX (opM crupokapOoHa TMpH
3320 cm™ u 3290 cm?, a Tak ke mosBIICHHME
norsomennss 1300 CM'l, 00yCIIOBIIGHHOTO
BajieHTHBIME Kojebarmusamu v(C-O) or sraHoIa.
OTH JaHHBIE MPEKPACHO COTJIACYIOTCS C paHee
[IOJIy4YCHHBIMHU pe3yabTaTamu PCA u
TEPMOTPAaBUMETPUIECKOTO aHAITN3A.
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SYNTHESIS AND RESEARCH OF MOLECULAR AND CRYSTAL STR UCTURE OF
4,4,10,10-TETRAMETHYL-1,3,7,9-TETRAAZASPIRO[5.5]JUNDECANE-2,8-DIONE
(SPIROCARBON - Sk)

Netreba Y., Fedorenko A., Pavlov A.

We proposed a new method of solvate form syntheSiieterocyclic urea derivative —
4,4,10,10-tetramethyl-1,3,7,9-tetraazospiro[5.5paahe-2,8-dione  (spirocarbone - Sk), proved
chemical compositionCy3H,0N4O,-1/2GHsOH based on thermogravimetric analysis, examined
molecular and crystal structure based on X-rayctire analysis, obtained new data of X-ray phase
analysis, obtained and discussed IR- spectrum 'sfsgitvates.



