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CUHTE3 MPOMU3BOJAHbIX TUA3O/A
® PEAKLUMVEN 2-HUTPOOKCUPAHOB
C TUOAMUAAMU N TUOMOYEBMHON

B3aumogelicTBue 2-HUTPOOKCUMPAHOB C TMOamMuUiamu MOYTM He U3Y4YeHO.
M3BecTHO nuwb [1], 4TO 2-HUTPO-2-MeTUN-3-heHNOKCUPaH B peakuum ¢ Tu-
o6eH3amnaom ob6bpasyet 2,5-gugeHnN-4-MmeTUNTNA30N.

B HacTosweli paboTe B3aMMOAEWCTBMEM pa3HOW CTEMEHW 3aMeLLeHHbIX
2-HuTpookcupaHos (I—VI) ¢ Tnoauetamugom, TmobeHsamMnaomMm, TUOMOYEBU-
HOl Mony4YeHbl COOTBETCTBYHOLWME TuMazonbl M ux npoussogHbie (VII—XV):
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roe Ri=CH3 (I, V, VII, X, XII); -C2H5 (II, VIII, XIII, XIV); H-C3H7
(11, 1X); m3o-csH7 (IV, XV); -C6H5 (VI, XI1). R2=H (I—1V, VI—IX,
X1—XV); -CH3 (V, X). R3=H (I—V, VII—X, XII—XV), -CH3 (VI, XI).
R4= CH3 (VII—X); -C6H5 (XI, X1V, XV); -NH2 (XII—=XII1).

Peakuuns npoTeKkaeT 40BO/IbHO 3HEPTMYHO C Pa30rpeBOM U COMPOBOXAAeT-
CS 3NMMWHUPOBAHNUEM HUTPOrpynnbl B BUAE HUTPWUT aHMOHaA, 4yTo Habnwoaa-
nocb paHee [2, 3] npn B3aMMOAeliCTBUM HUTPOOKCMPAHOB C HYKNEO(MUIbHbIMU
peareHTamm.

O6pa3oBaHWe TWaA30/10B U UX MPOWU3BOAHLIX MOXHO O00BACHUTbL C MO-
MOLLbK CXEMbl, KOTOpas XOpOWO YKNaAblBaeTca B 0OLW Y CXEMy CUHTe3a
TNa30/10B Ha OCHOBE a-ranonaKapOOHWUNbHbIX COEAMHEHWI U TMoamuios [4]
Uan e 3aPMpoB a-xnop-a-anKUArAMULUAHBIX KUCAOT C TMOMOYeBUHON [5, 6]:
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B npouecce umknmnsauuu obpasyetcs NPOMeXyTouyHoe coeauHeHue (1),
KOTOpoe cTabunmsnpyetca OTULeNSeHWEeM BOAbl M MPOTOHA M NPUBOAUT K
Tnasony (VIH—IX, XI) nnn nee nmeeT MecTO AeNnpOTOHMPOBaHMe B Cry4ae
coeguHeHunin (V, X, X1V, XV), rae npouecc 4nkKnmsaunm He CONpoBOXaaeTcs
nocneayroLen gerngpataynen.

CTpoeHMe CUHTE3MPOBAHHLIX COEAMHEHUA MNOATBEPXAaeTcHd [AaHHbIMK
3nemMeHTHOro aHanusa, MK n NMMP cnektpamn (tabn. 1). B MK cnekTpax
coeguHennin (V 1H1—IX, XI, XI1l) npoasnawTca LOBOAbHO MHTEHCUBHbIE MO-
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Ta6nuua 1
MMP cnekTpbl CUHTE3MPOBAHHbIX COEAVHEHWI
Xumuuecknii casur 8 m. a. (J, Tu)
Homep
coefuHe-
HUi 2-C 5-C &-C
Vil 3,38 ¢ (CH,) 1,26 ¢ (CH3) 4,85 1 (2,6) (H)
VI 3,35 ¢ (CHJ3 CzHs
0,96 a (7,0); (CH,) 5,02 a (2,6) (H)
1,13—1,89 (CH2)
IX 3,58 ¢ (CH3) C:H7
0,95(7,0) (CH3 5,12 g (2,6) (H)
1,13—1,89 m (CH2
X 3,12 ¢ (CHY 1,42 ¢ (CH3) 5,53 4 (3,0) (H)
1,23 ¢ (CH3) 6,83 g (3,0) (OH) *
Xl 3,53 ¢ (CH3 7,00-7,58 m (CsHY) 2,01 ¢ (CH3
X1l 6,20 ¢ (NH2 2,26 ¢ (CH3 6,58 ¢ (H)
X111 5,88 ¢ (NH,) 1,15 1 (7,0) CHs
2,56 m (7,0) CH:
XV 7,28-7,76 M (CsHYH C:Hs
0,96 1 (7,2) 6,24 ywc (OH) *

2,40-2,0 m (CH2
* lpn CHATUM CNeKTpoB B AeiiTepoxnopodopme nukm OH-rpynn ucyesawoT

nocel nornoweHns B o6nactm 1555— 1465, 1360— 1320 cm-1, 06yCNOBNEHHbIE
KonebaHMAMKN cKeneTa Twaszona, nonocel B o6nactm 1015— 1200 cm-1 npega-
CTaBNAT cOO0M NNOCKOCTHbIE AedhopmaLMoHHble KonebaHua C-H rpynn Tua-
30/1bHOTO KofbUa [7]. Hanuuune cTpykTypHOoro dparmeHta C=N noaTeepxja-
eTca nornoweHvem B o6nactm 1625— 1650 cm-1 [7, 8]. B coegmHeHuax (XI,
X1V, XV) npucyTCTBYKT MOMOCHI MOrAOWeHNA (eHWbHLIX paguKanoB W Ba-
NeHTHble KonebaHms -OH-rpynn B LWUPOKOWA 06n1acTM € MakKCUMyMOM
3420 cm-1, B coeguHeHmax XlII, XIIl npoaBnawTca LOBONbHO WHTEHCUBHbIE
Kone6aHua WHr-rpynnel B o6nactn 3270—3425 cm-1 [8].

B MMP-cnekTpax TWa30noB Hanbosee XapakKTepUCTUYHO MOMOXKeEHMe
2-CHs-rpynnbl (V11—X), pe3oHaHCcHasa nonoca MNOrioWeHNs KOTOPON Haxo-
antca B obnactm 3,12—3,58 M. 4. B BUAe CWUHrNeTa, a Takxe 4-H npoToHa
B o6nactn 4,95—5,12 m. ga. gna (VII—X) un 6,54—6,58 m. g. gna (XII, XIII).
B cnyuyae coeguHeHunii XIV n XV noaBnseTcs ylwupeHHas nonoca nornouye-
HMa OH-rpynnel B o6nactn 6,24—6,83 M. 4. B Buge aybneta (J=4,2 I'y),
ncuyesatolwas npu CHATUKM cnekTpa B AeiiTepoxnopogopme. B coefuHeHUax
X1l n X1l pe3oHaHcHaa nosnoca OH-rpynnbl NpPosABNSeTCA B BUAE YLWUPEH-
Horo cuHrneta ¢ 6 5,88 m. g. (XI11) n 6,20 m. a. (XI1). CTpyKTypa coegunHe-
HUii X1V, XV noateBepxjaeTcsd TakXe AaHHbIMW Macc-CNeKTPOMeTpuu, Ko-
TOpble JalT BEUYUHY MOJIEKYNApHOro moHa 207 m 221 COOTBETCTBEHHO.

3KcnepmmeHTaanaﬂ 4yacTb

McxogHble 2-HUTpookcupaHbl (I—VI1) nonydveHbl MO MeTOAMKE, OMUCAH-
Holi Hamun paHee [9]. MK cnekTpbl CHMManucb Ha cnekTpogoTtomeTrpe UR-20
B TabneTkax ¢ KBr gna Kpuctannnyeckux BeLLECTB U B TOHKOM cnoe — ANs
Xuagknx. MMP cnekTpbl CHATbI Ha paguocnektpomeTpe «Varian HA-100-
150» (100 MTy), BHYTpeHHUIN cTaHgapT — FMAC. Macc-cnekTpomeTpuye-
CKMe fJaHHble nofy4vyeHbl Ha npubope «Varian MAT-311» npu 70 3B c He-
nMocpeACcTBEHHbIM BBOAOM 06pa3sla B MOHHbLIA UCTOYHUK.
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Tabnuuya 2
XapakTepuctuka coegnHeHunin (VII—XV)

HaligeHo BbluncneHo
Homep Bbl-
coefuHe- HaspaHue xopn HBO A’ °CP? Mh ®opmyna
HuAa % ¢ H N c H N
.V
Vi 2,5-aMmMeTUNTMAa3oN 27 « 11,4896 30—31°/0,532 53,01 5,17 12,07 csh™s 53,56 5,35 12,48
VIl 2-MeTuN-5-aTuntrnason 26 1,4860 40°/0,532 56,34 6,98 10,72 CoHONS 56,69 7,08 11,01
IX 2-MeTUn-5-H-nponuntunason 30 1,4792 50°—55°/0,532 59,30 7,33 9,45 C7Hu NS 59,57 7,79 9,92
X 2,5,5-TpumeTnN-4-0Kcun-4,5-ANrnapoTmason 34 1,4746 52—55°/0,532 49,09 7,47 10,83 CoHUNSO 49,66 7,57 9,66
Xl 5-heHunN-2,4-gumeTnnTNason 32 1,5763 80—82°/0,399 60,28 5,54 7,24 CuHu NS 69,84 5,82 7,41
X1l 2-aMWHO-5-MeTMNTNa3onN 36 98* 40,99 4,81 24,06 cshsn 42,08 5,29 24,54
X1 2-aMWHO-5-3TUNTHAa30N 29 65 * 46,97 6,42 21,92 Cshsns 46,85 6,29 21,85
XV 2-theHnN-5-3Tnn-4-oKcn-4,5-4UrnapoTnason 38 75* 62,03 6,17 6,34 Cu HI3NSO 63,71 6,28 6,71
XV 2-theHun-5-n3onponun-4-okcu-4,5-AUrnapoTrason 36 100 * 62,96 6,13 545 ci-h 15nso 65,16 6,94 6,34

* [puBefeHbl TemnepaTypbl NaaBNeHUs BELLECTB.
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3ameuweHHble Tnasonsl (VI — XI, X1V, XV). K pactsopy 7,51 (0,1 r-
mMonsd) Tuoauetammupa B 100 M MeTWNOBOro cnupta fo6aBasaM NO Kanasm
npn nepemewmnsaHuy 0,1 r-mona HutpookcupaHa (I—V1), TemnepaTypa npu
3ToM nogHumanacb o 40—45° C n Habnwoganocb BbifefNeHUe OKUC/OB a30-
Ta. [na 3aBepweHnd peakuuu nocne BBELEHWA HUTPOOKCUpaAHA CMECb KuUNA-
TUAWN elle B TeYeHMe 2 4, NMOCNEe Yero BblAMBaNN B NefAHYI0 BOAY, NPOAYKTbI
akctparnposanu agpupom (3X30 Mn), adupHbIe BbITHXXKA MNPOMbIBAIN
10%-HbIM pacTBOPOM rugpokapboHaTa HaTpWsA, BOAOW, BbiCYlUMBaNW  Hap.
cynbaTtom MarHus, pacTBOPUTENU yp[andanu, OCTaTOK MeperoHAann npu no-
HMWKEHHOM gaBneHun. KOHCTaHTbl MOAy4YeHHbIX coegumHeHuin (VII—XI, XIV,
XV) npepgcrtaBneHbl B 1abn. 2.

AmuHoTnaszonbl (XI1, XII1). B pacteop 7,6 r (0,1 r-mons) TMOMOYEBUHBI
B BOAHOM AuokcaHe (75%-Hblii pacTBop) fo06aBunuM npu nepemellBaHun
0,1 r-mona HutpookcupaHa (I—II1), npun atom Habnwganocb MHTEHCUBHOE
pasorpesaHue W BbljeneHWe OoKMUCNOB a3oTa. [llocne BBeLeHWA HUTPOOKCUpa-
Ha pacTBOp MepeMelIMBaNu B TedeHue 2 4 npu Temnepatype 50-60° C, 3aTem
B pPeakLMOHHYI CMeCb BHOCMAW KapboHaT kanua go pH 8—9, NnpoAyKT 3aKCT-
parunpoBanu 3agpupom (3X100 mMn), NpomMbiBannM BOAOW, 3(UPHbIE BbITAXKK
BbICYLIWNBANMW, PacTBOPUTENb OTFOHANMW, MacAAHWUCTbIA OCTAaTOK NPU CTOSHMUK
MeANIeHHO 3aKpucTannu3osbiBanca. MPoAyKT nepekpuctanin3osbiBanu U3
Tonyona. KoHcTaHTbl U BbIX0f amuHoTuaszonos (XII, XIIl) npusefeHbl B
Tabn. 2.
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