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NONYHEHME NOPOLIKA HUTPUAA MEAU TEPMOJIU3OM
KOMMJIEKCHbIX COJIEX N,N’-OUHUTPOMOYEBUHDI

C.I. Unbsacos, M.B. Tunb3so, N.B. KazaHues

PaspabomaH criocob cuHmesa 4Yacmuy, Humpuda u okcuda Medu mepmMoru3oM MedHO20 KOM-
nnekca N,N"-duHumpomoy4e8uHbI 8 arpomoHHOM pacmeopumerie.
Knrouesbie crioga: HUMpuUd® medu, okcud medu, mepmonus, N,N-duHumpomoyesuHa, MeOHbIl

komriniekc N,N'-QuHUMPOMOYEBUHHI.
BBEOEHWNE

Hutpnabl meTannos obnagaloT LIMPOKUM
CMEKTPOM YHUKamnbHbIX XapaKTePUCTUK, K KOTO-
pbIM OTHOCAT KaTanuTUyeckue, MarHUTHble W
onTuyeckme ceoncTtia [1].

Hutpug megun, obnagawowmini kybuyeckom
KpUCTannmM4yeckon CTPYKTYpoW, uccnegoBaH B
KayecTBe MaTepuana And pPes3vCTUBHbLIX YUMNOB
namaTi [2], oNTUYECKUX perucTpupyrowmx cpea
[3], kaTanusaTopa KMCNOPOOHOrO BOCCTaHOBIE-
HWUS 1 NPOBOASALLNX YepHun [4].

[o HepgaBHero BpeMeHn nony4vyeHne yactu
HUTpMAA Mean NPOBOAUMU NPWU BbICOKOM AaBne-
HUM B comnbBaToTEpMarnbHbIX ycnosuax [5]. OT-
HOCUTENbHO HOBbIE METOAblI MOMYYEHUA HUTPU-
4a meau npegnonaralT UCNonb3oBaHWe AnvH-
HOLIeNOYeYHbIX CNUpTOB, razoobpasHoro ammuma-
Ka n cneumanbHoOro obopygoBaHus Ons Bbide-
neHus NpoaykTa U3 peakumoHHom cpeabl [6].

B paHHOM paboTe onucaH mMeTon nonyye-
HWS nopollka HUTpuaa Meanm 6e3 ucnonb3oBa-
HWS BbICOKOrO AaBneHus u cneuuduyeckon ar-
napaTtypbl M3 M3BECTHbIX paHee [7] U HOBbIX
KomnnekcHblx conen N,N'-guHUTpOMOYEBUHBI.

OKCNEPUMEHTAJTbHAA YACTb

Peructpaunio UK-cnekTpoB npoBogunu Ha
®ypbe-cnektpomeTpe «PT-801», B TabneTtkax c
KBr.

TepmoaHanutTuyeckne mccnegoBaHns npo-
BOAMWIMMW B YCNOBUSAX NPOrpamMmmMupyemoro fvHen-
HOro HarpeBa Ha  guddepeHumansHo-
CckaHupylowem kanopumetpe DSC822e/400 un
Moagyrne TepmorpaBMmMeTpuyeckoro U audde-
peHLMansLHOro TepMUYECKoro aHanmsa
TGA/SDTA851e/LF/1600 dwmpmbl «METTLER
TOLEDO» B nonutepmmnyeckom pexume (B aT-
Moccepe asoTa, npu ckopoctu Harpeea 10
°C/muH ot 23 go 1100 °C).

N,N'-auHuTpomoueBuHa (1). MNMonyyanu no
MeToauke, npusBedeHHOW B nuTepatype [8].
MpombiBanu 3x10 Mn TpUTOPYKCYCHOWM KUCNO-

TOW, CYLUMIM U XPaHUIM B 3KCUKaTOpe Hapg XIo-
pucTbiM Kanbuuem He 6onee 3 cyTok. dusunye-
CKMe KOHCTaHTbl MPOoAyKTa COOTBETCTBYIOT NUTe-
paTypHbIM AaHHbIM. CoeanHEeHNe O4YeHb YyBCT-
BMTEMbHO K CTaTU4YECKOMY 31eKTpU4ecTBy, Mo-
3aTOMy Npw obpalleHnm ¢ HUM Heobxoammo co-
O6nogaTe OCTOPOXKHOCTD!

OunammonuneBaa conb N,N'-guHuTpo-
MouYeBUHbI (2). MNMonyyanu no meToauke, onu-
caHHou B paboTe [7]. [Nony4eHHbIN NPOAYKT Cy-
Wnnn nog Bakyymom npu Temnepartype 35°C B
TeyeHne 4 4 K ucnonb3oBanu B criegylowemM
CUHTe3e He nosgHee 1 4 nocre BolaeneHns. Bol-
xog, 75%.

T. pasn. 169 °C. UK-cnekTp, viem™: 3340,
1687, 1599, 1525, 1495, 1425, 1382, 1296,
1159, 1080, 1023, 960, 880, 830, 790, 775.

MonyyeHune N,N’-gnamuntHo-N,N’-gu-
HuTpokap6amugokynpara(ll) (3).

B 20 mn Boabl pacteopsinm 2,8 r (0,013
Monb) megHon conu OHM (2), oxnaxganu o
nntoc 2 °C 1 npu TemnepaType He Bbile MNNC
10 °C pobaensnu 2 mn (0,026 monb) BOAHOroO
pacTBopa ammuaka. Bbigepxuanu npu 3TON
Temnepatype 15 MWUH u unbTpoBann obpa-
sytomics ocagok. MNpomeiBanu 50 mn xonogHo-
ro ataHona, 50 Mn STOKMC3TaHa M CyLIUNKU nog
BakyyMoM. Bbixog 53%.

T. pasn. 184 °C. UK-cnekTp, viem™: 3310,
1651, 1428, 1321, 1212, 980, 905, 871, 829,
763.

Mony4yeHune HUTPUAa meau (4) rTepmonu-
3o0M wmepgHoro komnnekca N,N'-guHuTpo-
mouyeBuHbI (3). K 1 r ucxogHon conu (2) unu
komnnekca (3) npu Temnepatype 20 °C n nepe-
MewmsaHun npunusanun 100 mn pacteBoputens
(OM®A, IMCO), 3aTem NOMYYEHHYIO CYCNEH3Nto
npv nepemelumBaHun Harpesanu go 140-145 °C
N BblAepKuBanu B Te4eHne 7 4acoB ¢ obpaTHbIM
XonoAaunbHMkom. o McTeYeHun BpPEMEHU Bbl-
OEpPXKN peakUMOHHYI0 Maccy oxnaxganu ao
KOMHaTHON TemnepaTtypbl, OTCTavMBanu nony-
YEHHbI O0CadoK W OeKaHTauuMen oTaensanu ero
oT pacteoputens. danee npombiBanu 3x100 mn
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ataHona n 1x100 mn atokeuaTaHa. Cywwnu nog
BakyyMOM [0 NOCTOsIHHOro Beca. Bbixog 60 %.

T. pa3n. 289 °C. UK-cnektp, vicm™": 3441,
1635, 1130, 1063, 970 .

PE3YNbTATbLI M OBCYXAOEHUVE

PaHee ©Obino nokasaHo, 4to N,N’-
OVHUTPOMOYEBMHaA 1 B pacTBopax pasnaraetcs
npu KOMHaTHOW TemnepaType C obpasoBaHWEM
BOAObl M ra3oobpasHbix NpoaykTos [8], B TO Bpe-
Ms kak megHas conb N,N’-AMHUTPOMOYEBMHBLI B
anpoTOHHLIX cpefax pasnaraeTcsi ¢ obpasoBa-
HMEM HaHOpa3MepHbIX YacTuu, okcuaa meam [9].

B nutepatype [6] onucaHbl MeToabl CUHTE-
3a HaHovacTuL HUTpMAa Meau B anpoTOHHbIX
cpegax C pasnoxeHuem aueTata Meau B OSIWH-
HOLIENHbIX CAvpTax.

B paHHoM paboTe npoBegeHO wccnenosa-
HWe pasnoXeHUs NerkogoCTyMmHOro  MeaHo-
aMMOHUMHOIo KoMMnekca AWHUTPOMOYEBUHBbI 3
- N,N’-gnamuHo-N,N’-guHuTpokapbammugo-
kynpata(ll), nonydeHHoro no cxeme 1 U3 gnam-
MOHUWEBOM Conn 2.

Hanudne HuTpuaa onpegensny MeToaoMm
UK-cnektpockonun. CornacHo nutepaTypHbIM
AanHbim [10], nuk 2300+2100 cm” COOTBETCTBY-
€T BaneHTHoMmy HuUTpuay Metannos | u Il rpynn
(cm. puc. 1).

I
[OZN—N—C—N—NOZ] (NH,), + Cuso, —

2

. I !
— cu’ [OZN-N—C—N—NOZ](NH4)22
3
Cxema 1

0
I

O,N-NH-C-NH-NO, + 2NH,—
1 H,0

PucyHok 1 - MK—cneKmbb/ UCXO00HO20
Komrinekca (1) u nonydyeHHo2o HUmpuda (2)

B pesynbTate Tepmonusa, NpoBEAEHHOrO
npy pasnuyHbIX TemnepaTypax, Obiny nonyyeHsoi
MOPOLLUKA OKCMAa Meau, HUTpuga Meaum u ux

cMecCb. PesynbTaTbl 9KCNepMMeHTOB NpuBeaeHbl
B Tabnuue 1.

M3 npeacraBneHHbIX AaHHbIX cnegyet, YTo
npv nposegeHun peakuun B AM®PA temneparty-
pa Hwke 110 °C npuBoguT k npeobnagaHuio
KOHKYpUpYIoLLEen peakunm obpasoBaHua okcuaa
Megu, faxe HeCMOTPS Ha Hanumine aMMOHUNHO-
ro KaTMoHa B pacTtsope, a npu 120 °C obpasyeT-
CSl UCKIMIOYUTENBbHO HUTPUA Meau (cxema 2).

MonyyeHHble pesynbTaTbl He MNPOTUBOPE-
yaT nuTepaTypHbIM gaHHbIM [10, 11].

Wcnonb3oeanne OMCO He npueno K no-
nyyeHuo HUTpuAa mean. B aHanornyHelx ycrno-
BUAX oObpasdyeTcs TOMbKO OKCua meaun, T.K.
OMCO 6onee cunbHbIi OOHOPHbLIA pPacTBOpPU-
Tenb, KOTOPbIA MOXeT 0b6pa3oBbiBaTb TepMuUYe-
CKW CTOWKME affyKTbl C UCXOAHbLIM KOMMIEKC-
HbIM coeamHeHnem 3 [11].

Tabnuua 1 — Pe3ynbmambl mepmMmornu3a KoMmrnekca 3 rpu pasnudHbIX ycriogusix

Ne YCcnoBusi akcnepuMeHTa BblaeneHHble coeanHeHns
Cpena TemnepaTypa, °C Bpewms, 4 UcxogHoe Oxkcug Hutpng
coeq. meaum (1) Meau

1 OMOA 100 6 + + -

2 OMOA 110 6 - + +

3 OMOA 120 6 - — +

4 OMCO 100 6 + + —

5 OMCO 110 6 + + —

6 OMCO 120 6 - + —
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MONYYEHME MOPOLKA HATPUOA MEQW TEPMONIM3OKOMIMNEKCHbLIX COMNEN N,N’ -

X I !
Cu? [OZN-N—C—N—NOZ ] (NH,),”
3

ANHNTPOMOYEBWHbI
_100°C _ o0
110 °C
Cu,N + CuO
DMF
[ 120°C _ ¢\

Cxema 2

SAKNOYEHWE

Taknum obpasom, nNpoBedeHHbIMU nUccneano-
BaHUSIMW YCTaHOBIEHO, YTO 4YUCTbIN (6e3 npu-
MecKn okcuaa) HUTpug megun obpasyeTcst TONbKo
B OM®A npu temnepatype He Hwxke 120°C c
BbIxogom 60%.

CTpykTypa MNOMyYeHHbIX COeAMHEeHWU noga-
TBepxaeHa metogamun TTA, UK-cnekTpockonuu
N He NPOTUBOPEYUT NUTEPATYPHbLIM JaHHbLIM.
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