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Tabnuua 7 — YyBCTBUTENBHOCTbL TUTAHOBOW CONMKU 4-HUTpocemukapbas3nga Kk yaapy v TPEHUIO

YyBCTBUTENBHOCTb K

TpeHuto Ha npubope

yaapy Ha konpe Kacta K-44-Il]
®dopmyna 4acToCTb B3PbLIBOB .
_ R HVXKHUI Npenen, MM,
%, P=10 kr, H=250 an5opE)M'c,"< Ne 2 HWXHWI npegen, 0 %, kr/
MM cwm?
np. Ne 1 | np. Ne 2 P=10 kr P=2 kr
Ti[HCK],x4H,0 32 - 500 - 27000
Ti[HCK], - - - 300 1200
Kak BMOHO M3 AaHHbIX Tabnuubl 7, conb CMMNCOK NUTEPATYPbI

obnagaetr o4eHb HU3KON HYyBCTBUTEJIbHOCTbHO K
MEXaHN4YeCKMM BO3OENCTBUSM B BUAOE Kpucrtarn-
norngparta. I'IpV| yoaneHnmn oAbl CYLIJK017I 4yB-
CTBUTENIbHOCTb BO3pacCTaeT.

3AKINHOYEHUE

1. PaspabotaH cnocob cuHTE3a TUTAHOBOWA
conn 4-Hutpocemukapbasmga M3 aMMOHMEBOWN
conun 4-Hutpocemukapbasmga u xnopuga Tuta-
Ha (V) npu noHwxeHHon Temnepatype (5+10°C).
Meton obecneunBaeT Bbicoku Bbixod (98%) u
4YNCTOTY MpOAYyKTa.

2. ViccnegoBaHa CTPyKTypa U TepMuyeckme
CBOWNCTBa COEAWHEHMs!, NMoKa3aHo obpas3oBaHue
Kpuctannorugpara, npu TepMUYEecKoM paspy-
LIEHMN KOTOPOro MPOUCXOANT paspyLUeHne Kom-
nnekca.

3. UyBCTBMTENBHOCTb COEOANHEHUS K Mexa-
HUYECKMM BO3OEVNCTBUSM HAXOAUTCSH Ha HU3KOM
YPOBHE, Npy 00€3BOXMBaHWUN YYBCTBUTENBHOCTb
BO3pacTaer.
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CUHTE3 1 CBOMCTBA XXENE3HON CONKn
N,N’-OUHUTPOMOYEBUWHbI

C.I. nbsacos, N.B. KazaHueB

PaspabomaH crnocob cuHmesa xenes3Hol conu N,N’-duHumpomouyesuHbl 83aumodelicmeuem
a2udpokcuda xenesa (ll) ¢ N,N’-OuHumpomoyesuHoU, usy4eHo CmMpoeHue U ceolicmea.
Knrouesbie criosa: 8bICOKO3HEP2EeMUYECKOE 8eLecmeso, xernesHasi cosib N,N’-OuHUMpoMo4e8UHsbl,

HaHopa3aMepHbIU OKcud xernesa.

BBEOEHUE
Conun N,N’-guHutpomoyesuHbl (OHM) — on-
TUMarnbHblE NCXOOHbIE COEAMHEHWUsT ANS CUHTEe3a
HaHOOKCWAOB METannoB MeToAoM TEePMUYECKOro
pa3noxeHus. PaHee Hamu nonyvyeHa megHasi corb
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OHM [1], npn pasnoxeHun kotopoun obpasyercs
okena megun pasmepom 2+12 Hm [2]. MNpenmyle-
CTBO MeToda 3aknto4yaercda B ToM, 4to conv AHM
pasnaratoTcsi B pacTBOpe [0 OKcvaa MeTanna u
razoobpasHbix npogyktoe (CO,, N,O) 6e3 obpa-
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XUMUA BbICOKOIHEPTETUYECKNX COEANHEHNN

30BaHWs CTAOUIbHBIX MPOMEXYTOYHBIX COeAnHe-
HWIA. OTO NO3BONSAET MOMAYYNTb HAaHOYaCTULbI 6e3
npumecent. bbina npegnpuHaTa NonbITka cHTE3a
HaHookcuaa xernesa u3 xenesHon (I1l) conn HM
npegBapuTenbHO MOMyYEeHHOW B3aUMOLENCTBUEM
OHM c rmapokcmpom xxenesa (Il). HaHopa3mepHbin
OKCWA XXeresa MOXET NPUMEHATLCA Kak KaTanuaa-
TOp ropeHus TBepabIX Tonnme [3] n genonumepu-
3aUmmn JIMTHUHA B XMW PacTUTENBHOTO Cbipb4 [4].

OKCNEPUMEHTAIIbHAA YACTb

Pernctpaumio  MIK-cnektpoB  npoBogunu
Ha ®ypbe-cnektpomeTpe «PT-801» ¢ umcnonb-
30BaHMEM MPUCTaBKM HaPYLUEHHOro MOJIHOro
BHYTPEHHEro OTpaxeHus. KayecTBEHHbIN U KO-
NMYecTBEHHbIN aHann3 NpoBoaun Ha YO — cnek-
Tpogotometpe SHIMADZU UV-801. Wamepe-
HMe MMOTHOCTM MOHOKpWUCTanna MpoBOAUNN Ha
renveBom nukHomeTpe Micromeritics AccuPyc
Il 1340. TepMmuyeckyo CTOMKOCTb UCCrnedoBanu
MeTodamn  AnddepeHLmnansHOo-CKaHNPYoLLEen
kanopumetpumn (OCK) n TepmorpaBumeTpuye-
ckum aHanusom (TIA) B NONMTEPMNYECKOM PEXM-
mMe (B aTmocdepe a3oTta, Mpu CKOPOCTU Harpesa
10°C/MuH) Ha npubope «Mettler Toledo DSC
822¢y, «Mettler Toledo TGA/SDTA 851°».

[ns cuHTe3a ucnonb3oBanu rmapoKcug xe-
nesa (Il), mony4eHHbIn NyTEM B3aUMOAENCTBUS
cynbata xenesa (Il) ¢ rmgpokcngom kanus. B
MOMNyYeHHbIV MMOPOKCKA, XKernesa (Cepo-3eneHblii
CTYOEHUCTBIN 0CafoK) B BUAE CYCMEH3MU B BOAE
poauposanu [JHM, B MonbHOM cooTHOLEHUM 1:1.
OHM ang cvHTesa nonyyeHa no Metoauvke, npu-
BeZieHHon B paboTe [5].

MeTtoauka cuHTe3a xenesHou (lll) conu
N,N’-auHuTpOMOYEBUHbI

B pactBop 5,56 1 (0,02 mons) cynbdata xe-
nesa (ll) (FeSO,x7H,0) B 100 mn anctunmpo-
BaHHOW BOAb! MPW NMOCTOSIHHOM MepeMeLLnBaHum
n Temnepatype (20+2)°C gobasunu 2,24 r (0,04

NH

mons) rmgpokeuga kanusa (KOH) B 50 mn Bogpl.
BbinaBwuii ocagok oTctamBaetcd B TedyeHue 30
MWHYT, 3aTeM BepXHWUWA crion Bogbl (40+50 mn)
OeKaHTUpyeTcsl U Jo0aBnsEeTCA Takoe e Konu-
4YecTBO BOAblI Mpu nepemeluvBaHuu. NMpombiBKa
NOBTOPSIETCA HE MeHee Tpex pa3 go pH=6+7.
lMonyyeHHylo CcycneHs3no nepenmnaatoT B TPEXrop-
nyto konby obbemoM 250 mn cHabXeHHyw Tep-
MOMETPOM W MNEPEMELLMBAKOLUM YCTPONCTBOM.
CycneHauto oxnaxgawT go 0+5°C n gosmpytot
4,5 r (0,03 mons) N,N’-guHuTpOMOYEeBUHbI. Pe-
aKUMOHHYI0 Maccy BbigepxmatoT 30 MUHYT npu
Temnepatype 0°C. 3arem nony4eHHbIn pacTBop
UNETPYIOT 1 OTFOHSIOT Ha POTALMOHHOM Kcha-
puTtene npu Temnepatype B 6aHe He Bbiwe 35°C.
MonyyeHHoe KpucTanM4yeckoe BELLECTBO KOPUY-
HEeBOro LiBETa CyLUMTCA nof Bakyymom Hag P205
B TeyeHne 24 vacos. Bbixog 9,36 1 (82 %).

PE3YJIbTATbI U OBCYXXOEHUE

OHM OBYXOCHOBHas Kucnorta ner-
KO B3aummogenctsyer co wenodammn  [1].
Mpn pobGaBneHMM HeOOMbLIOrO KONMYecTBa
N,N’-AMHUTPOMOYEBUHBI K CYCMEH3UN MMOPOKCU-
Oa xernesa (Il) MTHTEHCMBHO NPOTEKaET peakuus ¢
obpaszoBaHuem xenesHon (Ill) conn OHM. LiBet
peakUMOHHON MaccChbl B XO[4e CMHTE3a MEeHSIETCS
C Cepo-3erieHOr0 Ha KOpUYHEBbLIN. WM3meHeHne
LUBEeTa peaKUMOHHOW MaccChbl BbI3BAHO OKUCIEHU-
eM kaTuoHa xenesa ¢ Fe* go Fe®*'. B xone pe-
aKuMu Takxke HabnogaeTcs rasoBbleneHne, Yto
BMOMMO, BbI3BaHO rugponusom OHM. MNpu atom
yacTtb (~30 % oT obLien macchl) rmgpokcmaa xe-
ne3a (lll) (kopnyHeBbIV CTYOEHUCTBIN 0Cafdok) no-
crne npekpalweHns peakunm OTUNLTPOBbLIBAKOT
N3 peakuMoOHHOM MacChbl, @ MaTOuYHbIA pPacTBOp
OTFOHSAOT Ha POTALUOHHOM UcnapuTene gocyxa.
lMocne oTroHkn Bogbl obpasyeTcs KpucTannude-
CKMI 0capok xenesHon conu [JHM kopuyHeBoro
ugerta. Peakums n npegnonoxvrenbHas CTPyKTY-
pa npuBegeHa Ha cxeme (PUCYHOK 1)
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PucyHok 1 — Cxema cuHTesa xxenesHoun conv JAHM
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XUMUA BbICOKOIHEPTETUYECKNX COEANHEHNN

Ha cxeme npeactaBrneHbl ABE BO3MOXHbIE
CTPYKTYpHble (POpMyInbl MOMYYEHHOW XeresHom
conn OHM. Macca nony4eHHOro coeguHeHus
CYLLECTBEHHO MpeBblllana CyMMapHyl Maccy
pearvpyoLMx BeLLEeCTB, YTO Bbl3BaHO, BUOUMO,
obpasoBaHueM KpucTannormgpara conm xenesa.

Mpn wunccnegoBaHUKM MOMYYEHHOTO COeaun-
HeHus1 YP-CnekTpOCKONMEN BbISIBNEHO OBa Mak-
cMMmyma B criektpax nornowenus (A1=213,0 Hw;
A2=273,1 HM), YTO MOXET CBUOETENLCTBOBATL O
Hanuumnm aHnoHa [JHM B ob6pasue [6].
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WK-cnektpockonusa (pucyHok 2) nokasana
Hanuyue BoAbl B obnactn 3409 cm', konebaHus
KapOOHWUMNBHOW rpynnbl CMecTunucb B obnactb
1709 1 1650 cm' B otnuume ot AHM [3], Hanuuue
KonebaHun AByX pa3nunyHbIX KAPOOHUNBHbIX FPyMM
rOBOPUT B NOMb3y CTPYKTYpbl (2.). KonebaHus Hu-
TPaMUHHOW rpynMbl MPOSABUNUCHL B 06nactu 1424,
1304, cm™, 4TO CBMAOETENBLCTBYET O KOOPANHALMUM
KaTnoHa xenesa ¢ JHM yepes kncnopoa HUTpo-
rpynns [5].

BOAHOBOE YMCrO
2500
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PucyHok 2 — VK-cnekTp xenesHon conu JHM

ViccnepoBaHue xenesHow conu mMetogamu
TEPMUYECKOr0 aHanm3a nokasano Hanuyine ofa-
HOro 3aHOo03ddeKTa M ABYX 3K303(h(PeKTOB npu

pasnoxeHuu (pucyHok 3). AHAo3ahdeKT, BUAMMO,
Bbl3BaH HanNM4MeM KpucTannn3alumMoHHON Boabl B
cocTaBe Conu.
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PucyHok 3 — TTA-guarpamma xxenesHoun conv AHM
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>KenesHowm
coctaBuna

[MnoTHOCTbL ~ MOHOKpUCTanna
conu N,N’-OUHUTPOMOYEBUHBI
2,08 r/cme.

MonyyeHHaqa xenesHasa conb AHM ucnonb-
30Banacb AN Nony4eHUs HAHOPa3MepPHOro OKCU-
Aa xernesa MeToAoM TEPMUYECKOTO PasnoXeHns
B BbICOKOKMNALLMX NOMSAPHbIX PACTBOPUTENSIX.

3AKITKOYEHUE
1. MyTtem B3aMMOOEeNCTBUS
N,N’-OUHUTPOMOYEBUHDI c rMOpoOKCNA0oM
xenesa (lI) B BOAHOM cpege  nonyde-

HO coeduMHEeHMEe  COCTOsIlLMe U3  aHWoHa
N,N’-gnHuTpOoMoYeBUHbl 1 kaTnoHa >xenesa (ll1).
[laHHOe BbICOKOSHEpPreTMyeckoe coeanHeHne
npeacTaenset cobon kpucTannornapar.

2. Metogom NK-cnektpockonun n TTA noka-
3aHO Hanuyme BoAdbl B cOCTaBe conu. BoisiBneHa
KoopauHaumsa metanna ¢ OHM 4epes B3aumo-
OencTBUE C KNCNOPOAOM HUTporpynnbl. CnekTpo-
(OTOMETPUYECKM NOATBEPXKOEHO HANN4Me aHno-
Ha JHM B cocTtaBe.
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Cnocob NoIJy4yeHNA2,4,6,8,10,12-rEKCABEH3UI1-2,4,6,8,10,12-
FEEKCAA3ATETPALUKIO[5,5,0,0%",0>°]AO0EKAHA C
MHOIOKPATHbIM 3ALUKIIOBbIBAHUEM MATO4YHOIO PACTBOPA

M.B. Yukuna, C.I. nbsacos

lMpedcmaeneHsbl pesynbmamai aKcrepuMeHmasbHo20 uccrnedosaHusi rosyyeHus
2,4,6,8,10,12-eekcabeHsun-2,4,6,8,10,12-eekcaazamempauukrnio[5,5,0,0%",0%°]0odekaHa (I'b). [lloka-
3aHO, Ymo Mpu UCMOb308aHUU 8 Kayecmee pacmeopumeris Mamo4yHoao pacmeopa (MP) nocne kax-
0020 cuHme3sa 8 rnocnedyruux makux xe cuHme3sax pacxo0 pacmeopumersisi cokpawaemcsi 0o 85 %,
a makxe rpu 8eedeHUU MpuUMOPyKCyCHOU KUCIIOMbI KaK Kamajsu3amopa rnpoucxooum rnosbiueHue
8bixo0a npodykma.

Knrouesbie cnoea: 2,4,6,8,10,12-eekcabeHsun-2,4,6,8,10,12-eekcaazamempayukrio
[5,5,0,0°",05°]-0o0ekaHa, 3ayuKnosbi8aHUe Mamo4Ho20 pacmeopa, beH3unaMuH, 2uoKcarb, mpugh-
MOopyKCycHasi Kucsioma, kamasnu3amop.

BBEOEHUE
B HacTosLLee BpeMst M3BECTHbIE CMOCOObI NOo- FoN
nyyeHns I'b OCHOBaHbI Ha peakuMn KOHOeHcaumm 07 A O+ =
OeHannammHa ¢ rmmMokcanem B MosIiPHOM PacTBO-
pvTene B NPUCYTCTBUM KaTanmMTUYECKNX KONUYECTB
MUHeparbHbIX UM OPraHNYecknx KMcnoT [1-4].
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