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AHHOTAIIUSA

CuHTE3UpOBaHbl MOHOMEPHBIE KOMIUIEKCHBIE COEJUHEHHMS Ha OCHOBE
aKpuiIamMuaa U XJIOpUJI0B Meau. Peakiusi B3auMoIeHCTBUS aKpUiiaMUia ¢ XJIOPUIOM
MeJI MPOBOJAMWIIACH NIPU HATPEBAHUH B PACTBOPAX C MOCIEIYIONIUM MPOMBIBAHUEM U
BBICYIIIMBAHUEM BBIMABIIUX KPUCTAIUIMYECKUX OCAJKOB MOHOMEPHBIX COJICH.
VY CTaHOBIEHO, YTO MOHOMEpHBIE KOMIUJIEKCHBIE COJIM OOpa3ylTCsi B MOJILHOM
COOTHOLICHNH Metayui-akpwiamua 1:4. CTpoeHne M COCTaB CHUHTE3UPOBAHHBIX
KPUCTAJUIMYECKUX MOHOMEPHBIX coner wucciaenoBansl Merogamu  HMK-, SAMP-
CIIEKTPOCKOMUHU, PEHTTCHOCTPYKTYPHBIM M dJIEMEHTHBIMU aHanu3amu. Cojaep:kaHue
MEJIM B TTOJTYYEHHBIX KOMIUIEKCHBIX coemuHeHusx coctaBmiio 18,11%. ITokazano, uto
KOMILJIEKCHOE COEJMHEHUE Ha OCHOBE akpuiamuga M Meau oO0JajaeT BBICOKOM
CTENCHH KPHUCTAJUIMYHOCTH, cocTouT u3 12,63% amopbuoro wu 87,37%
KpUCTAJUIMYECKOTo CTpoeHus. WaeHTudunupoBaHa TeTpajeHTaTHAs KOOPIUHAIIMS
Menu akpuiaaMugioM u O-xenaTUpOBaHUE 3a CUET JIOHOPHO-AKIENTOPHBIX CBSI3el
kapOonwibHOUW rpynnel - [Ci2H24N4OsZNn]. B HK-cnekTpax CHHTE3HpPOBaHHBIX
MOHOMEPHBIX KOMIUIEKCHBIX COJIEH MPOSIBIISIOTCS MOJOCHI MTOTJIONIEHUS, XapaKTePHbIE
st esizeit CU-O u cMenieHne MakCUMYMOB (DYHKITHOHAIIBHBIX TPYIIN aKpUJIaMU/IA.

JKCNepPUMEHTAIbHAS YaCTh
Axpunamun (2-npornienamun) CH,=CHC(O)NH, - amui akpuiioBol KHCIIOTHI,

MpeACTaBIsIeT co0oi OecnBeTHble KpHCTaubl ¢ T17,=84,5°C, Tun=215°C,
moTHOCTRIO 1,122 r/em®. PacTBOpseTcs B BoJie, STaHOJIE, alleTOHE. DTaHOI (ITUIIOBBIH
cuupt, Mmetmiakapounon) - CH3CH,OH - onmHoaTOMHBIM anudaTHYECKHid CIUPT,
OeclBEeTHas JIETKOMOABUKHAS JKUJIKOCTh C XapaKTEPHBIM 3amaxoM. Tpn,=-114,15°C,
T =78,39°C, mmotHocts 0,7893r/cm®. Ero abcomorupoBain 00€3BOKMBAHHEM
OKCHJIOM KaJIbITUs, 3aT€M MEPETOHsIIN U 0TOupanu Gppakiuto ¢ Ty = 78 °C. Xnopua
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mean - CuCl, mpeacraBiser coboil romy0oBaTO-3€lIeHbIC KPUCTALIBI O€3 3amaxa C
Tu:=498 °C; T =993 °C; mioTHOCTH 3,386 r/cm?.

HNK-criexkTpsl HMCXOAHBIX PpPEAreHTOB W  CHHTE3WPOBAHHBIX MOHOMEPOB
caumaiich Ha UK-®ypre-cniekrpodoropmerpe IRTracer-100 - pazpaboTka KOMITaHUH
SHIMADZU (Snonusi) B auanasoHe BonHOBBIX uncen 400-4000 cm? B Tabnerkax
KBr. IIMP-crieKTpbl ~HCXOJHBIX PEAareHTOB W  CHHTE3MPOBAHHBIX  BELIECTB
PETHCTPUPOBAITHCH Ha ciekTpoMeTpe «Bapuan-T-6-» ¢ paboueit wactoteit Ha siapax H
60,0 mI'n mpu temmneparype 30°C. [Ins mpurotoBieHus: npoOsl Tpedyerca 5-10 mr
BenecTBa. [IpuMeHsIMbIil pacTBOPUTENH B UICATLHOM CIy4yae He JOJKEH COIEpPKaTh
cooctBeHHbIX TPOTOHOB (CD3COCD;3). B ammyny BBOOUTCS Takke HEOOJBIIOE
koinuecTBo (~1%) TMC B kauecTBe BHYTPEHHOTO ATaHOJA.

SAMP-cniexkTpel peructpupoBanuch Ha crekrpomerpe Avance 500 (Bruker,
I'epmanust) ¢ padoueii yactorort 500 MI'y st ssaep 1H u 126 MI'u aiia ssaep 13C npu
temreparype 293 K. HMcnonp30BaiCh CIAEAYIOMME MAapaMeTPhl 3alUCH CHEKTPOB
SAMP 13C: Bpems BbIOOpKH cmana cBoboaHoi umHayknuu (AQT = 0,5 c¢); Bpems
penakcanmonHou 3anepxku (RD = 2 c¢); xonmuuectBo Hakoruienuit (NS = 22 000);
YHCJIO TOYEK, oNHCchIBaroUMX peanbHblid cekTp (SI=32 K). Unucno HakoniaeHuil nmpu
3anucu criektpoB AMP 1H cocraBnsino 128.

CtpoeHHe  CHHTE3UPOBAHHBIX  KOMIUIEKCHBIX  COEJUHEHUH  aKpWIaMHaa
OTPENICJICHO METOJIOM peHTreHocTpykTypHOoro ananusza (PCA). HaGopsl oTpakeHuit
nonydyeHsl nipu 293 K Ha aBrogudpakromerpax Xcalibur R (Oxford Diffraction,
Aunrnus).  (CuKg-mznyuenne, A=1,54184 E, o—ckanupoBanue, rpaduTOBBIH
MOHOXpoMmaTop). Bce HeBOAOPOJHBIE ATOMBI JIOKAJIM30BaHbl B Pa3HOCTHBIX CHHTE3aX
5JIEKTPOHHON IUIOTHOCTH M YTOYHEHBI 10 F2hg B AHW30TPOIHOM NPHOJIMKEHHH.
ITo3numu Bcex atoMoB H paccunTaHbl reOMETPUYECKH M BKIIIOUEHBI B YTOUYHEHUE B
M30TPOIHOM MPUOMKeHUH. MOHOKpUCTAIT UMeeT (OopMy TOHKOM MpO3payHOn
racTuHku pasmepom 0,42x0,12x0,1 mm.

DJIEMEHTHBI aHaIu3 Ha YIVIEPOJ, BOAOPOA M a30T MPOBOAWIM HaA
aBTOMaTH4YeckoM razoBom anaimuzarope CHNS-3 FA 1108 Elemental Analyser (Carlo
Erba), ma Oop u wmapranenr — wmerogom ICP MS Ha aToMHO-PMHCCHOHHOM
CIIEKTPOMETPE ¢ MHAYKTUBHO CBs3aHHOM mia3moii iCAP 6300 Duo.

Meronuka CHHTE3a MOHOMEPHOTO KOMIUIeKca Ha ocHoBe akmiamua 1 CUuCl,
Hagecku 0,4 mob akpunamuaa u 0,1 mons CuCl, comu pactBopsiuch B S0 Mit 3TaHoII€e
u HarpeBayuch npu 60 °C B TeueHue 5 yacoB. 3aTeM CMECh yrapHuBaiach 10 00bEMa
1/3. Tlocne oxjaxaeHuss A0 KOMHATHOM TeMIlepaTypbl BbIafan 3elEHbIN
KpUCTaJUIMUECKUil ocaiok. MeTtonom ocaxkenus u3 pactBopa AgNO3 yaanuim HOHBI
xyiopa. [lomydeHHBI 0cagoK OTGOUILTPOBBIBANIN, ABAXKIBI MPOMBIBATN allETOHOM H
CYIIWIX Ha Bo3ayxe. Brimasimii ocanok umeer cocta [Ci2H24N4O4Cul.

OO0cyxeHHne MOJy4YeHHbBIX Pe3yJIbTaTOB
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MouekynsspHOEe KOMIUIEKCHOE COSTMHEHNE Ha OCHOBE aKPHJIAMHUJIA C XJIOPUIOM
MEJI CHHTE3HPOBAHO IIPH COOTHOIIICHUH peareHTOB 4:1. Peakinro ux mprucoeuHeHus
MO>KHO OTIMCaTh IO CJICAYIOMIEH cxeMe:

CH>=CHC(O)NH: +
CTpyKTypa ¥ COCTaB MOJYYCHHOTO KOMIUIEKCHOTO COSIUHEHUS TTOATBEPKICHBI
nanHbiMU VIK-CIIEeKTpOCKONIUY U 3JIEMEHTHOTO aHanu3a (puc.1,2).
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Puc.1. DnemMeHTHBIN COCTaB MOHOMEPHOTI'O KOMIUIEKCHOTO COCIMHEHNS HA OCHOBE
axkpmtamuga u meau(ll).

CHHTE3MpPOBAHHOE KOMILUIEKCHOE COEIUHEHHUE XJIOPUJA MEAH C aKpUIaMHUIOM
MIPEACTABIISIET COOOW yCTOMYMBOE HAa BO3AYXE 3€JICHBbIC KPUCTAJUIbI, HMEIOIIEE COCTAB:
Haiaeno,% C- 41,10; H - 6,71; O -18,12; Cu -18,11; N-15,80;
BbIUHcCieHo, %: C- 41,00; H - 6,81; O -18,20; Cu -18,17; N-15,90
CtpyKkTypa CHUHTE3MPOBAHHOTO KOMILJIEKCHOTO COeIUHEHUs ycTraHoBieHo MK-
CIIEKTPOCKOTTMYECKUM METOJOM IO CMEUICHUIO XapaKTEePHBIX TMOJIOC MOTJIONIEHUS
akpunamuaa [27]. CpaBuenuem HMK-cnekTpoB CBOOOJHOrO akpwiamMuaa u
KOMIUIEKCHOTO COEIMHEHUsI YCTAaHOBJIEHO, 4YTO CHJIbHAasi IIMpOKas I0JI0Cca,
HaOmomaeMas 1mpu 1673 cm? B CcBOGOZHOM aKpuiIaMuae CMECTHIIACh HpH
KOMILIEKCOOOpa30BaHUK K Oosiee HM3KMM yactoTaMm mpu 1662 cm? (puc.2). INonoca

TIOTJIOIIEHUS. CBOOOJAHOrO akpuiaamuaa npu 1614 cm

cmectunocse B UK-criexktpe
KOMIUIEKCHOTO COEIMHEHHUsI K 0oJiee HU3KUM BOJHOBBIM uuciiaM npu 1599 el
[Tomoca mornomenus NH, rpymmer mpu 1138 cm™ B cBOGOMHOM akpuIamuie

1 1

cmectmiack K 1112 em ™ mosnocs! nornomenust C=C B o6nacti 981 ecm™u 1276 cMm 7,

XapaKTEPHBIX JIJIs1 00IaCTH HETIOCKUX nedopmarimoHHbix Kosedanuii =CH, a mosocsr
BaJeHTHBIX Konebanus csasu C=C B o6mactu 1589 cm™ mokaspIBaroT Ha COXpaHEHUH
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NBOMHBIX CBsi3el. Pesynprarsl MK-cieKTpOCKOIINK NOKA3bIBAOT, YTO AKPUIIAMUIHBIE
JUTaHAbpl CBSA3aHBl C KOMIUIEKCOOOpa3oBaTeleM dYepe3 aTOMbl  KHUCIOpoAa
KapOOHWJIbHBIX TPYIII.
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