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BIPYRIDINE ADDUCTS OF COPPER, NICKEL AND COBALT
SACCHARINATES : INFRARED SPECTRA, EXTRACTION AND APPLICA-
TION FOR THE SPECTROPHOTOMETRIC DETERMINATION OF SACCHARIN
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ABSTRACT: Synthetized were several bipyridine adducts of
metal saccharinates. Those of copper, nickel and cobalt
were studied, because of their color, in detail, having

in view the possibility of developing a better spectro-
photometric method for the determination of saccharin. Be-
cause of its satisfactory extraction in chloroform, only
the copper complex was found suitable for this purpose.
Recorded and interpreted were the infrared spectra of

the Cu, Ni and Co complexes and an attmpt was made to cor-
relate the structural inferrences derived from the analy-
sis of the spectra with the extractability of the complexes.

YBOI

AOYKTHTE Ha pPa3JIMuHU komnnexéu co N-poHopH (MUPHIOUH, 6U-
MUPHOHH, XUHOJNMKH, GUXHHOJMH H OPYyrd) 6usie noBeKenartu
nperMeT Ha HauweTo HHTepecHpame, OCO6eHO BO MOorJjien Ha HHB-
HHTE CHEeKTPOCKOINCKH M CTPYKTYDPHH KapakTepHCTHKH. CO orinen
Ha $akTOT WTO, ON Ipyra CTpaHa, Ha HawHOT ¢akKkyJITeT BeKe
6uNe NMperMeT Ha H3yuyBame BHOPALMOHHUTE CMNEeKTPH Ha pasjHu-
HY MeTasiHH caxapUHaTH [1—3], a BO Tex e onpeneynyBameTo H
Ha KpHCTanHaTa CTPYKTypa Ha HEKOH BaKBH COeOuHeHH]Ja [4],
u3rnename JOUHYHO HCMUTyBamaTa La Ce MNpowHpaT M Ha anyKTH
co N-IDOHOpPH, na Taka 6ea MPHTOTBEHH H NUPHOMHCKM H OHIIH-
PHIOMHCKH anyKTH Ha MoBeKe MeTanHM caxapyHHaTH. [IMPHOMHCKH-
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Te agyKTH Ha MeTaJIHM caxapHHATH BeKe OuJsle YNOTpebyBaHH BO
aHaNMHMTHYKH Lend, Ha TNpUMep NpPH eKCTPaKUHOHO-CNeKTpodhoTO-
MEeTDHCKOTO OmnpenenyBame Ha caxapu# [5]. JlecHOTO o6pa3ysa-
BEe Ha GUIMHUPDHOMHCKH anyKTH H& MEeTaJIHHTe CaxapHHaTH, Kako H
OTCYCTBOTO Ha HemnpujaTHa MHpH36a kaj ynorpe6yBaHHOT peareHc
H@ HaBenoa Ha urmejara na Qanpasume o6un 3a nomotpyBawme Ha
MeTonaTa 3a onpenenyBame Ha caXapHH [5] CO TOa WTO €eKCTpak-
uujara 6 ja Bpwesie He BO INPHCYCTBO Ha MHUPHIOHH, TYKY Ha

GUITHPHIONH .

EKCNEPUMEHTAJIEH ILEJ

HcnuTyBaHHTe coenuHeHHja 6ea NPUIOTBEHH CO AONaBawme Ha BH-
WOK Ha pacTBOp OX GUIMHPHOMH KOH CMeca OI BOIEHH pacTBOPH
Ha COOOBETHUTE MeTaNHU cynhaTH H Ha HATPHYM CaXapyHaT 3e-
MEeHH BO MOJICKH onmHoc 1:2 (mo 10 cm® onm pacTBOPH CO KOHLEH-
rpauxja 5+10-2 u 1+10°!' mol dm~? coomseTHO). Peakuuonara
cMeca ce KOHUEHTpHpa CO 3arpepame 3a il10TOa, MNPH JNaneme,

oo Hea ma MCKpUCTaNM3upaaT TEeMHO CHHH KPHCTanH Ha 6akapHa-
Ta, OpPaHXOBHM OO kKoGasiToBaTa, ONHOCHO BHOJIETOBH OI HHUKJIEHA-
Ta con. HHemeH on TpHTe anyKTH He Ce pacTBOpa MO3HAYHTEJIHO
BO BOnma Mnu BO CCl,, a oHMe Ha Co M Ha Ni He ce BO 3anoBo-
NUTeNHa MepkKka pacTBOPJIMBH HH BO XJIOpOPOPM M €TaHOJ — pac-
TBOpYBaYM BO KOM 6akapHaTa COJ € peslaTMBHO LO6pO pacTBOp-
nuBa.

VHOpaLpBEeHUTE CNeKTpH 6ea CHUMEHHM Ha MHCTPYMEHTOT Perkin-
Elmer 580, a UV-VIS CnekTpuTe Ha HMHCTPYMeHTOT Perkin-El-
mer 127UV. CrnexTpodOTOMETPHCKHTE onpenenysBama 6ea BpuleHH

co Mepeme Ha ancopbaHu®jaTra Ha XJOpodOpPMHHTE eKCTPakTH Ha
GUMHPUOMHCKHOT amyKT Ha 6akapHHOT caxapuHarT Ha 370 nm co
noMour. Ha cnextpodoromeTapoT Beckman DU-2. Bewe paGoTeHO NpPH
pPH 4 oTkako nMpeTxomHO Gewe yTBPOEHO Neka eKCTPakKTHTe ce
CcTabHJIHH BO KHUCeJla CpelHHa.

PE3YJITATH U JUCKYCHJIA

HH)paupBEeHUTE CINEeKTPH Ha TPHTE anyKTa ce IOokaxaHd Ha Cu. 1
u Cn. 2 3a KOMIJEeKcHTe Ha Co M Ni u 3a OoHOJ Ha Cu COOLOBETHO.
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Cn. 1. UudpaupsBeHH CINEeKTPH Ha OHNHPHOHHCKHTE AaIyKTH Ha
caxapHHaTHTe Ha ko6aJIT H HHKen
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HubpaupeeH criekrap

6aKapHHOT

Ha OHUINHUPHIOUHCKHOT anyKT Ha
caxapHHAaT
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CrnopenyBameTO Ha CIEKTPHTEe IOKaxXaHH Ha OBHE OEBE CJIHKH OBO3-
MOXYBa BefHam jna ce 3abesiexH ronemara merycebHa CJHYHOCT

Ha CNeKTpUTe Ha anyKTHTe Ha KOo6anT H HHKen caxapuHat (Cn. 1)
¥ TNOCTOEemEeTO Ha Pas3JIMKH BO OOHOC Ha CINEeKTapOT Ha aiyKTOT Ha
6akapHHOT caxapHHaT (Cn. 2). Makap WTO € OYHIJIEOHO Heka
CHTEe TPH KOMIIJIEKCH Ce XHIOpaTH, DPa3JIHKHTe ce OCoBeHO 3a-
6eNexJIMBH TOKMYy BO o6lacTa Ha BaJleHTHUTe BHOpauHH Ha BOOa-
Ta. Jlomexka, MMeHO, kaj coemHHeHHeTO Ha 6akap OBHe BHOpa-
UMM OaBaaT JIeHTH (ru MMma 6apeM 4YeTHpH) wmTo Jsexar xad 3400 cm”
Kaj anyKTHTe Ha caxapHHATHTe Ha Ko6asIT M HHKeJl BOojaTa nasa
(B. Cn. 1) koMmmnnekc O WHPOKH JIEHTH CO MakCHMYyMH OKONy
3150, 2900 u 2400 cm~!. Taka, OYHIJIeNHO, Kaj KOMIUJIEKCHTE

Ha KoBasT M Ha HHUKesn ce paboTH 3a Boma WTO O6pasyBa CHJIHH
BOIOPONHM BPCKM, OOOeka OHHe obpasyBaHM kaj 6akapHOTO coO-
eIMHEeHHe Ce 3HAauHTeJIHO nocnatu. Ha pasyHKK BO HAYHHOT Ha
cBp3yBame Ha BOJAaTa CeKako ce OOJIXKH H pasjHKaTa BO CTabui-
HOCTa Ha TpHTE KOMIJIekca : IoIeKka, HMeHO, OHHe Ha KobanT

M Ha HHUKeNl H Mo MnoBeKe On enHa ronuHa JaBaaT HUIEHTHYHH
CMeXTpH, KOMIJIEKCOT Ha 6akap CO cToewe rybéH Boma. Pasnu-
KHTEe BO pPacCTBOPJIHBOCTA WITO IOpPaHO Gea CNOMHATH 6H MOXEJO

IIa HMaaT MoOTeKsJ IO uwTo, Mak, € BO BpCKa CO HAYMHOT Ha

CBp3yBame Ha BOOAaTa.

[IpeocTaHaTHTE JIEHTH BO HHODAUPBEHUTE CNEKTPH MOXe 3anoBO-
JIMTENIHO Oa ce HMHTEeplnpeTHpaaT Kako pe3ynTaT Ha BH6pauMH JIo-
KaJH3HpaHH I'JIaBHO BO CaxXapHHATHHUTE JOHH, KOOPIOHHHPAHHTE
MOJIEKYNIH Ha GUNUPHOMH MM KOODIOHHHPaHUTe MOJeKynu Boma*,
HO HHMe, BO OBaa MNpHJIMKa, HeMa na 3abBjerysame BO MonpobHa
aHanu3a Ha HHOpaupBEeHHTE CIIeKTPH.

Makap WTO CHTE TPH CIOMHATH KOMIUJIEKCH Ce€ HMHTEeH3HBHO OGOEeHH
(sapamu Toa THe M 6Bea onbpaHH 3a NMONMONPOBHO HCHNHUTyBamke,

* MoslekynuTe BOOa kaj 6akapHOTO COEIHHEeHHe MOXe H na He
ce KOOpIOHHHPAaHH 3a MeTalsoT.
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Makap WTO, BCYWHOCT, 6ea NMPHIOTBEHH anyKTH H Ha OPYTH
MeTaslH¥ caxapHHaTH), caMo 6aKapHOTO COEeIOHHeHue - eOHH-
CTBEHOTO MTO € PacTBOPJMBO BO XJIOPO®OPM - € MNOronHo 3a
nMpHMeHa NpH paspaboTKaTa Ha eKCTpakUHOHO-cnexTpodoromer-
pHCKa MeToma 3a onpepenyBame Ha caxapHH. Taxa, CHTe no-
HaTaMOWHH HCNKTyBama 6ea BPUWIEHH YrnoTpebyBajKH ro TOKMY

KOMMJIEKCOT Ha 6akap.

[lpy onpenenyBameTO Ha CaxapHH, CO nomow Ha pacTBOP Ha
6UNUpPUOMH BO xnopodopMm (¢ = 11072 mol dm~?) Gewe Bpue-
Ha excTpakuuja On BOOeH pacTBOP WTO COOpXeuwe CaXapHH

2+ jouu. Mo pasmenyeameTo

(unM HaTpuyM caxapHHaTt) H Cu
Ha CJI0OeBHTe, OPraHCKHOT cJjoj Geume onnesieH H JONOJHET -no
onpenesieH BOJIYMEH cO xJopodopm, na Ha Baka NOOHEHHOT
pacTBOp My 6Gemwe MepeHa ancopbaHudjata. BapHpajku ja KOH-
LeHTpauujara Ha caxabnu
6eme nobHeHa kanubpauu-
OHaTa KpHBa a ToOkKaxaHa
Ha Cn. 3. NapanenHo 6e-
me BpueHa exkcTpakuuja

H co xopodopmMeH pac-
TBOp Ha MUPUEHH [5]

CO pe3ynTaTH WTO Ce noka- ‘
XaHU CO KpHBaTa b Ha 0,15

Cn. 3. Moxe ma ce BUIOH

meka BO obara cnydaja 0,05 ’/””””f’,,»—”";
BO HCMNHTYBAHOTO KOH-

LeHTPAaUuUoOHO nonpauje 2 4 6 e¢+10'/mol-dm”?

ce no6uea MoOllHe ybasa
JEHEAPRY. SERNCHOET B Cn. 3. Kanub6pauuMOHU KPHBH 3a
ancopba”HuujaTa on KOH- onpenenyeBame Ha CaxapHH CO
yrnoTpe6a Ha pPacTBOp Ha 6u-
nupuouE (a) ¥ nupuouH (b)
KanubpauuHoHaTa KpHBa BO XJOpodopm

LeHTpauujara, HO Ieka

ro6ueHa co yrnorpeba Ha
BUNMUPHUIIUH HUMA MHOTY
rnorosneM HakKJIOH U, Crnoper Toa, OBO3MOXYEBa MnorosjieMa Npeuxu3HOCT
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np¥ onpenenysamaTa. Cnopen Toa, OYPH H caMO On oBaa riaen-
Ha TOYka, u3rjena onpasiaHa yrnoTrpetaTa Ha OGMNUPHOHH (Ha-
MeCTO MHUPHUOMH) MpPH onpenesyBamkeTO Ha CaxapHH.

KopHcTejKH I'M nOBGHEeHUTe KanubpauHOHM KPHBH, BpUEBME ONpe-
oesyBame Ha COIpPXUHATa Ha caxXxapuH (MOTOYHO peyYeHo - Ha
HaTpHUyM caxapuHaAT) BO HEKOJIKY KOMepuHjasiHH IpenapaTd 3a
BewTavyko 3acianysame. Pe3yJiTaTHTE WTO I'M NO6UBMe 6Hea BO
perlaTHBHO po6pa COrJIaCHOCT CO OeKJjlapHpaHaTa COIDKHHAa Ha
HaTPHYM caxapHHaT BO OBHe npenapaTu. llogo6pa COIJIACHOCT
Gewe no6ueHa NpH ynorpe6aTa Ha PAacTBOP OO OHIMUPUOUH MPH
eKCTpakuMjaTa mwro My npeTxonewe Ha CNeKTpodOTOMEeTPUCKOTO

Mepemwe.
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