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TPUC(®EHAHTPOJUH)KEJE30(11) BUC(LIUTPATO)-
CTAHHAT(IV): CUHTE3, MOJIEKY.ISIPHASI
U KPUCTAJNJIUYECKASI CTPYKTYPA

PaszpaboTana MeTomMka cHHTE3a M TIOMy4deH HOBbIA Kommiekc [Fe(phen),][Sn(HCit),]-
2H,0 (I), rne phen — 1,10-penantponnn, H,Cit — mumonnas xkucnora. CoeMHEHHE OXapaK-
TEpPU30BaHO METOAAMHU 3JIeMeHTHOro aHaiusa u MK-cnekrpockonuu. B pesynprare peHT-
TEHOCTPYKTYPHOTO aHalIM3a yCTAaHOBIEHO, 4To I mpexacTtaBnser co0OH KOOPAMHAIOHHOE
COeNMHEHNE KaTHOH-aHHOHHOTO THIIA, B KOTOPOM aHuoHoM sBisercs [Sn(HCit),]*, a katuo-
noM — [Fe(phen),]*". B kpucranne coenunenue [Fe(phen),][Sn(HCit),]-2H,0 o6pasyer crow,
napasuiesibHbIe KpHCTAIUIOrpaduuecKko miocKocTH be.

KuroueBbie ciioBa: 051080, cynbdar sxenesa(ll), numonnas kucnora, 1,10-peHanTponut, Ko-
OpAMHAIIMOHHBIC COCTUHEHHUSI, KPUCTAIUINYECKAs CTPYKTypa.

braronapst cBouM OaKkTepUIMIHBIM U AHTUOKCHUIAHTHBIM CBOWCTBaM, JIMMOHHAs
KHCJIOTa CIIOCOOCTBYET YCKOPCHHOMY OOHOBJICHHIO KJIETOK KOXH, a TaKKe YIydIIacT
€¢ ANMACTUYHOCTb. [Ipy npueme BHYTph B HEOOIBINUX 103aX (HAIPUMEp, MPH YIIOTPE-
OJIEHUM ITUTPYCOBBIX ) TJMMOHHAs KHCIIOTa aKTUBHPYeT KK Kpebca, 9ro criocodcTByeT
yckopeHuro Metabonm3ma [ 1]. OcoOblii HHTepeC MPEACTaBISIIOT KOOPIUHALMOHHBIC CO-
€JIMHCHUS Ha € OCHOBE.

B xome cucremMaTHUECKUX WCCIIEIOBAHUN HAMHU OBUT CHHTE3WPOBAH PsI Pa3HOME-
TalbHbIX Ouc(uutparo)repmanaros(IV) [M(H,0) J[Ge(HCit),] - 4H,0 (M = Mg*,
Mn*, Fe**, Co*, Cu*, Zn*") u 6uc(uurparo)crannaros(IV) [M(H,0) ][Sn(HCit),] -
4H,0 (M = Mg?*, Co*", Ni*") [2], xoTopble 061aa10T pa3auIHOi (hapMaKkoIOrudecKo
AKTUBHOCTbBIO, B TOM YHCIIE TIPOTHBOBUPYCHOW U aHTHCTa(UIOKOBOH [3].

CrnemyeT OTMETHTB, YTO B COOTBETCTBUU C HCCIICAOBAHUSIMH IMOCICTHUX JIET CO-
€IMHEHUsI MOHO-, u- U TpuMeTHioioBa(lV) ¢ kapOOKCHIICOIEePKATUMHE JINTaHIaM1
MPOSIBILSIIOT AHTUKAHIICPOTCHHYIO aKTHBHOCTH MO OTHOIICHUIO K OITYXOJEBBIM KIICT-
KaM U ApyTrue BUABI OMOakTUBHOCTH [4, 5]. [loaTOMy cHHTE3 M U3ydCHHE KOMIICKCOB
onosa(IV) pa3nmuuHOro THIIA HA OCHOBE JIMMOHHOW KUCIIOTHI SIBIISICTCSI IEPCIICKTUBHBIM
HAIpaBJICHUEM KOOPIUHAIIMOHHONW XUMHH B CBSI3U C BO3MOXKHOCTBIO CO3JaHUSI HAa UX
OCHOBE HOBBIX JICKAPCTBEHHBIX CPE/ICTB.

Monudukaiys KOMILUICKCOB BBEJACHHEM B MX MOJCKyibl 1,10-dbeHanTponuHa mo-
3BONIMJIA TIOJYYHTh Pa3HOMETAIUTBHO-PA3HONUTAHAHBIE KOOPAMHAIIMOHHEIE COCIH-
nenust repmanusi(IV) [Cu(phen),Cl],[Ge(HCit),]-6H,O [6], [M(phen),][Ge(HCit),]-
nH,O (M = Co*, Fe*", Ni*) [7, 8], [M(H,0),(phen),],[Ge(Cit),]'nH,O (M = Co*™,
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Mn*) [9]. C onmoBoM TmOmy4eHO TOIbKO coeauHeHue coctaBa [Ni(phen),]
[Sn(HCit),]-3H,0 [9].

Lenp Hactosimel pabotel — nmomydenue komruiekca onosa(lV) u xenesa(ll) ¢ nu-
MOHHOU KHCI0TOU U 1,10-(eHaHTPOIMHOM, OTIPEIeIICHHE €ro COCTaBa, MOJICKYIISIPHOM
U KPUCTAILTHYCCKOHN CTPYKTYPBI.

MATEPHUAJIBI U METOABI HCCJIEJOBAHUSA

B xauecTBe HCXOIHBIX BEUICCTB ISl CHHTE3a COCTUHEHNUS OBLIN HCIIOIB30BAHBI CIIe-
Ayromue peakTubl pupmMbl Sigma-Aldrich: SnCl,-5H,0, FeSO,-7H,0, mumonHO# Kuc-
sorel Mmonoruapar (H,Cit) u 1,10-penanrpomun (phen).

Cunres 1. Hasecku SnCl,-5H,0 (7.02 r) u H,Cit (8.4 1) pacTBOpsIM NPH KMIIYCHUH
B 100 Mt Bomsl U ynapusanu npu temmeparype 50° C mo oobema 50 mut. 3ateM K moiy-
YeHHOMY pacTBopy HpubaBmsti 10 M 95%-ro 3TaHOIBHOTO PacTBOPA, COACPIKAIIETO
5.56 1 FeSO,"7H,0 u 10.8 r phen. Yepes cyTku M3 JaHHOTO PacTBOPA BbINAJ KPUCTAJI-
JIMUECKUH 0CaZ0K KPAaCHOTO 1IBETA, U3 KOTOPOTO ObUIN 0TOOPAaHBI MOHOKPUCTAJIIBI, IPU-
TOZIHBIE JUIsl PEHTI€HOCTPYKTYpPHOTO aHaiu3a. Brixon 65%.

dueMeHTHBII aHaau3. CojepxaHue yriepoja, BOJOPOAa M a30Ta ONMPEeIsin ¢
nomoinpio nonyasromarnyeckoro C,N,H-anamuzaropa, oiioBa U ’keje3a — METOAOM
aTOMHO-IMHCCHOHHOH CIIEKTPOCKOIINHU ¢ MHIYKTUBHO CBSI3aHHOM ITa3MOU Ha Ipudope
Optima 2000 DV ¢upmst Perkin—Elmer.

M C, H, FeN O, Sn (I) Berancneno (%): C 51.02; H 3.37; Fe 4.96; Sn 10.54;
N 7.44; naiineno (%): C 50.89; H 3.30; Fe 5.00; Sn 10.19; N 7.32.

UK cnexrpsr nmornomienus (400-4000 cm™') murania U KOMILICKCOB 3allMChIBAIN Ha
cnekrpodoromerpe Frontier pupmer Perkin Elmer.

UK-cnexrp I (v, em™): 3431 v(OH), 1708 v(C=0), 1668 v_(COO"), 1589, 1520 v(C~
C,), 1429 v (COO), 1356 v(C-N), 1083 v(C-0), 1137, 935, 875 6(CH), 493 v(Sn-0).

Pentrenocrpykrypubiii  amanms.  Kpucrammer  coenmnenns  [Fe(phen),]
[Sn(HCit),]-2H,0 (I) (M =1129.38 r/mM011b) MOHOKJIMHHBIE, IPOCTPAHCTBEHHAS TPYTI-
na P2/c, a = 22.799(3) A, b = 11.3040(11) A, ¢ = 18.5818(19) A, B = 94.733(10)°,
V =4772.5(9) A%, Z =4, T = 293(2) K, p(MoKa) = 0.906 mm™', D, = 1.572 r/em?.
Wsmepeno 36749 orpaxennii, 9369 nesaucumbix (R, = 0.211). OxoHvarenbHbIe 3Ha-
gyenus R = 0.1125 (s 4461 orpaxkenuii ¢ unTeHCMBHOCTBIO | > 26(1)) 1 wR, =0.2464
(nns Becex orpakenuit), S = 1.047.

[TapameTpsI 2MeMEHTAPHBIX TYECK M HHTCHCHUBHOCTH OTPAKCHHUN JUIST CTPYKTYpHI 1
usMepenbl Ha audpakromerpe «Xcalibur-3» (MoK, usnyuenune (A = 0.71073), CCD-
JETEKTOP, TPaUTOBBIII MOHOXPOMATOP, (O-CKAHUPOBAHUE).

Crpykrypa pacumdpoBaHa IpsSMBIM METOIOM C HCITOJIB30BaHHEM KOMIDIEKCA MPO-
rpamMm SHELXTL [10, 11]. [TonoxxeHust aTOMOB BOAOPO/A BBISBIEHBI U3 Pa3HOCTHOTO
CHHTE3a AJIEKTPOHHOM MJIOTHOCTH M YTOUYHEHHI 110 MOJCNN “‘Hae3qHUKa” C Um = nUm
HEBOAOPOTHOTO aTOMa, CBSI3aHHOTO C JaHHBIM BOAOPOIHBIM (n=1.5 111 MOJNEKY BOIIBI
u n=1.2 1yt OCTalbHBIX aTOMOB Bojopona). CTpyKTypbl yTouHeHbl o F? momHoma-
tpraHsIM MHK B aHH30TpOITHOM NPpHOIMKEHUH IUTsT HEBOIOPOIHBIX aTOMOB.

Koopnunarsl aToMOB, a TakyKe MOJHbIe TaOIULbI AJIMH CBA3€H U BaJICHTHBIX YIJIOB
JernoHupoBanbl B KemOpumkcknit 6aHK CTPYKTypHBIX JTaHHBIX (e-mail: deposit@ccdc.
cam.ac.uk) (CCDC 1957540).
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PE3VJIBTATHI U UX OBCYXJIEHHUE

Ha ocHOBaHMM JaHHBIX 3JIEMEHTHOTO aHaJIM3a B KoMmIuiekce I peanusyercst MobHOE
cootHomienue Sn : nurpar : Fe : phen =1:2:1:3.

[Tpu ananuze UK-cnekrpa I oTHECeHHE MOIOC MOMIOMEHHS TPOBOAMIN B COOTBET-
CTBUU C JAHHBIMU, TOTYYEHHBIMU I IPYTUX KOMILIEKCOB T€PMAaHUs U 0JI0Ba C IMMOH-
HOM KUCIOTOH [2, 3, 6-9], a Take ¢ INTEpaTypPHBIMU JaHHBIMU I KapOOKCUIIATHBIX
KOMILJIEKCOB Pa3IMYHbIX MeTasuioB [12].

O Hanuunu BakaHTHOU kapOokcunbHOU rpynnsl —COOH B monekyrne I cBunerens-
ctByer umeromasicst B ero MK-cnekrpe nomoca v(C=0) = 1708 cm . Ilo cpaBHEeHUIO
¢ UK-criekTpoM JTMMOHHOM KHUCIOTHI, B criekTpe I 0TMe4YeHO MOsIBIEHUE MOJIOC Kap-
6okeunarupix rpynn v (COOY), v (COO) u v(C-O) ankoroasTHOro tuna B 00nactu
1083 cm!, a Takke BaleHTHBIX KoleOanuii cesazu Sn—0.

Hanuuue B ciekTpe mojoc, XapakTepHbIX AJIs apoMaTH4ecKux MoJeky: [13] B nua-
nazoHe 13001600 cm! (ckeseTHble BasieHTHBIC Kosiebanus cBsizu C—C apomaTudecko-
ro konbia), 1000-1500 cm! u 700-1200 cm ! (TITOCKOCTHBIE W HETIJIOCKOCTHBIE e(op-
MaloHHble Konebanus cBsizu C—H) nonteepxkaaer npucyrcreue 1,10-penantponnna
B cocTaBe komruiekca L.

ITo nanueim PCA 1 npezncrasnsieT co00il KOMIUIEKCHOE COCTUHEHHE KaTHOH-aHH-
onnoro tuna [Fe(phen),][Sn(HCit),]-2H,O, B KOTOPOM B KaueCTBE aHUOHA BBICTYTIAET
[Sn(HCit),]*, a katnona — [Fe(phen),]*". KaTuoHBI B CTPYKType HAaXOAATCS B YACTHOM
MOJIOKEHUHU Ha OCU CUMMeTpuu 2 mopsaka. B kpucramie kommekc I cymecTByeT B
BU/JIE KpHUCTAJUIOTHapaTa coctapa 1:2.

Crpoenue kommiekcHoro anumona [Sn(HCit),]* aHanoruyHo omucaHHOMY paHee
Kak Juid OMC(LIMTPaTO)CTAHHATOB, TaKk M A Ouc(uurparo)repmaHaroB [2, 3, 6-9].
Koopnunanumonnsiii nonusap omnosa(IV) mpencraBnseT co0OW MCKaKEHHBIM OKTa-
91p, OOpa30BaHHBI TpeMs MapamMu aTOMOB KHCIOPOAa JIBYX TPHACHIAHTHO-XeJaT-
Hbix nurangoB HCit*. B cBOIO ouepe/ib, 3TH aTOMBI KHCIOPO/a MOXKHO Pa3/einTh HA
3 tuna: ruapokcuibHbie (atombl O3 u O10), a-xkapOokcunarueie (atombl Ol u O8) n
B-xapOoxcunarubie (arombl O4 u O11) (puc. 1).

Puc. 1. Monekynsapnas crpykrypa anuona [Sn(HCit),]* B 1

Fig. 1. Molecular structure of the [Sn(HCit),]* anion in I
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Kak yxe ormeuanocw panee B [2, 8], mmuHbI cBsizeil Sn-O 17151 BCeX TpeX THUIIOB
KHCIIOPOJIOB HE3KBUBAJICHTHBL: JUTMHBI CBA3el Sn-O 11 rUAPOKCUIIBHBIX aTOMOB KHC-
JIOpOJia 3aMETHO Kopode, 4eM JJisi KapOokcunaTHbIX (Tabn. 1). 3HayeHus AMUH CBs3e
Sn-O B KOOPIMHALMOHHOM TIOHMAIPE U3MEHSIOTCs B HTepBaie 1.966(7)+2.073(8)A, a
BajieHTHbIX yriioB O-Sn-O 80.8(3)+98.2(3)°.

B katnonax atoms! Fe koopaunupyiot Tpu mMonexynsl 1,10-denantponuna. B ox-
HOM W3 KAaTHOHOB HaONIOMAeTCsl pa3ynopsIoueHUE OIHOW MOJIEKYabl phen 1o IByM
MOJOKEHHUSAM C OJMHAKOBOW 3aCEICHHOCThIO. JlJIs ynpoIIeHus JajdbHEWIe UHTep-
MpeTaluy pe3yabTaTOB Mbl pa3leiiid KaTHOHbI Ha 2 TWIa — KaTuoH Tuma A (0e3
pasynopsiioueHus: MOJIeKys phen, puc. 2a) u tuna b (¢ pasynopsjgodeHueM MOJICKYI
phen, puc. 2b). KoopauHannoHHbIH onu3ap aroMa Fe B kKaTHoHaX 000X THITOB MIPE/I-
CTaBJIsIeT cOOOM MCKaXEHHBIM OKTadnp. 3HaueHUs UMH cBsazeil Fe-N usmensrcs B
npenenax 1.970(2)+1.987(6) A, a panentHrix yrios N-Fe-N Bapbupyercs B mpeaenax
81.8(4)+94.8(3) (Tadm. 1).

a) b)

Puc. 2. MonekynsipHasi CTpyKTypa KaTHOHOB THmna A (a) u Tuna b (b)

Fig. 2. Molecular structure of cations of type A(a) and b (b)

Kpucrannuueckoe crpoenue coenunenus [Fe(phen),][Sn(HCit),]-2H, O (I) nogo6Ho
panee onricaHHOMY B [8]. B KprcTaiie aHHOHBI, KATHOHBI, 8 TAKXKE MOJICKYIIBI BOIBI 00-
Pa3yIoT YepedyIOIrecs CIIOH, TapauIelbHbIe KPUCTAIUIOTPa(pUIECKO TIOCKOCTH be
(puc. 3). Cou MOXKHO pa3JIeNIUTh HA TPH THIIA: 1) CIIOH, COMEpIKAIINe TOJIHLKO aHUOHBI
Y MOJICKYJIBI BOJIbI, CBSI3aHHBIE MEXMOJICKYIISIPHBIMU BOJIOPOHBIMU CBsI3siMU (Tabd. 2);
2) ciou, coneprkallre KaTHOHbI TUMa A; 3) cJou, coepikaliue pa3ynopsI04eHHbIe Ka-
THOHBI THMA b.
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Ta0nwuma 1
HexoTopble JIMHBI cBsi3eii (A) u BanenTHbIE yribl (rpaja) B cTpyKType I
(onepauuu cummerpun: (i) -x, y, -z+1/2; (ii) -x+1, y, -z+1/2)
Table 1
Selected bond lengths (A) and bond angles (deg) in structure I
(symmetry operations: (i) -x, y, -z+1/2; (ii) -x+1, y, -z+1/2)

Ces3b d, A Can3b d, A
Sn1-0O8 2.073 (7) | Fe2-N4i 1.987 (11)
Sn1-03 1.966 (7) |Fe2-N4 1.987 (6)
Sn1-0O11 2.073 (8) |Fe2-N5 1.987 (6)
Sn1-010 2.005 (6) |Fe2-N5 1.987 (6)
Sn1-01 2.071 (8) | Fe2-N6B 1.971 (2)
Sn1-04 2.066 (8) |Fe2-N6B' 1.971 (2)
Fel-N1 1.979 (9) |Fe2-N6A 1.970 (2)
Fel-N3 1.968 (8) |Fe2-N6A! 1.970 (2)
Fel-N2 1.976 (8)

Yroa o, rpajg Yroa o, rpajg
08-Sn1-011 91.2 (3) |N3-Fel-N2f 93.0 (3)
03-Sn1-0O11 93.8 (3) |N3iFel-N2 93.0(3)
03-Sn1-010 103.1 (3) [N3i-Fel-N2f 92.8 (3)
03-Sn1-01 82.7(3) |N2-Fel-Nl 81.8 (4)
03-Sn1-04 89.5(3) |N4-Fe2-N4i 88.3 (6)
010-Sn1-08 80.8 (3) |N4-Fe2-N5 93.1 (6)
010-Sn1-0O11 88.2(3) |N4-Fe2-N5 81.4 (3)
010-Sn1-0O1 98.2 (3) |N4i-Fe2-N5 81.4 (6)
01-Sn1-08 92.1 (3) |N4-Fe2-N5! 93.1 (3)
04-Sn1-08 87.0(3) |N6B-Fe2—N4 92.6 (5)
04-Sn1-0O11 87.4 (3) |N6B-Fe2-N5 85.9(5)
04-Sn1-01 86.8 (3) |N6B—Fe2-N5 99.5 (5)
N3-Fel-N1 94.8 (3) |NO6A-Fe2-N4' 95.4 (7)
N3i-Fel-N1i 94.8 (3) |N6A-Fe2-N4 95.4 (5)
N3-Fel-N3i 82.7(5) |N6A-Fe2-N5 84.3 (5)
N3-Fel-N2 92.8 (3) |N6A-Fe2-N5! 101.5 (5)
N6A-Fe2-N6B! 83.0(5)
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Puc. 3. Kpucrammmieckas ynakoska [Fe(phen),][Sn(HCit),]-2H,0 (1),
BUJI BIOJIb KPHCTALIOrpadudeckoit ocu b

Fig. 3. The crystal packing of [Fe(phen),][Sn(HCit),]-2H,0 (I).

view along the b crystallographic axis

Tabnuua 2

T'eomeTpuyeckHe XapakTepUCTHKH BOJOPOAHBIX cBsi3eil B cTpykType 1
(onmepauus cummerpun (i) x, -y+2, z+1/2)

Table 2

The hydrogen bonds geometrical characteristics for structure I

(symmetry operation (i) x, -y+2, z+1/2)

D-H---A H--A/A D-A/A D-H---A/ zpao.
06-H6:--0Yi
1.86 2.627 (13) 150
015-H154---016 2.07 2.849 (14) 152
016-H164---010 2.05 2.805 (12) 147
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TPUC(®EHAHTPOJIIH)3AJI30(1I) BIC(LUTPATO)-
CTAHHAT(IV): CHHTE3, MOJIEKYJISIPHA TA
KPUCTAJIUYHA CTPYKTYPA

Pospobnena metomwka cuHTE3y Ta oTpuMaHo HoBuH kommieke [Fe(phen),][Sn(HCit),]:
2H,0 (I), ne phen — 1,10-enantpomnin, H,Cit — tuMoHHa KuCIOTa. 32 TAHUMH €JIEMEHTHO-
ro aHaji3y B KoMmIuiekci I peamisyerscst MonmbHe criBBiHOmEHHS Sn : nutpar : Fe : phen
= 1:2:1:3. Ilpo nasBHicTs BakaHTHOI KapOokcmibHOI rpyn —COOH B monexyai I cBimunTs
cmyra v(C=0) = 1708 cm! B #ioro IY-criekrpi. B nopiBHsHI 31 CIEKTPOM JIMMOHHOT KHCIIO-
T, B crekTpi I BigzHaueno nossy cmyr v, (COO), v (COO"), v(C-O) anKkoronsaTHOro TUILy
B obmacti 1083 cm! i BajeHTHHX KOJMBaHb 3B’s13Ky Sn—O. HasBHICTH CMyT, XapakTepHHX
JUTSL QpOMAaTHYHUX MOJeKyln B jianazoni 1300-1600 cm!, 1000-1500 cm' i 700-1200 cm!
miaTBeppKye npucyTHICTh 1,10-denantponiny B ckiami xommekcy I. B pesymsrari PCA
BCTAHOBIICHO, 110 I s1BIIsIE COO0I0 KOOPAUHATIIHHY CITOTYKY KaTiOH-aHIOHHOTO THITY 3 KaTIOHOM
[Fe(phen),]*" i anionom [Sn(HCit),]*. Koopnunaniiinuii nosnienp Sn(IV) B komriekcHoMy
aHIOHI — BUKPHUBIICHUIT OKTaep, yTBOPEHUI TphOMa mapamu atoMiB OKCHI€Hy JIBOX TPHIEH-
naHTHO-xenatHux Jiranais HCit*. B kartionax atomu ®epyMy KOOPIHHYIOTHCS TPHOMa MO-
nexynamu phen. B oqHOMY 3 KaTiOHIB CIIOCTEPITa€ThCS Pa3yNOPSIKYBAHHS OHOI MOJIEKYIIN
phen 10 BOM IOJIOKEHHSIM 3 OJHAKOBOIO 3aCENIEHICTIO, B CHOJYII BHIIJICHI KaTiOHU THUITY
A (6e3 pasynopsaKyBaHHS MOJIeKy:T phen) i Tumty b (3 pasynopsiikyBanHsIM Monekyn phen).
Koopaunaniitauii momienp Fe(Il) B kationax 000X THITB sIBIIsIE COOOI0 BUKPHBIICHUI OKTaep.
B kpucraii aHiOHH, KaTiOHH, a TAKOXK MOJIEKYJIM BOAW yYTBOPIOIOTH IApH, IO YEePryIOTHCS,
napanesbHi Kpucranorpadivni mrockocti be. lllapu MoXkHa pO3AIINTH HA TPH TUIN: IIApH,
IO MICTATh TUIBKM aQHIOHM M MOJIEKYJIM BOJH, ITOB’SI3aHI MIKMOJIEKYJIIPHUMHU BOJHEBUMH
3B’SI3KaMU; IIAPH, 10 MICTATH KaTIOHM THITY A 1 IIapH, IO MICTATH pa3yIopsIKOBaHI KaTiOHH
Tuny b.

Korouoi caoBa: Cranym, ¢epym(Il) cymedar, mmmonna kwucnora, 1,10-denantponin,
KOOP/IMHAIIHHI CIIONYKH, KPUCTAJIIYHA CTPYKTYpa.
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TRIS(PHENANTHROLINE)IRON(I) BIS(CITRATO)
STANNATE(V): SYNTHESIS, MOLECULAR AND
CRYSTALLINE STRUCTURE

A synthesis technique was developed and a new complex [Fe(phen),][Sn(HCit),]-2H,O (I)
(phen is 1,10-phenanthroline and H,Cit is citric acid) was obtained. Based on the data of
elemental analysis, the molar ratio Sn: citrate: Fe: phen = 1:2:1:3 is realized in complex I. The
presence of a vacant carboxyl group ~COOH in molecule I is confirmed with the band in the
IR-spectra v(C=0) = 1708 cm'. Unlike the IR-spectrum of citric acid, v, (COO"), v (COO"),
v(C-0) bands of the alcoholate type in the region of 1083 cm™ and stretching vibrations of
the Sn — O bond appear in the IR-spectrum of I. The presence of the stretching vibrations
in the range of 1300-1600 cm™', 1000-1500 cm™ and 700-1200 cm™, which is specific for
an aromatic molecules, confirms the presence of 1,10-phenanthroline in I. X-Ray analysis
showed that I is a coordination compound of the cation-anionic type with the [Fe(phen),]*" as
cation and the [Sn(HCit),]* as anion. The coordination polyhedron of Sn(IV) in the complex
anion is a distorted octahedron formed by three pairs of oxygen atoms of two tridentate
chelating ligands HCit*. In cations, Fe atoms are coordinated by three phen molecules. In one
of the cations, one phen molecule is disordered in two positions with the same occupation.
This leads to the formation of two types of cation: A (without disordering of phen molecules)
and B (with disordering of phen molecules). The coordination polyhedron of Fe(Il) in both
types is a distorted octahedron. Anions, cations, and also water molecules form alternating
layers parallel to the crystallographic plane bc. Layers can be divided into three types: layers,
which contain only anions and water molecules connected with intermolecular hydrogen
bonds; and ones which contain only type A cations or only type B cations.

Key words: tin, iron(Il) sulfate, citric acid, 1,10-phenanthroline, coordination compounds,
crystal structure.
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