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CBoiicTBa MaTepragoB 3aBUCAT HE TOJBKO OT UX BHYTPEHHEUW CTPYKTYpBHI,
HO M OT TOrO, KakoBa TEKCTypa marepuana. M3ydeHUI0 TEKCTYpbl pa3IndyHBIX
MaTepuagoB MOCBAIICHO OTPOMHOE YHUCIO UcciaenoBaHuil. OJIHaKO B MOCIEIHEE
BpeMsl BHUMAHHE CTaJIO0 NPUBJIEKATh HE TOJbBKO MHKPOTEKCTYPUPOBAHUE
MaTepuasioB (macmrad KOTOoporo oObrdHO coctaBisi 10-20 MKM), HO U €ro
MaKpOTEKCTyPUPOBAHUE, T.€. HCKYCCTBEHHOE CO3/IaHUE TaKUX MaKpOTEKCTYD,
MacmTad KOTOPBIX COCTABISET OT JIOJIEH MIJUTUMETPA 110 2 - 4 MUJUIUMETPOB.

B kauectBe MOJENBHOTO MaTepuaia, Ha MPUMEpPEe KOTOPOro
MPEANOJIarajJoch HM3y4UTh BIUSHUE MAaKpPOTEKCTypPUPOBaHUSI Ha CBOICTBA
MaTepuaiia, B J1a0OpaTOpUM TETEPOTEHHBIX IMPOIIECCOB BBHIOpAIA THUAPOKCHL
xene3a(Ill). 'uapokeun xenesa - LIMPOKO UCIIOIb3YEMbIM Ha IPAKTUKE MaTepUall
(B xayecTBe cOpOEHTa, HAMOJHUTENS M T.1.). Kpome Toro, mpu HarpeBaHUU
TUAPOKCUIA JKejie3a JIETKO TOJIYYUTh JApPYrol BaXKHBIM Marepuan - OKCHL
xeneza(lll) Fe,Os;. Hakonen, npu HarpeBaHUU TUIPOKCHIA Kejie3a B
BOCCTAaHOBUTEJHHON aTMOC(epe MOTyqaroT MOPOIIKH Kelle3a, UCIOJIb3yeMble KaK
KaTaJIM3aTop U T.II.

Jlnst makpoTtekcTypupoBanus ruapokcuna xenesa(lll) 6pu1 BeiOpan meton,
CBSI3aHHBINA ¢ POPMUPOBAHUEM CJIOS THAPOKCH]IA KeJle3a Ha TOBEPXHOCTH Kareb
pactBopa xsopuaa xene3za(Ill) 3a cuér BBeAeHUs 3TUX Kaleidb Ha ONpPeAeIEHHOE
BpeMs B aTMOochepy aMMHaKa.

WccnenoBanusi, BHIMOTHEHHBIC B Ta0OpaTOpUU paHee, MOKa3aIH, YTO MPHU
BOCCTAHOBJICHUH TAKUX IOJIBIX YACTHUI] BOJIOPOJIOM IIPU TEMIIEPATYPE OT 380°C mo
750°C MoJTy4yaeMoe O-)Kelie30 HaxoauTcs B ABYyX ¢dopmax. JlomuHupyromen
dbopmoii BeicTymaer (opma, CBsi3aHHas ¢ OOpa30BaHUMEM IPU BOCCTAHOBJICHUU
O6echopmMeHHBIX yacThll o-xkene3a ¢ pasmepom 0.5 - 3 mxMm. Ho, kpome stoi
(GOpMBI, TMOCTOSHHO BO3HHWKAET W BTOpas (opmMa - HUTCBUIAHBIC YACTHUIIBI Ol-
xene3a JiuHoi g0 150 - 200 MxM 1 quameTpoM okosio 1 MM (puc.1).

Bo3mokHo, uTo (hopMupoBaHHEe HUTEOOPA3HBIX YACTHIL JKeJe3a CBA3aHO C
OCOOCHHOCTSIMM COCTaBa W CTPOCHUS HCXOJHBIX MAaKPOTEKCTYPHUPOBAHHBIX
4acTUll TUApOKcoxyiopuaa xenesza. [loaTomy B nanHoi paboTte ObLia MOCTaBJICHA
LeIb - CHHTE3UPOBaTh M BBIABUTH BAXHEUIIHUE XAPAKTEPUCTUKHU TOJIBIX
MaKpOTEKCTYPUPOBAaHHBIX YacTUL THapokcoxiopua xemnesa(lll).

B kauecTBe MeTOM0OB HcclieI0OBaHMs ObUTH BHIOpAHbI: XUMUYECKUN aHAU3
(MeTox TOpsAMOM TMOTEHIIMOMETPUM C KCIOJB30BAHUEM  XJIOPCEPEOPSTHOTO
ANEKTPOJA), pPEHTreHo(}a3oBelii aHanmu3 u AU depeHInaIbHO-TEPMUYECKUN
rpaBuMeTpuueckuil ananu3. Kpome TOro, moBepXHOCTh MOJBIX MaKpOYacTHIL
Obl1a OXapakTepU30BaHA MO JAHHBIM AJIEKTPOHHO-MUKPOCKOIMYECKOTO aHaIu3a,
a UX KAUeCTBEHHBIH COCTAaB - MO JAHHBIM PEHTTEHOMIIOOPECIIEHTHOTO
MHUKPOAHAJIH3A.

a



Puc. 1. HureoOpasHbie 4acTUIBI OL-)Kelie3a, 00pas3yIouecs mpu
BOCCTAQHOBJICHHH BOJIOPOJIOM IOJIBIX MAKPOTEKCTYPUPOBAHHBIX YaCTHUI]
rugpokcoxopuaa xenesa (111)

Temrmieparypbl BOCCTaHOBIICHHS:

a-500°C; 6 -600°C



JluteparypHbiid 0030p

1. 'mapoxcuanbie ¢gasbl xesesa(Ill)

B nuteparype He cyliecTByeT €AMHOTO MHEHHMs 10 IOBOJy COCTaBa,
CTPOCHHSI W CBOMCTB THAPOKCHUAHBIX (a3, MOMydyaeMbIX MPU OCAKIACHUU
pa3IMYHBIMUA OCHOBaHUSAMU U3 coieit xkene3a(l1l).

Tak, B pabote [12] coobuieHo, 4TO MpU IEHCTBUU aMMHUAKa Ha PaCTBOPHI
conmert sxkene3a(Ill) Bemagaer B 0OCAaAOK HEKPUCTALIM3YIOIUMHCA THAPOKCUL
xene3a(lll) B Buae o0BEMUCTOrO relst CBETII0-0yporo LBETa, COAEPKaHUEe BOJIbI B
KOTOpOM OOBbIYHO Ooibine, yeM cooTBeTcTByeT dopmyne Fe(OH);. C momenra
o0pa3oBaHMsI 3TO BEIIECTBO HAUMHACT JAETHAPATHPOBATHCS, MPUUYEM MPOIIECC
JerujpaTaiui UAET HENPEPBIBHO U MPEKPALAETC B TOT MOMEHT, KOIJla COCTaB
coenuaenus otBeyaeT popmyie FeO(OH) [12].

B npyrux uCTOYHHMKAax MOYKHO HAWTH HECKOJIBKO JPYrod BapUaHT
ONMMCAHMS MPOLECCAa OCAKIEHUS: TaM yKa3aHO, YTO IMpPHU JEUCTBUM aMMHaKa Ha
pactBop coneii Fe’' oGpasyercst OKcH TPEXBAIGHTHOTO elle3a B BUJIE KPACHO-
Oyporo ocanka, ©3 KOTOPOro 00pa3yroTcs Telu ¢ Pa3TuIHBIM COJEPKAaHUEM BOJIBI
[11]. Kak BuAHO H3 BBINIECKA3aHHOIO, OOIIUM SBJISIETCS MHEHHE, YTO
ruapoKcuIHbIM ¢azam xkene3a(lll) croiicTBeHHAa MHTEHCUBHAS JIETHAPATAITNA.

Takxe B auTepaTtype MMEIOTCS JaHHblE 00 O0Opa3oBaHUU IPU JAECHCTBUU
OCHOBaHUW Ha pacTBOpbl coisieit xkeneza () ocaakoB HECTEXMOMETPUUECKUX
OCHOBHBIX coieil. Tak, Hanpumep, IpH JEHCTBUM aMMHUaKa Ha pacTBOp cyib(ara
xenmeza (III) oOpasyercss ocamgok, cocTtaB KOTOPOro OTBe4aeT (opmyiie
NH4Fe;(OH)4(SOy4), [1]. DTo BelecTBO Ha3bIBalOT SPO3UTOM. B sipo3ute HOH
aMMOHMSI TIpH OIpPEACNICHHbIX 3HaueHHsXx pH Moxer 5erko 3ameniaTbes
npotoHoM [3]. IIpu nmpoBeaeHun ocaxkaeHus He aMMuakoM, a pactBopom KOH,
COCTaB OCaJIKa M3MEHSETCS JIMIIb KAaY€CTBEHHO - BMECTO MOHA aMMOHHUS B OCAJIKE
conepsxuntcs noH K [4].

OpnHako, NMpU NPOBEIECHUN OCAXKIAEHUS pa3inuuHbIMU ocagutessiMu (NHs,
KOH, NaOH) onnHakoBOM KOHIIEHTpAI[MU, MOJIbHBIE COOTHOUIEHUS BXOJAIIUX B
COCTaB OCaJiKa HOHOB HE U3MEHSIOTCA [5].

['opa3zno Ooiiee CylIECTBEHHOE BIMSHUE HA COCTaB OCAJIKOB OKa3bIBAOT
yYCIOBUSL NPOBEACHUS OcCaxaeHus. Tak, npu npunuBaHum pactBopa KOH k
pactBopy Fe,(SO4);, moydeHHOE BEIIECTBO COAEPIKUT OOJbINE Cyab(ar - HOHOB,
4eM O0CaJ0K, IOJy4eHHbId MNP NPOBEIECHUM peakuuu B  OOpaTHOU
MOCJe0BaTENbHOCTH [2].



I'mapoxkcoxynopuanbie gasbl :kese3a (I1I)

[Ipu oOpa3oBaHuU OcajKa B pacTBOpE, B KOTOPOM MPHUCYTCTBYIOT HOHBI
XJIOpa, B COCTaB OOpPAa3ymOMIErocsi BEIIECTBA HEMPEMEHHO  BXOJUT XJIOP.
Xiopcojepkaime OKCo- M TruApokcoconmd Fe °° Moryr GBITH IOMydHeHSI
pasnuYHBIMU NOyTAMH. Tak, coOOIIeHO O mnojydyeHuu ¢asbl, cojaepKallen
okcuxyiopun kenesa(lll), myTém OKHUCIEHHMS KHUCIOPOAOM BO3AyXa CMECHU
Fe(OH)Cl u Fe(OH), B pactBOpe, coaepkamieM XJIOpPHI aMMOHHS. ABTOPBI
IpEeIoiaraloT, YTo COCTaB OCaJKa MPUOJIM3UTENILHO BbIpakaeTcs (popmyioi
3Fe(OH),*FeOCl*xH,0 [15]. CoenuHeHuss MnogoOHOro TUNA B  JHUTEpaType
HaszbiBatoTcsl «Green Rusty (3en€éHast p)kaBuMHA) M3-3a2 TOTO, YTO OHU COJEpKAT
OJIHOBPEMEHHO JIByX- M TPEXBaJEHTHOE kene3o [21, 22]. YnomuHaeTcs Takxke
TepMUUYECKasi HECTaOMILHOCTh COCAMHEHUN MOAOOHOr0 THUIIA: MPU HArPEBAHUU
onu nepexonar B Fe;O,4 [16].Daza «Green Rusty MoxeT ObITh cTaOMIM3UpOBaHa B
MIPUCYTCTBUM XJIOPUJ- WU CyIb(aT MOHOB, KOTOPBIC, OJTHAKO HE OYEHb MPOYHO C
HEM CBS3aHBI.

B mpucyrctBum nocratouHo Oosblioro konuuectBa Boabl (Green Rust
OOMEHMBAeT CTaOWIM3UPYIOIIME €€ aHWOHBl HA THUJIPOKCO-TPYIIbI, HAIAYUE
KOTOPBIX YCKOPSIET Tepexo1 3Toi ¢a3bl B TUApPATUPOBAHHBIE OKCUAHBIE (OPMBI,
MEHEE pacTBOPUMBIE, a, CIeA0BaTeIbHO, O0see ycToiuuBsie [14,17, 18, 19].

Taxoxe coob11eHo 00 00pa3oBaHUU PA3IMUHBIX JBONHBIX COJIEH,
COJIEpIKaIllMX KaK MOHBI aMMOHUS U TPEXBAJIEHTHOE KeJe30, TaK U BOIY:
2NH4C1*F€C13*H20, NH4C1*F€C13, NH4C1* *2FeC3*4H20,
NH,Cl1*4FeCl;+*6H,0 [20].

FeOCl uMeer TEMHO-KOPHUYHEBYIO OKpPAaCKy, KaK MU BCE OCHOBHBIE COJIU
TpéxBajieHTHOro >kene3a. I[Ipu HarpeBanuu 10 300 °C OH MOCTENEHHO
paznaraercsi:

3FeOCl —» Fe,O5 + FCC13

[Ipu Gosiee BBICOKUX TeMIIepaTypax HAYMHAET BO3TOHSATHCS XJIOPHU]T
xenesa FeCl; [10, 11, 13].

B 00meM, okcuxiiopuanbie Gpa3bl TPEXBAJIEHTHOIO *kKeje3a ropasfo oosuee
YCTOMYMBBI K HW3MEHEHMSIM Cpelbl, 4eM TUJIPOKCcO(]a3bl: OHU PACTBOPSIIOTCS
TOJIBKO B pacTBOpax CWIbHBIX KHUCIOT, TakuxX, kak H,SO, HCI, HNO;. B
npoiecce crapeHusi ruapokcuanbie (azel keneza(lll) mepexomsT, oTmiensis
OTHOCHUTEJILHO C1a00 CBS3aHHYIO KPUCTAJUIM3AIIMOHHYIO BOly, B OKcO-coJiu [9]. B
pe3yJibTare Mojaydaercs cMech aMOp(MHON U KpUCTANIMUECKOoM ¢a3.

BrInoaHeHO KOJWYECTBEHHOE OIpe/elieHne CoAep KaHusl JaHHbIX (a3 Ha
pasnuuHblx dTanax crapeHuss ruaporeneit  Fe(Ill) [7].Ilpu  crapenun
TUAPOKCOXJIOPUAHBIX (Pa3 MPOUCXOAUT MOCTEHEHHBINM MEpexoJi CHayala B O -
FeOOH (rétur), a 3ateM B a-Fe,O5 [8].



I'mapoxcodopmbl apyrux cojiei xeqae3za (I1I)

CymectByer 0oJb1I0€ KOJIMYECTBO pa3ITUYHbBIX COCTMHEHUI
TPEXBAJICHTHOI'O jKeJie3a, B COCTaB KOTOPBIX, IOMUMO CaMOI0 jKelie3a, BXOIAT
aTOMbI KMCJIOPOJIa, BOAOPO/A, XJI0pa, CEPhI, a30Ta U MHOTHX JPYTUX COCIMHEHUN.
Pa3nooOpazue xumuu rugpokco- u okcocoeauHenui xkemnesa (II) oobsicHsiercs,
BO-TIEPBBIX, OOJIBILIMM CPOJICTBOM aToMa *Keje3a K KUCIOPOJy, BO-BTOPBIX, OUEHb
MajblM 3HAYEHUEM MPOMU3BEICHUN PACTBOPUMOCTH €ro TUIPOKCOCOJIEH, U, B-
TPETHUX, SPKO BHIPAKEHHOH CKIOHHOCTBIO K rHApONn3y noHa Fe'':

Fe’" + 2H,0 <> FeOH”" + H;0"
FeOH*" + 2H,0 <> Fe(OH)," + H;0"
Fe(OH), + 2H,0 < Fe(OH); + H;0"

W, HecMoTpss Ha TO, YTO THUJIPOJM30OM IO BTOPOM U TPEThEH CTYIEHU
MO3KHO, B MPHUHIMUIIE, NTpeHeOpeyhb (MU3-32 MAJIOCTH 3HAYEHUNM COOTBETCTBYIOIIUX
KOHCTaHT), HMMEHHO TMPUCYTCTBUEM B pacTBOpPE THUIPOKCUIHBIX (opm
TPEXBAJIEHTHOTO jKelie3a OOBACHSIOT Oypyl0 OKpacKy BOJHBIX PacTBOPOB €ro
coneii [10].

[Tomumo sipo3uTa, K COCAMHEHHSM, COICPKAIIUM THIPOKCUIHYIO (azy
TPEXBAJIEHTHOTO KeJie3a 00Jiee UM MEHEE CTEXHMOMETPUYECKOT0 COCTaBa, MOKHO
OTHECTM Y ONHUCAHHBIM B JMUTEepaType aMoOp@HBIH OCHOBHOW cyibdar
2Fe;03#%S0O3+%x H,O. On oOpaszyercss mpu NPWIMBAHUM PACTBOpPA OCATUTENST B
M30BITOK pacTBOpa CyJib(hara TpEXBAJIEHTHOIO kene3a [2].

B nuteparype Taxxke ObUIO OMMCAHO OCaXACHHE TUAPOKCcO(da3bl Kere3a
(IIT) ammuakom u3 pactBopa Fe(NOsj);. Ilpu stom monst NO; coaepxarcsi B
rugpokcodaze B coctaBe kpuctawioB NHy;NO;, pacrnoigokeHHbIX Ha
MOBEPXHOCTH, U aHMOHOB NOj3 , BXOJAIINX B CTPYKTYPY MEPBUYHBIX "acTull. [lpu
BBICYIIMBAaHUM 0O0paslia JaHHOIO0 BEUIECTBA YacTh CTPYKTYPHO CBS3aHHBIX
AHUOHOB MEPEXOJIUT B PACTBOPEHHBIE B BOJE coenuHEeHMs. OTMeuaeTcs Takke,
YTO OpPU MHOTOKPATHOM NPOMBIBAHMM U CYLIKE 3TOr0 BeIlecTBa HE ObUIO
oOHapykeHo rpyooaucnepcHoi daszer a-Fe,Os [6].

Takum 00pa3om, MOXHO 3aKIIOYUTh, YTO, HECMOTpPS Ha TO, YTO YHCIIO
MCCJIEI0BAHUNA B 00JJACTU XUMHH THAPOKCO- U OKCOCOEIMHEHUN TPEXBAIIEHTHOTO
Keje3a JOCTAaTOYHO BEJIMKO,  CYLIECTBYET €€ MHOI'O BONPOCOB, OTBET Ha
KOTOpPBIE MOXET OBbITh MOJYYEH TOJBKO B UTOTE HOBBIX JKCHEPUMEHTAIBHBIX
uccienoBanuii. B gaHHOM paboTe mnocraBiieHa 3ajada CUHTE3HpPOBATh U
oxapakTepu3oBaTb OCHOBHOW  xjopupn okenesa(lll), oOpasyrommiics Ha
MOBEPXHOCTH Kalejb KOHUEHTPUPOBAHHOIO BOJHOTO pacTBopa XJIOpHa
xene3a(lll) npu BHECEHUM 3THX Kalleldb B aTMOC(EPy aMMHUaKa.



IKCNEPUMEHTAJIbHAS YaCTh

1. CuHTE3 MAKPOTEKCTYPHMPOBAHHOI'0 THIPOKCOXJIOPHUIA
skeqte3a(Ill)

[IpenBaputenbHO TOTOBWIM, HCXOAS W3 TUAPATHPOBAHHOTO XJIOpHUAA
xenesza(Ill) mapku x.4., 30%-HbIl BOJAHBIN pacTBOp 3TOro coenauHenus. anee 1-2
MJI TIONyYEHHOTO pacTBOpa HaOupanu B TutactMaccoBbiii mmmpuil. [lmpun
3aKpeIUIsUIv B IITATUBE, 3aTEM BbIJIABIMBAIN M3 HETO KAaIUIKO pacTBOpPa U BBOJUIIU
e B CTEKIITHHYIO IPOOUPKY C OTBOJIOM, HA JHO KOTOPOH MpEeABAPUTEIHHO ObLIO
Hanuto 5-10 mn 25%-Horo pactBopa ammuaka. Yepe3 5-7 MHUHYT Kalulto
pacTBOpa, NOKPBITYHO TBEPAOW TEMHO-KOPUYHEBOW KOPKOW, BBIHUMAJIH,
OCTOPOHO OTJIETISIIN OT IIIMPHULIA U IEPEHOCHIIA HA MPEIMETHOE CTEKIIO.

Jlanee kamito B T€UEHUE 1-2 MUHYT BBIAEPKUBAJIU B 3THIOBOM CIUPTE
JUIslL yAaJeHusl BOJbBI, 3aTEM IPOMBIBAJIM Aall€TOHOM U TMOJYyYEHHBIE IOJIbIE
YaCTUIbl CYLIMJIM HAa BO3AYyXE€ MPU KOMHATHOM TEMIIepaType 10 IMOCTOSHHOU
Macchl. Kak mokaszanu pe3ysibTaTbl U3MEPEHUS MACChl YACTHUL, U3BMEHEHHUE MACChI
(mpu morpemHocTd BecoB +0.5 Mr) NOpekpaTUIOCh HA BOCbMBIE CYTKHU
BBICYIIIMUBAHMSI.

Macca OTHEeNBLHOM YacTHIBI COCTaBMJIA OKOJO 7 MI, C KOJicOaHUSIMH B
npegenax or 5 po 10 mr. Pa3mepsl 4acTUI] COCTaBISUIM MPUMEPHO 4-5 MM,
OTBEPCTHE B HUX (MECTO MPUKPEIUICHUS K IITPHUILY ) ObLIO AUAMETPOM OKOJIO 1.5-
2.5 M. Tonmuna creHok yactuil paBHa 0.1-0.2 Mm.

B kauectBe 00pa3iioB CpaBHEHUS HMCIOIH30BATUCH 00PA3Ibl THAPOKCUIA
xene3a(lll), mpuroToBaeHHbIE CMENIMBAHUEM BOIHBIX pPACTBOPOB amMMHUaKa U
FeCl;. Ilpu sToM B OZHOM clly4ae pacTBOp aMMHUaKa MNPUIUBAIU K H30BITKY
pactBopa FeCl;. dopmupoBanue ocajka MpU ITOM MPOXOJIUIO B YCIOBHSX
n30biTka Cl'- moHOB B pactBope. B apyrom cimydae, Hao060poT, K H3OBITKY
pactBopa FeCl; mpwmBamu pactBop NH;. B 3tux ycnoBusix ocanok
dbopmupoBacs mpu U30BITKE aMMHAKa B PaCTBOPE.

Jlanee ocamok OTHAENSUIM, TPOMBIBAIHM, KaK OBbLIO OMUCAHO BBIIIE, U
CYILIHJIA HA BO3YXE.

2. DJIEKTPOHHO-MHUKPOCKONMUYECKOe UCC/IeJ0BaHue 00pPa3lL0B

[ToBepXHOCTH TMOJBIX YACTHUI[ MUCCIECOBAIN C TMOMOIIBIO CKAaHUPYIOIIETO
ANEKTPOHHOTO MUKpockomna Mapku «Amrey» (CLLIA). TlpenBaputenbHo oOpa3iibl
HanbUIM B Bakyyme cioem Pt-Pd, Tonuunoit 5-8 am. [{ns usmepenuit oopasiibi
MOMEIAIM B BaKyyMHPOBAaHHYIO KaMepy JJIEKTPOHHOTO MHUKPOCKOMA W, TOCIHe
JIOCTHKCHHS TpeOyeMoro BakyyMa, HaONIoJadl MOBEPXHOCTH OOpasIloB.
TunuuyHbIf BUJT TIOBEPXHOCTH 00pa3iia Moka3aH Ha puc. 2.



C nomoiipto MUKpoaHanuzaropa ( IUIONIaAb AHAIM3UPYEMOrO ydacTKa
okomo 1 MKM®), KOTOPBIM CHA0XKEH MHKPOCKON «Amrey», OIpeIeIiIn
KQUeCTBEHHBI COCTaB IMOJYYEHHBIX MOJBIX 4YacTull. 110 MmoIy4yeHHBIM [1aHHBIM,
YacCTHUIIBI COCTOSIT M3 JKele3a, XJIopa U KUCIopoJa (BOJOPOA HE OMpPEHEIIsICs).
TakoB e KauecTBEHHBIN cocTaB 00pa3noB ruapokcuaa xemnesa(lll) oboux Tumos.

3. Onpenenenue comep;KaHus B 00pa3nax
XJIOPHI-HOHOB

Jlnst ompeneneHuss COAEpX aHUS XJIOpa B oOpas3nax ObUl HCIOJIB30BaH
METOJ TPSMON TIOTEHIIMOMETPUU C  HCIOJIB30BAHMEM  XJIOPCEPEOPSHOTO
aekTpoga. B kauecTBe 00paslioB CpaBHEHHS HCIIOJIB30BAINCH OOpa3Ilbl,
noyty4eHHbIe 1pu cimBaHuu pactBopoB NH; u FeCls.

[IpenBapuTenbHO TOYHO B3BEUICHHBIE HA AaHAJIIMTUUYECKUX BECAX HABECKU
o0Opa31oB cpaBHeHUs, MoabIx yacTull U Fe(NO;);*9H,0 pactBopuiiu B 30%-H0oM
pacTBOpe  a30THOM  kuciorel. [lanee  mosydeHHbIE  pacTBOpPbl  ObUIH
HelTpann3oBanbl 25%-HbIM pacTBOpoM NaOH 10 Hauyanma BbITAJACHHUS OCAaKa
rupokcodassl. TUTpoBaHUE MPOBOJIUIOCH MHUIETKAMHU, TOYHOCTh KOTOPBIX
coctapisuia +0.02 mi.

KonuuectBeHHbIE XapaKTEPUCTUKU JAHHOW CTAIUU IPUBEACHBI B Ta0MI. 1.

Tabauna 1
KonuyecTBeHHbIE XapaKTEPUCTUKU PACTBOPEHUsI HaBecok o0pa3noB B HNO;
u nx Hertpanuzanuu NaOH

HOMEpP | BEIECTBO, KOTOPOE macca Macca pactBopa HNOs, Macca pacTBopa
OroKca | COllep KHUTCS B HABECKH, B3d4Tas ISl PACTBOPEHUSA NaOH, B3siTas
OroKce M HABECKU, MT TS
HEUTpaIN3aI1H,
MT'
1 MOJIbIC
YaCTHIIBI 7.7 2.2 2.8
2 0CaJioK,
IIOJIy4YE€HHBIN [IPU
n30bITKe NH; 8.9 2.5 3.0
3 0CaJI0K, MOJTyYEH-
HBII TTPU N30BITKE
FeCl; 17.0 4.8 6.2
4 Fe(N03)3 * 9H,O
66.9 6.2 6.3




Puc. 2. Buemnuii BUI MOJIBIX [IAPOOOPA3HBIX YaCTHI]
(10 TaHHBIM AJIEKTPOHHO - MUKPOCKOITMYECKOTO aHAJIN3a)

Jlanee B 1IECTh OTACNBHBIX OIOKCOB OBLJIO TMEPEHECEHO MPU TOMOITU
nureTok 1o 0.5 T pacTBopa, HaxoauBIIETrOCs B Orokce 4. Jamee B KaXKIblil U3 3THX
OroKcoB mpuimian KonudecTBo Bonbl U pacTBopa NaCl (¢ konmentparmein Cl
noHOB 100 MKr/MI ), HE0OX0UMOE JUIS CO3/IaHUsI KOHIIeHTpanui ot 16 10 80 MKT
CI'- monoB B 1 Mn pactBopa. 3aTeM B KaxJbld pacTBOp A00aBWIM 1O 2.5 M
pactBopa NaCH;COO.

Jlanee Oblla M3MepeHa pPa3HOCTh NMOTEHIMAIOB AQ MEXIy IaHHBIMU
pacTBOpaMH M pacTBOPOM CPaBHEHMsI, KOTOPHIN ObuI nipuroronieH u3 2.0 ma H,O,
0.5 mn pactBopa u3 Orokca 4 u 2.5 mu pacrBopa NaCH3;COO (t1.e. naHHBIN
pactBop He conepxkan Cl ). JlaHHble, MOJy4YyeHHbIE HAa ATOM JTale - JTare
MOCTPOEHUS KaTMOPOBOYHOTO rpaduka - MpUBEIEHBI B TA0IUIIE 2.

Taoaumna 2
JlaHHBIE JJIs1 TOCTPOEHUS KaTMOPOBOYHOTO Tpaduka

HOMEp | OOBEM pacT- | OOBEM | M ppa us roxca 4 O0BéM Cymmap- | Ccp,
otokca | Bopa NaCl, | Bonusl, pacTBopa HBII MKI/M | Ao,
mi; Ce =100 MJI NaCH;COO, | 06BéM, M1 hj MB
MKI/MII MJI
1 2.0 0.0 0.5 2.5 5.0 80 200
2 1.5 0.5 0.5 2.5 5.0 60 206
3 1.0 1.0 0.5 2.5 5.0 40 214
4 0.8 1.2 0.5 2.5 5.0 32 219
5 0.6 1.4 0.5 2.5 5.0 24 224
6 0.4 1.6 0.5 2.5 5.0 16 230
7 0.0 2.0 0.5 2.5 5.0 0 *
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[To mony4eHHBIM JaHHBIM C UCIIOJIb30BAHUEM METO/1a HAMMEHBIIHNX
KBaJpaToB Obla MOJTyYeHa 3aBUCUMOCTh Pa3HOCTH MTOTEHIIUAIOB PACTBOPOB OT
koHneHTparuu Cl'-HOHOB B 3THX pacTBOpax:

A, MB=-0.46C¢|, mxr/mn + 234.82 MB (D

Jlanee 6611 TOCTPOCH rpaduk ATOM GyHKIIMH - KaTUOPOBOUHBIN Irpaduk
(puc. 3)

240
m
= 230
)
o
5 220
=
=T
o
S 210
o
=
g 200
o
=
S 190
o

180

o o o o o o o o o o
- N ™ < n © N~ 5o} (=]

KoHueHTpauusa xnopua-moHOB, MKr/Mr

Puc. 3. KanuOpoBouHbIii TpaduK sl ONPEACICHHUS KOHIICHTPALUT
XJIOPUA-UOHOB

CrnenyroomuM 3TarnoM aHaiv3a ObUIO OINpeAeNieHUE COAepkKaHUs XIJIOPHU/I-
MOHOB B pacTBOpax, IMOJYYEHHBIX TMpPU PACTBOPEHUH U  MOCIEAYIOLeH
HehTpanu3anuu oopasuoB (O6rokcel 1, 2, 3). i 5Toro B MATHAAIATH OIOKCOB
OBLJIO TIEPEeHECeHO OMpeeIEHHOE KOJIMYECTBO PACTBOPOB 00pa3ioB. OOBEMBI
kosie0anuch ot 0.1 10 0.5 mor.

B xaxnpiii u3 OrOKCOB ObUT MpUIUT Takod 00bEM pacTBOopa Fe(NOj);
(6rokc 4, Tabm. 1), 4ToOBI CymMMapHBIi 00bEM TTPoOBI B Or0KCce cocTaBui 0.5 Ml
3atem B Orokchl mpuiuiu 1mo 2.0 mu Boasl U 2.5 mit pactBopa NaCH3COO. Takum
o0pazom, CyMMapHbIi 00BEM KaXk101 MPOOBI COCTABUII POBHO 5.0 ML
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Jlaniee 1O W3JI0KEHHOW BBINIE METOAMKE OBLTM  H3MEPEHBI Pa3HOCTHU
MOTEHIIMAJIIOB MEXKy pacTBOpamMu MpoO W pacTBOpOM cpaBHeHHUs (OOKC 7, Talul.
2). McxoaHble ¥ TIOJTydeHHbBIE JaHHBIE ATOTO dTara IMPUBEICHBI B Ta0.3.

Taoauua 3

Pe3ynbTaThl onpeneneHust pa3HOCTH NOTEHIIUAIOB MEXAY pacTBOPAMU
00pa3ioB U pacTBOPOM CpaBHEHUS

Homep O0BéM O6BEM pacTBOopa | OOBEM O0BEM
Orokca | pacTBopa Fe(NO;); u3 BOJIbI, pactBopa Ap, MB
obpasna, | Orokca 4, Tadm. 1, MII CH;COONa,
MIT MIT MIT
Ilonvie vacmuuywt (010xc 1, maon. 1)

1 0.20 0.30 2.00 2.50 229
2 0.30 0.20 2.00 2.50 219
3 0.35 0.15 2.00 2.50 215
4 0.40 0.10 2.00 2.50 210
5 0.50 0.00 2.00 2.50 208
Bewecmeo, nonyuennoe npu uzovimke ammuaka (61kc 2, maoan. 1)

1 0.20 0.30 2.00 2.50 226
2 0.25 0.25 2.00 2.50 222
3 0.30 0.20 2.00 2.50 217
4 0.35 0.15 2.00 2.50 216
5 0.40 0.10 2.00 2.50 214

Bewecmeo, nonyuennoe npu uzovimke FeCl; (61okc 3, maon. 1)

1 0.10 0.40 2.00 2.50 229
2 0.20 0.30 2.00 2.50 218
3 0.25 0.25 2.00 2.50 215
4 0.30 0.20 2.00 2.50 211
5 0.40 0.10 2.00 2.50 203

Jlanee, 1O TONY4YEHHBIM 3HAYECHHSIM PA3HOCTH TMOTECHIIMAIOB C
MCIIOJIb30BAaHUEM paHee MOCTPOSHHOTO KanuOpoBouHOTO rpaduka (puc.3), Obuin
HalieHbl 3HaUeHHs KoHIeHTpanuii Cl'-noHOB B pacTBOpax oOpa3ioB. 3aTeM ObLIO
pacCUMTaHO TMPOIEHTHOE COJAEpPNKAHUE XJOopa B HMCXOJHBIX  OOpasiax.
OxkoHYaTeNbHbIE pe3ybTaThl OINPEACIICHUS COJEpKaHUs Xjopa B oOpasiax
MIPUBEJICHBI B Ta0I.4 1 5.
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Taoauna 4

Konnentpanus XJ10pua-moHOB B pacTBOpax 00pa3IioB

Howmep 6rokca

BemectBo, pactBop
KOTOPOT'O CONEPHKUTCS

KonuenTpanus
XJIOPUI-NOHOB B

B OIOKCE pacTBOpe, MKI/MJI
1" HOJIble 40.5
YaCTHIIBI
2 0CaJI0K, MOJYYEHHbIN 34.4
nipu u30bITKe NH;
3 0CaJIOK, ITOJYYECHHBIN 42.7

npu n30biTke FeCly

" - HOMepa GFOKCOB IIPUBEIEHEI B COOTBETCTBUH C Ta0. 1.

Taoauua 5

CopeprxkaHue XJopa B UCXOAHBIX HaBECKax 00pa3iioB

Crnioco6 ocaxnaenus (asbl Copeprxanue xJjiopa, Macc. %
JleiicTBrE Ta3000pa3HOT0 aMMHUaKa 17.0
Ha Karutio pactBopa FeCl;
[IpunuBanue pacTBOpa amMMuaKa K 24.6
u30bITKY pactBopa FeCl;
[TpunuBanue pacrsopa FeCl; k 11.6
130BITKY pacTBOpa aMMHUaKa




4. Pentrenoga3osblii aHAIHN3

PenrtrenodazoBelii  aHanmM3  OCHOBAaH HA  SBJICHUUM  JU(PpPAKIAH
PEHTICHOBCKUX JIyded MpU MPOXOXKJIECHUU WX Yepe3 KPUCTAJUIMUECKHil oOpasetl.
HudpakuvonHas KapTHHA Ui KaXAOTO0  KPUCTAIMYECKOTO  BEIIEeCTBA
WHIUBUyallbHA, WU TIOPTOMY IO JIaHHBIM JTU(PAKTOrpaMMbl MOXHO TPOBECTU
(ha30BBIi aHAIN3 BEIIIECTRA.

Coémky mudpakrorpamm mnpoBoaunu Ha nudpakromerpe JPOH-3 ¢
KOOaJIbTOBBIM aHOJI0M. [1o nmudpakrorpaMme HaXOAWIIM 3HAYEHUS YIIIOB 2@ 115
Ha0JII01aeMbIX MAKCUMYMOB M OTBEUYAIOIINE UM OTHOCUTEIbHbIE HHTEHCUBHOCTH.

Hanee, ¢ momomipio Tabnui ['minepa [23] mepexoawyin K 3HAYCHUSAM
MEXKIUIOCKOCTHBIX paccrosiHuii d. Halinennsle 3HaueHUs d CpaBHUBAIU C
HaObOpaMu MEXIUIOCKOCTHBIX PACCTOSIHUM JIJIsl 0’KUJIaeMbIX B 0Opasie ¢a3.

Oxkazanock, 4TO Bce HalJeHHble 3HaYeHus d npuHamiexar ¢aze NH,Cl
(Tabn. 6). ®azy NH4Cl MoxxHO OOHapyxuTh B oOpasile, IMOJIy4YeHHOM IpHU
KOMHATHOHM TeMmIiepaType, a Takke B 3TOM ke oOpaslie, HO MNpeABapPUTEIILHO
BBIICPIKAHHOM TIpH Temeparype 160°C.

B o6pasue, mpoxanéuroMm mnpu Temmeparype 240°C, dasy NH,CI
0OHApYKUTh HE yJaJI0Ch (puc. 4).

Taduuua 6
OrnpezeneHrie MEXIIOCKOCTHBIX pacCTOSIHUN B 0Opa3uax (J1aHHbIe
JT(GPAKTOrpaMM)
20,° 0,° I, MM Tors d, A
Honvie wapooopasnvie wacmuyst
26.8 13.40 16 23 3.8624
38.2 19.10 70 100 2.7355
46.7 23.35 7 10 2.2584
47.3 23.65 7 10 2.2314
49.2 24.60 6 8 2.1502
50.7 25.35 3 4 2.0907
55.2 27.6 5 6 1.9320
62.3 31.15 4 6 1.7304
69.0 34.50 10 14 1.5803
Bewiecmeo, nonyuennoe npu uzopimke ammuaxa

26.7 13.35 7 16 3.8766
38.2 19.10 45 100 2.7355
40.2 20.10 6 13 2.6046
55.2 27.60 5 11 1.9320
68.8 34.40 5 11 1.5844
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Taoauua 6

(npooondicenue)
Bewiecmeo, nonyuennoe npu uzovimke Xa10puo-uoHos
26.7 13.35 15 21 3.8766
38.2 19.10 72 100 2.7355
46.8 23.40 17 24 2.2538
55.0 27.50 10 14 1.9385
68.8 34.40 10 14 1.5844
Kpucmannuueckuiit NH ,CI
(Cvemra nposoounacy Ha MeoOHOM aHooe)
23.0 11.50 105 26.3 3.8667
29.5 14.75 5 1.3 3.0278
32.7 16.35 400 100.0 2.7385
40.6 20.30 40 10.0 2.2220
47.0 23.50 90 22.5 1.9333
53.0 26.50 55 13.8 1.7277
58.6 29.30 140 35.0 1.5752
68.7 34.35 35 8.8 1.3662
73.4 36.70 18 4.5 1.2899
78.0 39.00 35 8.8 1.2250
82.8 41.40 8 2.0 1.1662
87.3 43.65 6 1.5 1.1168
91.7 45.85 5 1.3 1.0744
96.0 48.00 32 8.0 1.0373

S. TepMorpaBuMeTpUYeCKU aHAJIU3

TepmorpaBUMETpUUECKHU aHAIM3 TTPOBOJIWIN TIOJT PYKOBOJCTBOM CT. H.
corp. M.A.IlpokodnbeBa. lcnonb30BaHbl TEPMOBECHI, AHAJIOTUYHBIE IO
XapakTepucTUKaM BbIMyIIeHHBIM ¢upmoii «Perkin-Elmer». YyBcTBUTENBHOCTD
OIpe/IeNIeH ST Macchl cocTasuia 10 T, TOYHOCTh PEryJIMpPOBKH TEMIIEPATypHI
+0.5°C. CkopocTh HarpeBaHus coctaBiasia 10°/mMuH. Macca  Kaxaoro
MCITOJIb30BAaHHOTO o0Opasia Opuia mpumepro 100 mr.

Kaxnyro mMoiaydyeHHyr0 HMHTErpalibHYlHO KpuBylO (puc. 5) mid
muddepeHnupoBaHusl mpeacTaBIsii B Buae coBokymHoctd 40000 Touek.
Huddepenimanbabie KpUBBIC IPUBEEHBI TAKKE HA PUC. 5.
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Puc. 4. Ulrpuxrpammbl 00pa3iioB MaKPOUYACTHIL:

1 - ucxonnsliit oOpaser;
2-00pazen, BeiepkanHbiid 1 gac mpu 170°C
3-o06pa3zell, BeiepxkanHbii 1 yac mpu 250°C
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Puc. 5. Narerpansusie (1-3) u nuddepenmmansueie (1o ,23 ,3y ) KpUBBIC TOTEPU
Macchl 00pa3amMu THIPOKCOXIIOpUIA JKene3a

1 - oOpazer] cpaBHEHUS; IOTy4YeH NpU U30BITKE B pacTBope HOHOB Cl

2 - moJBIe MAaKPOTEKCTYPUPOBAHHBIE YaCTHUIIBI

3 - oOpasen cpaBHEHHUSI; MOTYYCH NMPU U30BITKE aMMHUaKa B pacTBOPE
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O0cyxaeHune pe3yJibTaToOB

W3 mony4eHHBIX MaHHBIX MOXKHO CJAEJaTh CIEAYIOUIUE 3aKIOYEHUs O
COCTaBe MOJbIX MakpoyacTuil. [1oJbie YacTUIbl B OCHOBHOM IMPEACTABIISIIOT COO0M
rUApaTupoBaHHyo amopdHyro ¢a3zy ruapokcuaa sxenesa (III), B korTopoi
MMEETCS TPUMECH OKCUXJIOPUAHON (HOpMBL, U (a3bl XJIOPHIa AMMOHHUS.

[Tpu 80 - 170°C mpoucxoauT ynaienue u3 oOpasnoB Boabl. [Ipu 3ToM B
obmactu Temmeparyp 80 - 100°C, BeposiTHO, ypamsercs ciiabo CcBsi3aHHAs
afacopOuuonHas Boaa. IIpu temmneparype Bbimie 100°C mpoucxoauT yaajaeHue
XUMHUYECKHU CBA3aHHOM BOJIbI, BXoAMBIIEH B coctaB OH - rpynn rugpokcuia.

ITpu 170-250°C npoucxoaut cydomumanusa u3 odpaszuos NH,Cl. O6 stom
CBUIETENbCTBYIOT Kak JaHHble TI'A, Tak M mOJIydeHHbIE U(PPAKTOrpPAMMBI.
OpxHako Ha 3TOM CTaUU MOJHOIO YJAJIeHUs XJIopa U3 00pa3lioB HE MPOUCXOJIUT -
BCEro B o0Opasiie nmoJibix yacTuil cogepxkutcs 17 macc. % Cl, a ygansercs ¢ NH,Cl
okoisio 12 macc. %. Yacte XJiopa OCTaeTcsi B COCTaBE PEHTreHOaMOp(PHOro mnpu
ATUX YCJOBHSX BEIIECTBA, COCTAB KOTOPOrO MOKHO YCJIOBHO MepeaaTh GopMysion
FeOCly. Bo3zmoxkHO, mocnenyomee pasjioKeHHe 3TOr0 BEIECTBA B BOJOPOAE C
obpazoBanuem Jseryuero FeCl; u mpUBOIUT K MOSBICHHUIO TE€X HUTEH Ol-XkKele3a,
KOTOpBIE MOKa3aHbl Ha puc. 1.

[TonmyyeHHbIE TaHHBIE CBUAETEIBCTBYIOT M O TOM, YTO COCTaB TBEPJOIO
rugpokcoxyopuaa xenesa (I1I) 3ametHo 3aBucHuT oT ycioBuil ocaxaeHus. Cocta
MIOJIBIX YAaCTHI], KAK CBUETEJIbCTBYIOT PE3YyJIbTAaThl aHAIN3a, OKa3bIBAETCS KaK Obl
IIPOMEKYTOUHBIM MEXAY COCTaBOM 00pa3lOB T'MJIPOKCOXJIOPUIA, TOJYYEHHBIX B
YCJIOBHSIX M30BITKa aMMHAKa U XJIOPUJ - HOHOB.



BuIBOABI

. IIpu B3ammozeiicTBUE Ta3006pa3sHOrO aMMMaKa M KAIlk pacTBOpaA
FeCl; nmonyuens! nossie mapooopa3sHbie MaKpOYaCTHIIbI.

2. CocTaB M TEKCTypa IMOJNYYEHHBIX MAaKPOYACTHI[ OTIHYAIOTCS OT
AQHAJIOTHYHBIX  XapaKTEPUCTHK  OCAJKOB,  MOJYYEHHBIX  TpHU
B3aumoiericteun pactBopa FeCl; ¢ m30bITKOM pacTBOpa aMMuaka v mpu
IPUJIMBAHUH PacTBOpa aMMHuaka K n30bITKy pactBopa FeCls.

3. VcnoBus mpoBeeHHsS OCAXKIEHHS HEMOCPEICTBEHHBIM —00pa3oM
BJIUSIIOT Ha TEKCTYPY, COCTAB M CBOMCTBA MOJYy4YaeMbIX BEILIECTB.
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