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B nocnegHue nsatb NeT cTpontenbHas MHAYCTPUSt HECKOMbKMUX CTPaH CTONKHYNach C TakuM Bax-
HbIM U CINOXHbBIM BOMPOCOM KaK BblAeNeHne razoobpasHoro aMMmmaka M3 CTeH MOHOMUTHBIX HOBO-
CTpOEK, MOCTPOEHHbIX U3 BeToHa. Kak cneacTeue, HakoneHWe B BO34yXe ammuaka B Xo4e 3KCnny-
aTaumm NOMeLLEHMI MPUBOANT K MX HEMPUrOQHOCTU ANS UCMONb30BaHMS NO Ha3HadeHuto. B cBasn ¢
MacLUTabHOCTbI0 AaHHOW NPobneMbl CyLlecTByeT NOTPEOHOCTL B ONpeaeneHn MOHOB aMMOHNS B
BETOHHbIX CMEeCAX Ha CTaZumM CTPOUTENbCTBA U B BETOHHBIX KOHCTPYKLUUAX YKe NOCTPOEHHbIX MOMe-
LLIEHWN C LieNbio MOMCKa UCTOYHUKOB BblAeNeHns amMuaka. [1ns pewerHns aton npobnemsl 6binm pas-
paboTaHbl METOAUKM CMEKTPOOTOMETPUYECKOTO ONPEAENEHNSI MOHOB aMMOHMWS B GETOHHbBIX CMECSX
n 6eToHax, OCHOBaHHble Ha peakumn obpasoBaHMsa MHAOEHONBHOTO Komnnekca. lNepeas metToau-
Ka npegHasHa4veHa s 3KCNpeccHOro BHenabopaTopHOro KOHTPONS kayecTBa BETOHHbLIX CMECel U1
BKNIOYaEeT CTaZuo N3BMEYEHNs MOHOB aMMOHUS B BOAHYIO a3y C NocnenyoLmnm nx cnektpogo-
TOMeTpuyeckum onpegeneHnemMm. Bropaa metoavka — AN yCTAaHOBMNEHUS UCTOYHMKOB BblAENeHus
amMMumaka B y)ke MOCTPOEHHbIX MOMELLEHUSIX, BKOYaoLWasa CTaamo napodasHon MUKPOIKCTPaAKLMK,
KOTopasi N03BOSIAET MOSTHOCTBH UCKTHOUNTL MELLaKoLLIEE BIINSHUE MHOTOKOMMOHEHTHOM MaTpuLbl 6e-
ToHa. PaspaboTaHHble MeToaMKM 06ecneyvmBatoT AnanasoHbl onpeaensiemblx cogepxaxun ot 0.2 oo

5wn o1 0.1 go 1 mr/kr. Bpems aHanusa He npeBblwaeT 15 MUH.
Knrodesnie cnoea: cnekTpooToMeTpusi, napodasHas MUKPOIKCTPaKLMSA, NOHbI aMMOHUS,

OeToHHble cmecu, OETOHbI.
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BBEAEHWUE

B HacTosiLlee BpeMs B CTPOUTESNBHOW MHAY-
cTpum (B Poccumn n B psige Apyrux cTpaH) CyLecTBy-
€T npobrnema BblAeNeHNs ammmuaka B HOBOCTPOMKaX,
NMOCTPOEHHbIX N3 BeToHa. B npouecce n3rotoBneHus
GeTOoHHbIX cMecel obaBnATCS pa3nuyHblie JobaB-
KW, B TOM 4Mcrie MOPO30CTOMKMe, coaepxKallme kap-
6amugpbl [1]. B wenoyHon cpene B 6ETOHHbIX CMECSAX
n B 6eToHax nponcxoauTt ruaponmns kapbammnaos ¢ 06-
pasoBaHWeM neTy4ero ammmaka. Kak cnegcrsewve, Ha-
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KOMMeHue B BO34yXe ammuaka B Xo4e aKcrnnyataumu
NOMELLeHWUI MPUBOAMUT K UX HEMPUrOAHOCTM ANs UC-
Nnonb30BaHUs Mo HasHa4YeHuto. B cBs3u ¢ macluTabHo-
CTbl0 laHHOM Npo6eMbl CyLLecTByeT NoTPeGHOCTb B
onpeaeneHnn MOHOB aMMOHUS B BETOHHBIX CMECSX Ha
CTaguu CTPOUTENbCTBA U B BETOHHbIX KOHCTPYKLMAX
y>X€ MOCTPOEHHbIX MOMELLEHUI C Lienbio Nnoucka 1c-
TOYHWUKOB BblJeNeHNss aMMumaka.

Ha cerogHsLwwHWiA oeHb paspaboTaHo GonbLioe
KONMYECTBO METOAUK OnpeaeneHns MOHOB aMMOHUSA B
pa3nuYHbIX 06bEKTaxX aHanm3a: cnekTpodoToMeTpu-
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yeckmx [2-8], anekTpoxummuyeckux [9, 10], xpomaTtorpa-
durdeckux [11, 12] n MeTo40M KanunnsipHOro aneKkTpo-
dopesa [13-15], a Takke NnpeanoxXeHo UCNonb30oBaTb
NMPOTOYHbIE METOAbI aHanm3a ¢ pasfnYHbIMU TUNaMm
OEeTeKTUpOoBaHUS: cnekTpogoToMeTpuyecknmmn [16, 17],
anekTpoxmmmnyeckumu [18, 19] n pnyopumeTpudecku-
mu [20, 21]. Mpu BbIGOPE MeTOAa ONpeaereHNss MIOHOB
aMMOHUS B NEPBYI0 04epeb BHMMaHMe 06pallatoT Ha
COCTaB MaTpuLbl U BINSHUE NPUMECHbLIX KOMMOHEH-
TOB Ha pe3ynbraTbl aHanusa.

[ns onpegenexHns MOHOB aMMOHUst Hanbornee
OOCTYNHbIM ANS NpuKknagHeix nabopatopun octaeT-
cs cnekTpodoTomeTpuyeckun metod. Cnektpodo-
TOMeTpuyeckoe onpeaerneHne NOHOB aMMOHMS, Kak
npaBumno, OCHOBAHO Ha UCMNONb30BaHMN BbICOKOYYB-
CTBUTENbHOW peakuns beptno [22] unn eé pasnmyHbix
moandukaunsx, npegnonararLmx obpasosaHme nH-
nocbeHonbHoOro komnnekca [23-26]. Peakuusa obpaso-
BaHUS MHAOMEHONBLHOrO KOMMMEKca ABMASeTCA MHOro-
CTagunHOM 1 3aBUCUT OT yCnoBui ee nposeaeHus (pH,
Temnepartypbl 1 Ap.) U OT cocTaBa nNpobsbl.

YcTpaHuTb BNNsiHNe cocTtaBa npobbl Ha pesynb-
TaTbl CNEKTPOOTOMETPUYECKOTO ONPeAerneHNs MOHOB
aMMOHUS MOXHO MyTEM BKIIHOYEHMUS B CXEMY aHanu3a
napodasHo MUKPOIKCTPaKLMK, NO3BONSAOLLEN Bblae-
NaTb NeTyyYnii aHanuT u3 Npobbl B XXnAKyo dasy, Ko-
TOopas MakCMMarnbHO COOTBETCTBYET MO COCTaBY YycC-
NoBMAM AanbHenwero onpeaenexHns aHanura [27, 28].

Llenbto gaHHom paboTbl Obina paspaboTka crnek-
TPOMOTOMETPUYECKMX METOAMK ONpefeneHnsi OHOB
amMMOHKMsA B BeTOHHbIX cMecsax 1 B 6eToHax. NepBas
npegHasHayveHa Ansi npoBefeHMs SKCNPECCHOro BHe-
nabopaTopHOro KOHTPOIS Ka4yecTBa OBETOHHbIX CMECEN,
BTOpas — 4118 MOUCKa UCTOYHMKOB BblAENEHNS aMMu-
aka. [1ns aToro B faHHOM paboTe udy4anacb BO3MOX-
HOCTb NPUMEHEHMSA peakuun obpasoBaHus MHgode-
HONBbHOTO KOMMJIeKca 1 Napoda3Ho MUKPOIKCTPaKLMM
MOHOB aMMOHMS B hopMe aMMmaka.

OKCNEPUMEHTAJIbHAA YACTb

PacTtBOp MOHOB aMMOHUS KOHUeHTpaumen 0.1
r/n roTOBUNW HEMOCPEACTBEHHO Nepes 3KCneprMeH-
ToM pacTBopeHuem Hasecku NH,Cl B aenmoHnsosaH-
How Bofe. Paboune pacTBopbl MIOHOB aMMOHUS FOTO-
BWIM NOCNefoBaTenbHbIM pa3baBneHmem NCXO4HOro
pacTteopa. [1ns npuroToBNeHUs LLEeno4YHOro pacTeopa

canuuunarta v HuUTponpyccuga HaTpus cMelumsany 60
MM pacTBop canuuunarta Hatpus, 6 MM pacTBOp HU-
Tponpyccuaa Hatpusa n 40 mM pacteop NaOH B cooT-
HoweHun 1 : 1 : 1. 0.05 M pacTtBop runoxsopuTa Ha-
TpUS rOTOBMMM NOCnefoBaTenbHbIM pasbaBneHmem
NCXOAHOIO KOMMEPYECKOro npenapaTta rmnoxnopura
HaTpusi. CogepxaHne akTMBHOMO XJ1opa B UCXOOHOM
pacTBOpPE rMNoXopuTe HAaTpUs ycTaHaBAMBanm meTo-
OOM iogoMeTpumn B cOOTBETCTBUM € [29]. BCce ucnonbay-
eMble peakTUBbl UMENM KBanmdurKaLuio He Hke Y.4.a.

KapTpuax ons punstpoBaHus npeactaBnsan co-
6on wnpuy, BMecTuMocTbio 10 MII, B KOTOPbLIV Nocne-
A0BaTenbHO NomeLany 6ymaxkHbin (unsTp «KpacHas
neHTa» 1 BUCKO3HYt0 BaTy (cnon 10 mm).

[nsa namepeHns oNTMYecKkux NOTHOCTEN MC-
none3oBanu cnektpocgpotometrp SHIMADZU UV mini-
1240 (A = 705 HMm). B paboTe npymMmeHsAnu kBapLeBble
KtoBeTbl (anvHa ontudeckoro nytn 10 mm, 06bem —0.3
1 3 mn). TepmocTaTnpoBaHmne n napodasHoe MUKPOIK-
CTPaKLMOHHOE BblAerNeHe NOHOB aMMOHMS MPOBOAU-
Y C NOMOLLBIO YrbTpa3ByKoBow BaHHbLI Candoup (325
BT, 35 «kl'y). pH pacTBOpOB M3MePSANY C MOMOLLIbIO NO-
Homepa WM-500 (AkBuroH, Poccus).

lNpv onpegeneHun MOHOB aMMOHUSI METOAOM Ka-
nuNNapHoro anektpodgopesa (KJ) ncnonb3oanu cu-
ctemy Kanenb 103 PT (Jllomakc) ¢ YO-geTekTupoBaHuem
(254 HM). BnNeKTpoONUTOM CRYKUN pacTBOp, coaepxa-
wuin 20 MM 6eH3ummpasona, 4 MM BUHHOW KUCNOTbI
n 2 MM 18-kpayH-6 achmnpa. HenocpeacTseHHo nepen
N3MEepPEHNIMM Kanunnap nocnefoBaTenbHO NPpoMblBa-
nn 0.1 M NaOH (5 muH), aenoHusosaHHown Bogon (10
MWH) 1 OHOBLIM 3NEKTPONMTOM. PasgeneHune Beinon-
HANW Npy HanpskeHnn 13 kB.

PE3YJIbTATbI U UX OBCYXXOEHWUA

OnTumusauus ycnoBumn onpegeneHus. [ins
CNeKTPOOTOMETPUYECKOTO ONpeaeNnieHns NOHOB
aMMOHMS B BETOHHbIX cMecsx U 6eToHax Obina Bbl-
OpaHa BbICOKOYYBCTBUTENbHAA peakymsi obpaso-
BaHus UHgodeHonbHoro komnnekca (A = 705 Hwm,
€, = 10*n-mMonb"-cM™), KOTOpas npoTekaeT B Lie-
FNIOYHOW cpefe B NPUCYTCTBMU TMMOXITOPUT- U canu-
LunaT-uoHOB M HUTPOMpyCcCcuaa HaTpWst; NOCNEAHWN
BbICTYyMaeT B KayeCTBe kaTtanusaTopa. JllutepaTypHblie
OaHHble 00 ycnoBuax obpaszoBaHnsa MHOOMEHONbHO-
ro komnrekca (tabn. 1) kpariHe npoTmMBopeunBel. [1o-

Tabnuua 1
CpaBHeHue ycrosuii 06pasoBaHns MHA0OMEHOMNBHOrO KOMMeKca
YcnoBusi 06pa3oBaHusi UHAOMEHOINBHOTO KOMMeKca JNutepa-
C,H,O,Na,M | NaOH, M | Na,Fe(CN),NO], MM | NaOCI, % mac. | pH | t,°C | A, M | Bpems, MUH Typa
0.4 0.13 0.07 1 13.1 20 652 90 [6]
0.125 0.12 0.05 0.04 13.1 20 647 120 [7]
0.075 0.06 0.8 0.04 13 37 667 30 [24]
0.04 0.15 0.05 0.04 13.1 25 660 30 [25]
0.24 0.01 4.7 0.077 12 20 660 60 [26]
0.05 0.05 0.04 0.37 12 40 705 4 JaHHas
paboTa
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Puc. 1. BnmsaHne KOHLeHTpaLmMin pacTBOPOB canuuunaTa HaTpus (a), HuTponpyccuaa Hatpus (6), rmnoxnopurta Hatpus (8) n

3HaveHus pH (2) Ha BeNuYMHy onTuyeckorn nnotHoctu (C .,

3TOMY ObINTIO N3yYEHO BUSIHUE KOHLEHTpauun pea-
reHToB M pH Ha BENMYNHY ONTUYECKOW MAOTHOCTH.

[ns n3yyeHns BNMAHUA KOHLEHTpauumn pea-
renToB k 2 mn 0.04 MM pacTBopa MOHOB aMMOHMWS 40-
6asnsanu 0.5 Mn LWeNoYHOro pacTeopa canvuunara
HaTpus (koHueHTpauusa conm ot 0.005 go 0.1 M; 0.05
M NaOH), 50 mkn pactsopa HUTponpyccuaa HaTpus
(koHueHTpauus ot 0.005 go 0.08 M) n 50 mkn pacTso-
pa runoxnoputa Hatpus (koHueHTpauums 0.005 go 0.15
M). CmeLLaHHbIV pacTBOp HarpeBanu npu tTemnepary-
pe 60 °C B TeueHne 5 MMHYT, oxnaxxganu u UsMepsanu
ONTMYECKYIO MITOTHOCTb. M3 NoNyYeHHbIX pe3ynstaToB
BMAHO (puc. 1, a n 6), 4TO ONTUManbHbLIMW KOHLIEHTPA-
UuaAMKU canuuunarta u HUTponpyccuaa HaTpust siBnsi-
totca 0.05 n 0.04 M cooTBETCTBEHHO.

Mpy yBENMYEHNN KOHUEHTPALMM TMnoxnopuTa
HaTpus 6onbwe 0.05 M HabntogaeTcsa paspylueHme
nHgodeHoneHoro komnnekca (puc. 1, 8). 4ns gane-
HeMNLWmnX IKCNEPUMEHTOB B Ka4yeCcTBe ONTUMasibHOMN
Obina BblOpaHa KOHLUEHTpaLUus rmnoxnoputa HaTpus
0.05 M, obecneunBatoLLad MakCcumarbHy onTuye-
CKYI0 NNOTHOCTb.

Kpome Toro, 6110 n3yyeHo BnvsiHMe Temnepa-
Typbl (B ananasoHe ot 20 go 60 °C) n BpeMeHu npo-
BeAeHNs peakummn Ha adppeKTUBHOCTb NPOTEKAHMS
aHanuTu4ecKkomn peakumn. Kak BUGHO 13 NOMyYeHHbIX
pes3ynbTaToB (puc. 2, @), HaunHas ¢ Temnepatypbl 40°C,
MakcuMaribHasi BENMYMHa ONTUYECKOWN NIOTHOCTU
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npakTuyeckn He nameHseTcs. MNoaTomy AaHHasa Tem-
nepatypa 6bina BoibpaHa B ka4yecTBe ONTUManbHOW.

[ns onpegeneHns MMHUManbHOro BpeMeHu 06-
pa3oBaHnsa MHAOMEHONBHOro KOMMNeKkca NpoBoAn-
1 Cepuio IKCNEPUMEHTOB NPY PasfuYHbIX BpeMeEHax
TepMOoCTaTMpOBaHWS PacTBOPOB NPu (PUKCMPOBAHHOM
Temnepatype 40 °C. Kak BUAHO M3 NONyYeHHbIX pe-
3yneraToB (puc. 2, 6), MMHUMarnbHOe Bpems, HeobXxo-
OuMoe Ans nosiHoOro nNpoTekaHns (poToMeTpruyYecKon
peakuun, CocTaBnseT 4 MAUHYTHI.

Takum obpas3om, HandeHHble ONTUMarbHbIE yC-
nosus obpasoBaHus MHAOMEHONBHOIO KOMMnekca
NO3BOSUIN CYLLECTBEHHO COKPaTUTL BPEMS peakLmm
Mo CpaBHEHMIO C ONMCaHHbLIMU B UTepatype (Tabn. 1).
OTn ycnosus nNo3BonsAT o6ecneynTb BbICOKYH SKC-
NpeccHOCTb BHeNabopaTopHOro aHanmaa.

[ns ndyyeHns MeLLaoLLero BIUSHNS KOMMOHEH-
TOB, NOTEHUMarbHO CoaepXaLunxcsi B 6€TOHHbIX CMe-
CSX, IpoBOAMM ceputo onbIiToB. [1ns atoro k 2 mn 0.04
MM pacTtBopa noHoB ammoHus npubasnsanm 0.1 mn pac-
TBOpa NPUMECHbIX MOHOB Pa3fuYHbIX KOHLIEHTpaLmHn,
2 MIT LLLeNOYHOro pacTBopa canvuunara v HUTponpyc-
cvpa Hatpusa u 0.1 mn 0.04 M pacTtBopa runoxnopura
HaTpus. POTOMETPUYECKYHO PeaKLMI0 MPOBOANAM NPK
40 °C B TeueHue 4 MnHyT. Hannune npumecHoro noHa
OKasblBaeT MeLlatoLLee BNnsiHNe Ha xod hoTOMETpU-
YeCcKOW peakLummn, ecrnu onTuyeckasi MNOTHOCTb pac-
TBOpAa, NPUroTOBEHHOrO ¢ obaBneHnemM pacteopa
NPUMECHOrO0 MOHa, Ha 5 % OTRMYaeTCcs OT ONTUYECKON
0.49
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0.37
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iy + =
Puc. 2. Bninaxne Temnepatypel (a) M BpemeHu (6) TepMOCTaTUPOBaHWA Ha BENWUYMHY onTudeckon nnotHocTu (C,,,, "= 0.04 mM)
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Tabnuua 2

MelLuatoLee BNUSIHUE NPUMECHbBIX MOHOB Ha onpeaene-
H1e NOHOB aMMoHUA (KoHUeHTpauua NH,* —0.04 mM)

VoH X PakTOp CENEeKTUBHOCTH,
[X]/[NH,]
Ca** 100
SO,*> > 200
NO, > 200
CO.2> > 200
Mg?* 20
F- > 200
Fe3* 100

NNOTHOCTM pacTBopa, B KOTOPOM NMOCTOPOHHMNE NOHbI
OTCYTCTBYHOT. VIcnonb3ysi Nony4eHHble B pe3ynsrarte
3KCMEPUMEHTOB AaHHble, paccyMTbIBanu akTop ce-
NEKTUBHOCTU ANS Ka)10ro KOMMOHEHTa B OTAENbHO-
cTn. ®akTOp CENEKTUBHOCTU — OTHOLLEHME KOHLEHTPA-
LMW KOMMOHEHTA, Ha4yMHas C KOTOPOW aHaNUTUYECKUIA
curHan nameHsietcs bonee 4yem Ha 5 % K KOHLEHTpa-
LUMN MOHOB aMMOHUSI B pacTBOpE.

Kak BugHo 13 1abn. 2, Ha obpasoBaHue nHgode-
HONbHOrO KoMMnekca Hanbonee cunbHOe MeLlatLLee
BNMsIHME OKa3blBatoT MoHbl Ca?, Mg?* n Fe?*. BeegeHne
B peakuMoHHyt cmecb SOTA no3Bonumno ycTpaHnTb
MelLatoLlee BrMsiHNE YKa3aHHbIX KaTUOHOB.

[ns npoBeaeHnst BHeNabopaToOpHOro CNekTpo-
POTOMETPUYECKOTO ONPeAEnEeHNs MIOHOB aMMOHUS B
GETOHHBIX CMecsX ObINM ONTUMU3NPOBaHbI YCIIOBUS
N3BreYeHnsl MOHOB aMMOHUSI B BOAHYH ¢hady. beina

n3y4yeHa BO3MOXHOCTb MCMOMb30BaHNs JEMOHN30BaH-
HOW BOAbI M paCTBOPOB COJISIHOM KUCINOTbI C Pa3fM4HON
KoHueHTpaument: 0.1; 0.5 1 1 M B KayecTBe aKCTpareH-
TOB. YCTaHOBMEHO, YTO 30 EKTUBHOCTb BblAEMNEHNS
VMOHOB aMMOHWSI M3 NP6 BETOHHBLIX CMECeN B 3TW 3KC-
TpareHThbl Obina oguMHakoBas. CTOMT OTMETUTB, YTO
npu gansHenwen punsTpauumn BbITSXKEK C NPUMEHE-
HMEM KapTpuoxen onst ounbTpoBaHWst MOTyT Nnony-
4YaTbCsl MyTHbIE KOnnouaHesle pactBopbl. OgHako npu
nobasneHun SOTA (koHueHTpaums 0.05 M) B BbITsK-
Ky, mofny4eHHyto ¢ npumeHeHnem 0.1 M HCI, npovcxo-
anT obpasoBaHmne NCTUHHOMO pacTeopa. [oaTomy B
JanbHenwem B Ka4eCcTBe 3KCTpareHTa Mcnonb30oBa-
nn 0.05 M pacteop 34TA B 0.1 M HCI.

pH BOOHbIX BbITS)KEK OKa3bIBaET CyLLECTBEHHOE
BMNMSIHWE Ha ONTUYECKYH NIIOTHOCTbL pacTBopa NHAO-
dheHonbHoro komnnekca. A dekTMBHOE 0OpasoBaHme
MHOO0MEHONBHOIO KOMMekca Habngaetcs npyu pH
Bonblue 12 (puc. 1, e). NMpu aHanu3e GETOHHBLIX CMe-
Celn pa3nnyHbIX NpPon3BoanTeNen BbINo yCTaHOBIEHO,
YTO 3HaYeHne pH BOOHbIX BbITSDKEK HE MpeBbiwaeT 11.
MoaTomy HeobxoaMMo KOHTponupoBaTbk pH nonyya-
€MbIX BOAHbIX BbITSXKEK N KOPPEKTUPOBATb Er0 NyTEM
nobaBneHus pacteopa Lenoyu.

[nsa npoBeaeHns cnekTpodOoTOMETPUHECKOTO
onpeaerneHns MOHOB aMMOHKS B 6eToHax bbina nsyde-
Ha BO3MOXXHOCTb MPUMEHEHUST NapodasHO MUKPOIK-
CTPaKLMM C LieMblo YCTPAHEHNS MELLAOLLEro BIINSHNS
NMPUMECHBIX KOMMOHEHTOB 1 MUHUaTIOpM3auun nabopa-
TOpHOro aHanu3a. [nsa atoro npoby nopoluka 6eToHa
nomeLyany B NEHULMINNHOBLIN chnakoH (puc. 3), noa-

5 MKJI KOHIIEHTpaTa
+ 0.2 M myIoYHOro pacTEOpa
camTHIMIATa HATPHS H

IIpoGooTdop

IS 4 HHTPOIpPYCCHIA HATPHA

L + 0.2 M 0.004 M runoxiopura
oy mmmg o I
{ Ty

&) 5 MK [ OTHOCHTENBHO
1 + 2 M H20 0.1 M H3PO4 H20
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nabopaTopHr | r npoGs

Puc. 3. Cxema CNeKTpohOTOMETPUYECKOTO ONpPeAEneHNs NIOHOB aMMOHMSA B ©6eToHax C ncrnonb3oBaHneM napocasHomn mu-
KPO3KCTpaKkunmn
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0025 005 01 02 03 04 05 08 0 005 01 02 03 04 05 06
Koruentpama pactsopa NaOH, M KonuerTpauma pacrsopa H3PO4, M
a o

Puc. 4. BnusaHue koHueHTpauun NaOH (a), H,PO, (6) Ha BenuunHy onTuyeckomn nnotHocTu (C

=5 mkM)

NH4+
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Puc. 5. OnTrmMmnsaums ycrnoBuii napogasHon MUKPOIKCTPAKLMK: BIIMSIHUE TeMnepaTypbl (NepemelunBaHmne: 1 — ynsTpasByKo-

BO€, 2 — C MOMOLLbIO MarHUTHOW MeLuanku, 3 — 6apboTtax Bosgyxa; C
= 15 MKM) — 8 Ha BENMUYMHY ONTUYECKOW NNOTHOCTH

ema kanmu (C,,.

wenaumeanu (pH > 10), cenTy dhnakoHa npokanbsiBanm
Urnomn xpomaTorpacuyeckoro LnpuLa 1 BbigaBnueanm
Kans nornoTuTenbHOro pacteopa. VIoHel ammoHus B
LLLEeNOYHON Ccpefe nepexoasT B opmy NeTy4ero aMmmm-
aka, KOTOPbIN HacCbILWaeT ra3oByto hasy Hag CyCcrneH3u-
en. AMMUMak 13 ra3oBon pasbl BblAENAETCS B Kansito Kuc-
N0ro NornOTUTENBHOMO PacTBOPA, B KA4eCTBE KOTOPOro
6bin BbIOpaH pacTBop OCcEOPHOM KUCTOTbI. BbiOpaH-
HbI NOrMOTUTENBHBIN PACTBOP UMEET CPABHUTENBHO
BbICOKYIO TEMMNepaTypy KUNeHus, 4To npegorepaiiaet
€ro 1cnapeHve B NapoByto hasy.

B kayecTBe nepBbiX MapameTpoB ONTMMU3aLUn
napogasHon MUKPOIKCTPaKLMM ObIN0 N3y4eHo BNnsHUE
koHueHTpaumn NaOH, Heobxogmmon ans KOHBepPCUU
MOHOB aMMOHUS B POPMY aMMuraka, U KOHLEeHTpaumm
H,PO, B nornotutensHom pacteope. KoHueHTpaumu
0.1 M NaOH »n 0.1 M H,PO, (puc. 4, a n 6) 6binu BbI-
OGpaHbl B Ka4eCcTBE ONTUMArbHbIX.

Ha cnegytowem atane paboTtebl n3yvanm pas-
NYHble cnocobbl NepemeLLnBaHNS CyCNeH3UN Npo-
Obl: yNbTPa3ByKOBOE, NepeMeLLMBaHNE C MOMOLLbIO
MarHMTHOWM meLuanku n bapboTtax Bo3ayxa. Miccnepo-

Oxerpakima - 1 MuH

Betonnas 5 0.1 M HCI
CMech |

2mn

41 cMecH i PunsTpaya ¥ prmsTpara
101 0.05 M3ITA B

4 v punbrpara

=5 MkM) — a, Bpemenu (C, .. = 30 MkM) — 6 1 06b-

NH4+ NH4+

BaHMs NpoBOAMNN B AManasoHe Temnepatyp ot 20 o
60 °C. B kayecTBe oNTMMarbHbIX YCIIOBWI ObINO Bbl-
BGpaHo NepemeLLBaHMe cycneH3uy npobbl B ynbTpa-
3BykoBOW BaHHe npu 60 °C B TedeHune 10 muH (puc. 5,
au 6). Npu ncnonb3osaHumn 6onee BbICOKNX TEMNepa-
Typ Habnanockb KOHAEHCUPOBaHUE MApOB BOAbI HA
Kanne, 4To NPMBOAMIIO K €€ MagEeHWIo C UMbl LWnpuua.

[ononHutensHO GbINO YCTAHOBMEHO, YTO Be-
NyYMHa aHanMTUYEeCcKOro curHana yesenvymsanach ¢
yBenuyeHmem obbema kannum (puc. 5 8). OgHako kan-
nv o6bemom 6onee 5 Mkn HecTabunbHbI 1 CNAZA0T C
KOHYMKa Urnbl Wnpuua B npouecce napogasHon mu-
KPO3KCTpaKuuu.

BHenabopaTopHoe cnekTpodoTomeTpuye-
cKoe onpepgerieHne MIOHOB aMMOHUA B 6ETOHHbIX
cmecsax. 13 6apabaHa 6eToHocMecuTens oTbupatot
HaBecKy 6ETOHHOI CMeCK Macco 4 r, Npy 3TOM He J0o-
nyckaeTcsa nonagaHue webHsa (puc. 6). Hasecky npo-
6b1 BcTpsixmeatoT ¢ 10 M 0.05 M pacteopa 31TAB 0.1
M HCI B TeyeHune 1 MuHyTbI. [Tocne 3Toro NpUroTos-
NEHHY0 CYCMNEH3MI0 MEPEHOCAT B KApTPUAX AN (Puib-
TpoBaHus. C NOMOLLbIO LUTOKA KapTpuaxa B npobup-

+ 2 MI IeTOYHOTO PacTBOpa
CATIHIINATA HATPHA H
HHTPONPYCCHIA HATPHS

+ 0.1 M10.04 M

THIOXTODHTA HATDHA
= . ! " o5
- U —
B o [ OTHOCHTEIIBHC

2 vt punsTpaTa + 2 MII AMCTHIUTHPOBAHHOH BOIBI

Puc. 6. Cxema cnekTpo0oTOMETPUYECKOTO ONpeaeneHnsi IOHOB aMMOHUSI B BETOHHbLIX CMeCcsiX
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Tabnuua 3

PesynbtaThl onpegeneHns MOHOB aMMOHUS U kapbaMmaoB B 6eTOHHbIX cMecsx 1 6eToHax (n = 3, P = 0.95).

Mpoba BeeneHo NH, ", HangeHno NH,*, mr/kr HanpeHo kap6amuaos,
Mr/Kr Co K3 Mr/Kr
BeTtoHHas cmeck 01 - 0.27 £0.02 - -
0.50 0.79+£0.03 - -
beToHHas cmeck 02 - 0.34 £0.02 - -
0.50 0.85+0.03 - -
beToHHas cmeck 03 - 0.22 +0.02 - -
0.50 0.74 £ 0.03 - -
BeTton 01 - 0.56 £ 0.05 0.47 £0.04 60 + 15
BetoH 02 - 0.39+£0.03 0.38 £0.03 23+6
BetoH 03 - 1.10 £ 0.07 1.06 £ 0.07 382+ 95

Ky BblAaBnuvBaroT 4 Mn counsTpaTa, npu 3TOM NepsbIn
1 mn cpunbTpaTa oTbpackiBaoT. C NOMOLLLbIO MHAMKA-
TOpPHOW Bymaru KOHTPONUPYT 3HaYeHne pH BoaHON
BbITSDKKW, KOTOPOE OOIMKHO BbITb Bonble 12. B npo-
TMBHOM criyvae pH koppekTupytoT gobasneHmem 0.1
M NaOH. 3atem oT6upatoT 2 mn counsTpaTa u npunm-
BalT K HAM 2 MIT LLEMOYHOro pacTBopa canvuunara
N HUTponpyccuaa Hatpus, gobasnsawTt 0.1 mn 0.04 M
runoxnopuTa HaTpusi. [TonyYeHHbIn pacTBOp TEPMO-
ctatupytoT npu Temnepatype 40 °C B TeyeHue 4 mu-
HyT. [locne aToro pacTesop oxnaxaatoT 40 KOMHATHON
Temneparypbl 1 UBMEPSAOT ONTUYECKYIO NNOTHOCTb.
paaynpoBOYHYO 3aBUCUMOCTb CTPOAT MO BO-
OHbIM pacTBopam MOHOB ammoHus (0T 0.2 go 5 mr/n).
MaccoByto JOMNH0 MOHOB aMMOHUSI B BETOHHOW CMecu
paccynTBIBaOT C y4ETOM COAEPXKaHus WebHs B CMecu.
CnekTpodoTOoMeTpHUyeckoe onpegeneHue
MOHOB aMMOHUs B 6eToHax. C nomoLlbto nepdo-
paTtopa 13 6E€TOHHOWN KOHCTPYKLMM OCYLLECTBNSAT
oT60p Npobbl Ha rMybuHy 1 cm, nocne Yero npoba
oTnpasngaT B nabopatoputo (puc. 3). 1 r npobbl no-
MeLLaT B NEHNLMMHOBBIN (PriakoH BMECTUMOCTbBIO
10 mn, no6aBnsAT 2 MN 4EMOHN30BaHHON BOAbI U 2
mn pacteopa 0.1 M rugpokcuga Hatpus. dnakoH no-
MELLaKT B yNbTPa3ByKOBYHO BaHHy, CenTy gorakoHa
NpoKanbIBaKT UIMON XpoMaTorpadunyeckoro Lnpu-
ua un BbligasnusatoT kannto 0.1 M pactBopa gpocdop-
HOW KNCIOTbl 06 beMoM 5 MkI. B TeueHue 10 MyH npu
Temnepatype 60 °C BbiNONHAT napodasHy Mu-
KPOSKCTPaKLMIO.
Hanee 5 Mkn KOHLUEHTpaTa aHanuTta otéupatoT
B LUNPWL, 1 MEPEHOCAT B NONMMEpPHYto Buany, Aobas-
naT 0.2 MN WenoYyHoro pacteopa canuumnara u Hi-
Tponpyccuaa Hatpusa n 0.2 mn 0.004 M runoxnoputa
HaTpws. [onyYeHHbI pacTBOP TEPMOCTATUPYHOT NpK
Temnepatype 40 °C B TeyeHune 4 myHyT. [Nocne aToro
pacTBOp OXIaXAakT A0 KOMHATHOW TemnepaTtyphbl 1
N3MepPSIIOT ONTUYECKYHO NNOTHOCTb.
pagynpoBOYHYIO 3aBUCUMOCTb CTPOSAT MO BO-
AHbIM pacTBopam MoHOB ammoHus (ot 0.1 Ao 1 mr/n), ko-
TOpble MPOBOAAT Yepes BCE CTaAMM NpobONOAroTOBKM.
lMpoBepka meToAUK Ha peanbHbIX OObEKTaX.
AHann3 6ETOHHbIX CMEeCeW pas3nUYHbIX MPON3BoanTE-
nen NPoOBOAMIN HEMOCPEACTBEHHO HA CTPOUTENBHbIX
nnowagkax r. CaHkt-lNeTtepbypra. [NpaBuneHOCTL pas-

paboTaHHOM MeToANKM NPOBEPSNIN METOAOM «BBEe-
HO-HangeHo». Kak BUOHO U3 NOMyYeHHbIX pesyrbra-
TOB, BBEJEHHbIE 1 HAWAEHHbIE 3HAYEHWS COAEePKaHNI
MOHOB aMMOHWS COBMaZatloT B npegenax norpeLHo-
CTW onpegeneHus (Tabn. 2).

Mpwv onpeneneHn NOHOB aMMOHUS B GETOHHbIX
KOHCTPYKLMSAX 0TOOP Npob oCyLLeCcTBNSANM B NOMeLLe-
HUSX, B KOTOPbIX COAEep)XaHWe aMmmuaka B BO3yxe
npeBbILLano CpeaHECYTOYHY AOMYCTUMYHO KOHLIEH-
Tpaumto 0.04 mr/m® [30]. U3 kaxaow cTeHbl 0TOUpanm
no 2 npobGbl 6eTOHa ¢ NomoLLbio nepdoparopa. llo-
pOLLUKM GeTOHa NMomeLLanu B BUassl 1 OTNPaBNsv B
nabopaToputo. Bo Bcex oTobpaHHbIX Npobax 6eToHa
ObINN HaMgeHbl 3HAaYMTENbHbIE COAEPXaHNS NOHOB
aMMOHUS, KOTOPbIE MPU NOBLILLEHHON BIIAXHOCTUN B
rnoMeLLeHnn nepexoasnT B opMy NeTyvero amMmumaka.
O6pasoBaHne NOHOB aMMOHMSA B 6eTOHax cBA3aHO C
LLIeNTOYHBIM FMAPONM30oM Kapbamuacogepxaux npu-
CafloK, COAepKaHne KOTOpbIX ObINO Tak e ycTaHoBIe-
HO B 0TOOpaHHbIX Npobax B cooTBeTcTBUM C [31]. INMpa-
BUIbHOCTb MOMYYEHHbIX pe3ynbLTaToB NOATBEPXKAEHA
METOLO0M KanunnsipHoro anektpodopesa (tabn. 3).

BbIBO[bl

[na BHenabopaTopHOro onpeaeneHns NoOHOB
aMMOHMS B BETOHHBIX CMeCsX pa3paboTaHa npocTas u
HageXxHas cnekTpodoToMeTpryeckas MetToamka, obe-
cneynBaioLLias AnanasoH onpeaenseMbiX KOHLEHTpa-
uunn ot 0.2 go 5 mr/kr. Npeaen obHapyxeHnst cocTas-
naet 0.06 mr/kr (30) npu macce nNpobbl 4 T.

[nsa ycTaHOBNEHMS NICTOYHUKOB BblAeNeHns
aMMunaka B nomelleHusix paspaboTtaHa cnekTpodo-
TOMeTpuYeckass MeToanka onpeaeneHns NOHOB am-
MOHMA B 6eTOHaXx, BKIoYawLwas napodasHy Mu-
KPO3KCTPaKLUI0 MOHOB aMMOHUSI C MOCHEeAYOLWMM NX
onpegeneHnem no peakumm obpasosaHus nHaode-
HonbHOro komnnekca. lNpumeHeHne napodasHom Mu-
KPO3KCTPaKUMy NO3BONNIO CYLLECTBEHHO COKPaTUTb
pacxon nNpoObl 1 pacTBOPOB peareHToB U YCTPaHUTb
MeluawLee BNnstHue NpUMeECHbIX KOMMOHEHTOB. [u-
anasoH onpeaensieMblx KoHLeHTpauun ot 0.1 go 1 mr/
kr. MNpenen o6HapyxeHusa coctaenset 0.03 mr/kr (30)
npu macce npobbl 1T.
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Tabnuua 4

AHanuTnyeckme xapakTepucTukm paspaboTaHHbIX
METOAUK onpefeneHns MOHOB aMMOHUS B BETOHHbIX
CMecsX 1 beToHax.

MapameTp beToHHas cmecb beToH
Macca npo6bl, 1 4 1
[nanasoH onpege-

NsieMbIX KOHLEHTpa- 0.2-5 0.141
LR, mr/kr
Koa €HT Kop-
PebuLMEHT kop 0.998 0.998
penaumm
Mpenen obHapyxe-
PERST OBHAPYX 0.06 0.03
HUS, Mr/Kr
lpaHuupbl 0OTHOCHK-
TENbHON NOrpeLLHo- 25 20
ctn =0, % (P =0.95)
Bpems aHanu3sa, mu-
12 15
HYT

OCHOBHbIE XapaKkTepUCTUKN pa3paboTaHHbIX Me-
TOAMK NpeacTaBreHbl B Tabn. 4.
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SPECTROPHOTOMETRIC DETERMINATION OF AMMONIUM IONS
IN CONCRETE MIXTURES AND CONCRETE

I.I. Timofeeva, I.I. Khubaibullin, A.V. Bulatov, A.L. Moskvin

Institute of Chemistry, Saint-Petersburg State University
University prsp., 26, Saint-Petersburg, 198504, Russian Federation
bulatov_andrey@mail.ru

In the last five years, the construction industry of several countries was faced with such a main
and complex question as emission of gaseous ammonia into the indoor of residential buildings made
of concrete. Consequently, the accumulation of ammonia in the air space of living quarters leads to
their unsuitability. Therefore, there is a need to determine the ammonium ions in concrete mixtures
before construction and in the walls of built buildings in order to find sources of ammonia emission. To
determine ammonium ions in concrete mixtures and concrete the spectrophotometric techniques based
on the indophenol-blue complex were developed. The first technique is designed for the express outside
laboratory quality control of concrete mixtures and includes the step of ammonium ions extracting in
aqueous phase followed by spectrophotometric determination. The second one is designed to establish
the sources of ammonia in buildings constructed already and includes the step of headspace single-
drop micro-extraction, which allows to eliminate multicomponent matrix interferences of concrete. The
liner ranges are 0.2 — 5 mg/kg and 0.1 — 1 mg/kg respectively. Time of analyzes does not exceed 15 min.

Key words: spectrophotometry, headspace micro extraction, concrete mixtures, concrete,

ammonium ions.
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