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A. C. CABEHKOB, I. M. PHII[EHKO, JI. B. COJIOBEH, T .F0. CEMEHI[OBA

JOCIILKEHHS A30THO-®OC®OPHUX PO3YNHIB

B pobori cTBOpeHa [0ciiHa YCTAHOBKA OTPUMAHHS a30THO-(GOCHOPHUX PO3UHHIB 3 BUKOPUCTAHHAM Y SIKOCTI CHPOBHHHM: MOJTi(OoCcHOPHOT KHCIOTH
(85 %) i rugpara amosiaky (25 %). Po3po6ieHO METOIMKY EKCIIepUMEHTa, [TOCII0OBHICT yBEICHHS PEAarcHTIB Ta aHaJi3 CKJIaJy OTPUMAHOIO PO3-

unHy. JlocnimkeHo BILIMB KOHIEHTpalii ¢pochopHOi KUCIOTH Ta TemmepaTypu Ha koediuient kousepcii P,Og npu B3aeMofii 3 rigpaToM amoHiaky,
BCTaHOBJICHO HOT0 MakCHMallbHEe 3HAYCHHS 1 BU3HAYCHI iX palioHalbHI mapaMeTpy. BeTaHOBIEGHO peakuil, siki nepebiraroTh Ipy B3a€MOJIii PeareHTiB,

BH3HAYEHO MEXaHi3M i ckian posumny, skuii Bkmowac NH,H,PO,, NH, ,HPO,, NH, ,H,P,0;, NH, ,HP,0,, NH, ,P,0; i H,0.V
epiiit pasi yreopumucs NH, ,HPO, ta NH, ,-PO,-H,0 saramsuoio xinexictio ~ 40 %. Busnaueni pauionassui rexsonoriusi napamerpu
nporecy B3aemofii: Temneparypa — 293-308 K; yac peakuii —1-4c, inTencusnicTh nepeminrypanns Re=120-200; signomenns NH;-H,O no

H3PO, —40:60; 50:50; 60:40, xonuenrpauis H;PO, —70-85 % mac.

Kurouosi cioBa: nomidochopHa kucnora, TiipaT aMoHiaKy, a30THO-(hOCHOpHUI pO3UNH, TEXHOIOTIUHI HapaMeTpH, eKCIIepIMEHTalIbHA YCTaHO-
BKa.

A. C. CABEHKOB, H. M. PBILI[EHKO, JI. B. COJIOBEH, T .F0. CEMEHI[OBA
HNCCIEJOBAHHUE A30THO-®OC®OPHBIX PACTBOPOB

B pabote co3aHa OnbITHAS yCTAaHOBKA IIOTy4eHHs a30THO-(hOCHOPHBIX PACTBOPOB € UCIIOJIB30BAHUEM B KA4ECTBE CHIPbsi: MOIH(POCHOPHOIT KHCIOTEI
(85 %) u rumpara ammuaka (25 %). Pazpaborana METOAMKA KCIIEPUMEHTA, MOCIIE0BATEILHOCTh BBEICHUS PEACHTOB U aHAIIM3 COCTABA MOJTy4eH-

HOro pacTsopa. MccneoBano BiIusHME KOHIEHTpanuu (pochOpHOH KUCIOTI U TeMIepaTyphl Ha kod(duruent xousepcun P,Og npu B3auMoseicT-
BHUH C THAPATOM aMMHAaKa, YCTAaHOBJICHO €r0 MaKCHMaJIbHOE 3HAYCHUE U ONpPEJIEICHbI UX PALIMOHAIBHbIC TAPAMETPhI. Y CTAHOBJICHBI PEaKIUH, IPOTe-

KaIOIIUE [TPH B3aHMOJICHCTBHH PEArcHTOB, ONPE/IENICH MEXaHH3M M COCTaB pacTeopa, Bkmouarommii NH,H,PO,, NH, ,HPO,, NH, ,H,P,0;,
NH, ,HP,0;,

Ornpenenensl palvoHAbHBIE TEXHOJIOTHYECKUE MapaMeTphl mpolecca B3aumoaecTus: Temmeparypa — 293-308 K; Bpemst peakuuu —1-4¢, nHTEH-
cuBHOCTh nepememuBanus Re =120-200 ; ornomenne NH;-H,O x H;PO, —40:60; 50:50; 60:40, xonuenrpamus H,PO, — 70-85 % macc.

NH, ,P,0; u H,0. B tsepnoii pase obpasopammcs NH, ,HPO, u NH, ,-PO,-H,0 B obmem xomuuectse ~ 40 %.

KuroueBble ci1oBa: nonupochopHas KUCIOTa, THAPAT aMMHaKa, a30THO-(hOCOPHBIH PacTBOP, TEXHOIOTHYECKUE TapaMeTpPbl, SKCIIEPUMEHTANIb-
Hasl yCTQHOBKa.

A. S. SAVENKOV, I. M. RYSHCHENKO, L. V. SOLOVEY, T. U. SEMENTSOVA

RESEARCHES OF NITROGEN-PHOSPHORUS SOLUTIONS
A pilot plant for producing nitrogen-phosphorus solutions is created. Polyphosphoric acid (85 %) and ammonia hydrate (25 %) are used as the
original substance. The methodology of the experiment and reagents input sequence are developed, the analysis of the resulting solution composition
is carried out. The effect of phosphoric acid concentration and temperature on the conversion coefficient P,Oy of the interaction with ammonia
hydrate is determined, the maximum value and rational set of parameters are determined.. The reactions that occur during the interaction of reagents

are determined, the mechanism and composition of the solution, which includes NH,H,PO,, NH, ,HPO,, NH, ,H,P,0;, NH, ;HP,O;,

NH, ,P,0; and H,O, is defined. In the solid phase ~ 40 % of NH, ,HPO, and NH, ,-PO,-H,O are also formed as total amount. The
following rational technological parameters of the interaction process are determined: temperature, 293— 308 K; reaction time —1-4 s, mixing
intensity Re =120—200; relation NH,-H,0 to H;PO, —40:60; 50:50; 60:40, concentration H,PO, —70-85 %.

Keywords: polyphosphoric acid, ammonia hydrate, nitrogen-phosphorus solution, technological parameters, experimental installation.

Beryn. docmimpkeHHss B oOnacTi BUPOOHHUIITBAa Ta
CIOXWBAHHA PiAKNX KoMmIulekcHUX noopiB (PKJI) csin-
YaTh INPO 3pOCTAIOYy iX pOJb B CUIBCHKOMY TOCHO-
napcrsi. ns BupoOHunTBa PKJl HalOinpmmii po3BUTOK
OTpHMaJll METOJIM, 3aCHOBaHI Ha IepepoOl TepMidHOI i
eKCTpakuiiHOi PochOpPHUX KHUCIOT, eKCTPAKIIIHOT Ta Te-

HAfOUIBII  JOCTYIHY
NH;-H,0
yCTaHOBKa Ta HaBeJleHa Ha puc. 1.
MeToanka exkciepuMeHTy. MeToMKa IPOBE/ICHHS
eKCIepUMEHTy HacTymHa: ¢pocdopHa kuciota (85 %) s
eKCIePUMEHTY IOCTyIae B 30ipHUK (ochOopHOI KUCTIOTH

aMOHIaYHy  BOZY
ta QocopHy Kuciory i Oyna cTBOpeHa

CHUPOBHHY:

pmigHoi noidocdoprnx kucaot 3 Bucokum (60—80) %) i
Hu3bkuM ((25-40) %) xoediuientom kousepcii P,O5. 3a
BciMa crocobamu BupoOHuTBa PKJ] oTpEMYIOTE B pe-
3yNbTaTi B3a€MOMIl PIOKUX, TBEPAMX 1 Tra3omogiOHMX
KOMIIOHEHTIB, Hampukian optodocdoproi ((30-54) %
P,0g) abo nomidocdoproro ((70-80) % P,Oy ) xucnoty,
po3unHiB Kapbaminy i amiaunoi cemitpu ((26-32) % N),
kapOaminy (46 % N), amiaky (82 % N).

B nmiteparypHux mpkepenax Oyiu BIICYTHI AaHi 1O OTpH-
MaHHI HaWOimeII 3aTpeOyBaHuX a30THO-(GOCHOPHUX pO3-
4yuHIB. [[ns mpoBeneHHs nociikKeHb OyJI0 BUKOPHUCTAHO

2, 3BiOKH BigOyBa€eThCs 11 MOJabINe 103yBaHHs; aMiauHa
Boma (25 %) mus eKCHepHUMEHTy TOcCTynae B 30ipHHK
amiagHoi BOAM 3, 3BiIKW BiI0OYBA€ThCS ii mogabIne 103y-
BaHHS; aMiaK Ui SKCIEPUMEHTY 30epiraeTbCcs Ta J03Y-
€Thest 3 GatoHiB 4 emuictio 20-50 v . Kosken 3 motokis
CHPOBHHH JIO3YETHCS BEHTHIISIMH 5 Ta IPOXOIHUTH Yepes3
TEPMOPETYIIATOPH 6, A€ MPOXOAUTH MiTIrpiB 10 HEOOXi-
Hoi Temmneparypu (318 K), micns goro cupoBmHa moTpan-
JI€ 10 peakTopa HelTpamizaropa 1. AmiadHa Bona Ta ¢o-
chopHa KHCIOTa TONAIOTECS B PEAKTOp HEHTpaiizaTtop
3BEpPXY, a aMiaKk 3HHU3Y IS KPaIloro KOHTAaKTy ra30BOi Ta
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pinuHHOT asm, TaKOXK B peakTopi AJIs YIOBIIOBAHHS aMi-
aKy rnepenbadeHo 3polieHHs Bojoro. Ilicast pearyBaHHs
CUpOBUHHM 3 peaktopa Buxoauts PKJ] Ta HampaBiseTbes
o pH-meTpy 7 Ta eIeKTpoXiMIYHOTO aHaji3aTopa, Je Bi-
IOYBaeThCS aHali3 TOTOBOTO IpoaykTy. ['otose PK]] 30e-
piraeTbes B 30ipHUKY 9. MeToamka eKCIepuMeHTy Oyia
HacTynHa. [IpUTOTOBJIEHI BarOBUM METOIOM PO3YMHH Ti-
Ipaty amiaky i ¢pocopHOi KHCIOTH, IepEeMIlTyBau IPH
BIINOBIOHIA TeMmepaTypi i BumipyBamu vac, PpH i ckmaz
PO3UYHHIB Ta HOTO TeMIiepaTypy. AHaII3 CKIAAY PO3UHHIB
B MOJICKYJSIPHOMY TaK 1 B I0HHOMY BUKOHYBAJH KaJIOpH-
MeTpu4ecki, PH-moTeHmioMeTpUYecKi 1 aHANITUKHUMHU

3
2 < \ <
N H3PO4 \ NH3HZO

1 7 8

meronamu 3rigao JJCTV.
B mporeci mocmimpkeHHs 3MiHUMH OyJid HACTYIHI
napamMeTpu:
1. C H;PO, —70-85% mac,
2. C NH;-H,O =25 % mac.;
3. Bignomenns NH;-H,0:H;PO, =40+60; 50+50;
60+40;
4. Temneparypa, K: 293 — 298 — 303 — 308;

5. InTencuBHicTh nepemimysanus Re 80-120-160-200;
6. Yac B3aemopii, cex: 1 —2 — 3 — 4 cexk.

1 — Peaxtop
2 — 36ipHuK dochopHOi KHCITOTH
3 — 30ipHHUK aMOHIaYHOT BOAU
9 4 — banoH 3 amiakoM
5 — BenTmni
6 — Tepmoperyisitopu

7 — PH-metp
8 — EnextpoxiMiuHMi aHai3aTop

9 — 36ipuuk PK]]

Puc. 1 — [IpunnumoBa cxemMa YCTaHOBKH JJIs TaOOPaTOPHHUX OCHIHKEHb

B Tabxn. | HaBenmeHi eKkCIepUMEHTANBHI JTOCIIIKEH-
Hs 3a HacTyrmHuMH napamerpamu C (H3PO,) -85 % mac.;

C(NH;-H,0) = 12125 % mac.; remneparypa, K: 293 i
303; inTeHCUBHICTh epemimryBanHs Re = 80.

Tabnuis 1 — @parMeHT eKCIepUMEHTATBHUX TaHUX

Kommnonenty, kr Bapianr 1 BapianT 2
293K, pH=6 303K, pH=38
NH, 25,2 12,5
H,PO, 48,22 26,5
H,0 34,6 61,0
Pinka daza
NH,H,PO, 1,07 0,071
H,0 31,22 50,66
NH, , HPO, 14,37 9,79
NH, , H,P,0; 0,4 0,012
NH, ;HP,0, 8,75 0,069
NH, ,P,0; 1,03 0,382
Teepaa daza
NH, ,HPO, 27,45 —
NH, ,PO,-H,0 15,71 38,98

Ili maHi MOMJIHMBO TOSICHUTH THUM, IO TPHU JOCAT-
HeHHs PH 10 2,5 BinOyBaeThCs peakiis:

H;PO,+NH; -H,0 = NH,H,PO,+H,0 Q)
nojanpllia HeWTpamzaliss 10 5,5 Nmpu3BOIUTH 0 OTPHU-
MaHHS MOHOaMOHildocdary:

NH,H,PO, +NH;-H,O0= NH, ) HPO,+H,O0 (2)

[Tpu npoBeieHHI MOAANBIINX CEPill eKCIIEPUMEHTIB, 0YyJI0
BCTAHOBJICHO, IO MPH B3a€EMOJII 3 TiAPaTOM aMOHIaKy 3
HiJIBUILIEHHSM KOHLEHTpawil GpocdopHOi KHCIOTH Ta pU
IHIIMX piBHUX yMOBax KoediuieHT koHBepcii P,0y 3Mi-
HIOETBCSI. B 3B 513Ky 3 MM OyJ0 MpOBEIEHO J0CIijg, Me-
TOIO SIKOTO € BU3HAYEHHs ONTUMAJIbHOI KOHIIEHTpauii ¢o-
chopHoi kucmorn Jjna  otpumanns PKJl.  ocuin
MIPOBOAMIIN NpHU TOCTiifHiIA Temmnepatypi 333 K Ta mMoinb-
Homy cmiBBigHOmeHHI NH3:P,O5 =1:1. s mocmimy
Opaii KMCJIOTY pi3HOI KOHLEeHTpauii. [laHHi excriepuMeH-
Ty HaBeJIeHI B TaOmuIi 2.

Ha puc. 2 HaBeneHa 3anexHICTh Koe(illieHTa KOH-
Bepcii P,Og Bin KoHueHTpalii hocopHOi KUCIOTH, 3riHO
OTPUMaHMX JaHUX BHUIHO, IO TPH 30UIBIIEHH] KOHIICHTPAITil
KHCTIOTH 301IbIIyeThCs KOe(illieHT KOHBEpCii, IS MOoAalIb-
LIIOTO TIPOBEZCHHSI EKCIIEPUMEHTY OyJeMO BHKO pHC-
ToByBaTH (hocPOpHY KHCIOTY 3 KOHIEHTpali€ero 85 %.

3 MmiZBMINEHHSM TeMIIepaTypy B PEaKkTopi Ta MpH iHIINX
PIBHHX YMOBaXx CTYIiHb KOHBEpCii KHCJIOTH aMiakoOM 3Mi-
HIOETBCSI. B 3B’s13Ky 3 1M OyJI0 MPOBEIEHO JIOCIiJ Me-
TOIO SIKOTO € BU3HAYCHHS ONITUMAJIGHOI TEMIIEPaTypH B PeaK-
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Topi otpumanns PKJI. Jlociin mpoBOAMIIM MpPW TOCTiHHUX
KOHIICHTPAIIISIX PEarcHTiB Ta MOJLHOMY CITiBBiTHONICHHI
NH3:P,O5 =1:1. B nocnigi 3MiHIOBaIM TeMIeparypy B
peaxTopi. JlaHHI ekcriepuMeHTy HaBeeHi B Ta0I. 3.

Ha puc. 3 npuBeneHa 3aneXHICTh CTYTIEHS KOHBEPCii
KUCJIOTH BiJl TEMIIEPATYPH B PEaKkTopi. 3 JaHUX BUIHO LIO
nipu 30inbLIeHH] Temnepatypu 1o 343 K 3HauHo 30111y
€TBCS CTYIIHb KOHBEPCIi, B 3B’5I3KY 3 UM JJISI T10J1AJIBIIIO-
IO TPOBEACHHS EKCHEpUMEHTY OyneMO MiITpUMYyBaTH
TeMIIepaTypy B peaktopi Ha piBHi 343 K.

Jlns BU3HAYEHHS CKJIaay TOTOBOTO JOOpHBa MPOBO-

JMJIM EKCIEPUMEHT IPU TAaKUX yMOBaxX: TeMIlepaTypa B
peakropi 343 K, koHueHtpauisi ¢GochopHOi KHCIOTH
85 %, koHneHTpanis amiadnoi Boau 25 %. [laHi 1o ekc-
NIepUMEHTY HaBeJIeHi B TabJ. 4.

3anexHICTh KOHIIGHTPAIlil peareHTiB Bill yacy peak-
ii 300paxkena Ha puc. 4—0.
3rifHO OTPUMaHHX TEOPETHYHUX Ta EKCIICPHMEHTAIBHUX
JaHUX a30THO-POchOpPHUX pO3UMHIB, Oyma po3pobiieHa
cXeMa OJIep’KaHHs PiIKOT0 KOMIUIEKCHOTO nobOpuBa 8:26,
sIKa TIpeJCTaBIIeHa Ha pHC. 7.

Tabnuis 2 — JlaHHI eKCIePUMEHTY 0 BU3HAYSHHIO ONTHMalIbHOT KOHIEHTpalii GochopHoi KHCIoTH

Konrentpauist pochopoi kucnoru, %

73 76 79 82 85

Koegiuient konsepcii P,Og, %

68,7

70,1 72,0 74,2 76,9 80,3

82

80

78

76

74

KxoHE, %o

70 Ve

—

63

70 72 74 76

C(H;PO,), %

78 80 82 84 86

Puc. 2 — 3anexnicts koedinienta konsepcii P,Og Bif koHnenrpanii GpochopHoi xucnorn

Tabnuit 3 — JlaHHI eKCIIEPUMEHTY N0 BU3HAYEHHIO ONITHMAaJIBHOI TEMIIEpaTypH B peakTopi

Temmepatypu B peaktopi, K 323

328 333 338 343 348

Koegiuient konsepcii P,Og, %

51,3

711 80,2 84,3 86,3 87,3

90

85

e

80

75

70

KxoHB, %o

65 /
60

55 /

50/

50 55 60

Tenmiepatypa, °C

65 70 75

Puc. 3 — Banexnicts koediuienra xonsepcii P,Og Bin remieparypu B peakropi Heiitpanisaropi
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Tabnuist 4 — 3HaUCHHS KOHLCHTPALIiT KOMIIOHEHTIB

KommonenTu, Yac peaxkirii, ¢
KT 0 0,5 1 15 2 25 3 35 4
NH; (1) 8,48 4,20 2,08 1,02 0,49 0,23 0,1 0,03 0
NH; (p) 8,7 4,31 2,14 1,05 0,51 0,24 0,10 0,03 0
H;PO, 48,22 23,88 11,84 5,83 2,82 1,32 0,56 0,19 0
H,O 34,6 32,89 32,05 31,63 31,41 31,31 31,25 31,23 31,22
NH,H,PO, 0 0,54 0,81 0,94 1,01 1,04 1,06 1,066 1,07
NH, ,HPO, 0 21,11 31,54 36,76 39,37 40,68 41,33 41,66 41,82
NH, ,PO,-3H,0 0 7,93 11,85 13,81 14,79 15,28 15,53 15,65 15,71
NH, , H,P,0, 0 0,20 0,30 0,35 0,38 0,39 0,395 0,398 0,4
NH, ,HP,0, 0 4,42 6,6 7,69 8,24 8,51 8,65 8,71 8,75
NH, ,P,0; 0 0,52 0,78 0,91 0,97 1,00 1,02 1,026 1,03

50

45 *
40 \
35 7= -

30 \V_‘_——-—- _ x y

25 \ = NH3(r)
20

—B—H3P04
15 N\

o \ =fe=H20

KoHLIeHTpaLliA peareHTiB, %o

Yac peaktiii, ¢

Puc. 4 — 3anexHicTh KOHIEHTpAlii peareHTiB Bill yacy peaxmii

45
- 40 /’@
<
= 35
=
E 30
3 25
B —¢—(NH4)3P04*3H20
g 20
E 15 /__.,42.:.:._ —8— (NH4)2HPO4
o
% 10 I === NH4H2PO4
=]
s X

5
0 & eSS ==

0] 1 2 3 4 5

Yac peaktiii, ¢

Puc. 5 — 3anexnicts KoHIeHTpauii oprodocdariB aMOHIIO BiJ Hacy peakrii
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Puc. 6 — 3anexHicTh KOHIEHTpaLil mipodocdartiB aMOHIO BiJ] Yacy peakuii

NH,

/

A 4
Y

303-313 K/'

MeSO, EDTA

PK/I mapku 8:26

> >

Puc. 7 — Cxema onepskaHHS PiJKOTO KOMIUIEKCHOTO JOOpUBa Mapku 8:26.

BucnoBknu. B naHiii poboTi onepxano:

1. CtBOopeHa eKcCHepHUMEHTalbHAa YCTaHOBKA IS
NpolLieCy OTPUMaHHs a30THO-(POCHOPHUX PO3UUHIB, SIKI €
CKJIJIOBOIO YaCTHHOIO JUISl PIIKUX KOMIUIEKCHHX J00PHUB.
BcraHoBIIeHI MeXaHI3M XIMIYHHX [IEPETBOPEHb B CHCTEMI:
NH; -H,0 —H;PO, , i ix ckman.

2. Bu3HaueHO ONTUMaJbHI TEXHOJIOTI4HI ITapaMeTpu
B3aemoii rigpary amoniaky (25 %) 3 dochopHOrO KHC-
notoro (85 %) (remmeparypa mpouecy (343-373) K, mo-
aeHe criBBigxonrennst (H) NH3:H;PO, (0,5-5):1, gac
B3aeMoJii (3—4) cex., iIHTeHCUBHICTB nepeMimyBanHs N =
=80 06/xB. (Re = 200), Ta 3aIPONOHOBAHO CXEMY 3 MiK-
pOeJIEMEHTaMH, SIKa JJO3BOJISIE OTPUMATH HU3KY PIIKHX
KOMIUIEKCHHX JTOOPHB 32 0€3BiX0JHOIO TEXHOJIOTIENO.
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