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FEAN I TS IR R 5 5 4 REAT SO 4R, AR
AR I X BRI . B RS Y RE
st R 2, A A o ) A A P R AT o 3 00 A ) R o
PERE, R R A A B Ik . RERS S SINA R 55
b, Refie it £ SR ALt AR 3R M A BRI I TR REAIBIL
PRPERE. e Pr LB T8k 8 1R &5 T,
TR A BB w(Zr) =10% ~50% w(Si) =
40% ~70% ,w(Al) =1% ~5% , 458N Fe, [HHH
BRI 2 DR R B A Y R DR T 7 A
7 T P PR B A DO R R B

[k HH ] 2023-11-01  [{&3THH#A] 2023-12-19

[SEATE ] 2023-12-20 [ i H ] 2024-06-01

[SH—1EH ] B (1990—) , B i -wFe A, TR, 3058 7 1)
SRR A RN 4347

T i R RE R RS 25 6 A4 1 S v ARSI O 7 H
RIS BAT o 100 B e ik & B0 AR Bk,
feEfh HEER EERS S Z ARG BT (AR RE RS B &
Hh T B R T B 2D SRR R AT, O
A BB HATARMECH 17k ek 5
ESRREIR B A 75 ) (SN/T 1014, 1—2001 ) 2471
TE B, X T S R BB S, BOMESE A
o7, W 2 SRV s T4 1y 0 2 ok e B
R MRS T R R A S TR R T R ST
AL ol SRt 5 2 ok RO I,
it A KA IEHGR] , THAE KRG, 5 M BT
Beo fERBEAE BB PR B0IE , 38 5 R H]
EDTA 255 % 10757 AH 2 T 5, & A 5
WSS R AL o BUA A SCHRRGE P 2R
SRR 25 B TR DT SO 1 kI i R
B RERS G A P B R S BOR T 10% , B i
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Y1 L 8, S0 e T2 2 A AR PR 2 R R T ) R A
BRI 5 23 1S AN 00 R K, R AN aE
AR IR & B REAES = S B FEE 2 R
& SRR IR PR IR R ¥ i A T BRI I 0
FERERE G A R RIES & i, 2R

| Wi 1
L1 RXFRHE
1) AR PRV, PRI 100 g MR ¥ T 900 mL
KA FEILA 100 mL 21, 35657 .
2) VRLRG A H T AR AR, BRI 1 g RS A
WYAT 100 mL 2,
3) kA s ), BRI 1 g BR Bk T 100 mL &
figrp,
4) BRI W, PRI 20 ¢ WA TR T
100 mL [ERAR (1 +4)
5) AT BRUEW, PRI 2 g i AR A T
100 mL fERAER (1 +9) o
6) SRR H IR E AR E A W, c (KHC H, 0,) =
0. 500 0 mol/L, YERFRELLE 105 ~ 110 C T 5 {6 &
EAEY R R — B &4 2. 552 8 g it T 50 mL ¢
PR I ¥ K 5 ~ 15 mL 58 @5, SR )5 &
AT 25 mL AT
7) & E AL BN AR ME T € W, ¢ (NaOH ) =~
0. 500 mol/L, FREL 20 g S A L4 T 1 000 mL & jis
R K
Q7R i S A v R, A 1 AR
Bk ot e, 1 K KB FK .
1.2 RIGFRIE
12,1 RERYINE
PR PO RR L R L ER B2 0 ff, 2E BURE TR, P
52RO AE R , K 5 A ER AR, AE A R ik
PR UIVE , it UEIF PR Th FIE AR AR R RS,
Hh P PR foff SURE R S K i, BT 1 URUR 5 L AL
AR TR VTR A KA BT L 0 SRR L A T (] 42 U
REER &
KA EZERBILA (L) ~(4),
H,Si0, + 6HF =H,SiF, +3H,0 (1)
H,SiF, +2KNO,=K,SiF, | +2HNO,  (2)
K,SiF, +4H,0(#)==2KF + H,Si0, -H,0 +4HF
(3)
NaOH + HF =NaF + H,0 (4)

1.2.2 Fhrye

e A R SRR 4 fiff , o SRR B AR 3K
FEERERAY I 4 5 o A R AR B L I A R
FEUTUE , 23 8 Ve JRAR S, 7E 900 C T Rbe e
AR IR A
1.3 REH*E
13,1 RS a e & s ile

FREGAAE 0. 20 g(#ERA 2 0. 1 mg) T 250 mL %4
e, A 20 mL BRER (1 + 1), I Es s in A
10 mL 8R4 AL, 75 & 2 B SRR J5 BCT (& AR [a]
K G BEM) ; TR S5 AR (1 +1)20 mL % f#+h
2, HFUK (80 C L) B2 100 mL 2247 5 Lhig
UEACIE U8, IFRER IR (1 +9) ¥ ak BR Uk A TR )y, 2
HARRE T ARERR , FRUEYR 4 ~ 5 UG, K DLTE % [F] 8
R AR VYT LARHEAR T A 20 mL 6i5PR , 1 4 44
NG INA 10 mL SR , S0 IE 4R, 5O 58 UE
A 30 mL o A R A U R, BT, KA TPOCE:
15 min P |, i RUAERR B DTTE 76 420 1SRN <}, #F
i T 8 AR — 2 A &, Vi 4K E LR i 0. 1%
SRR 3 ~ 5 i, R VERE B @il R e
FRUEMC 1 ~2 W5 LB W I i ACRK 4RI BT thk
A 300 mL Bef, FRERIAF 100 ~ 150 mL, 735 {# 3&
YURT I AR B A H 1 i 4R 7R 79 8 ~ 10 35, i ZE R
Tiwitds b A DA A AR ME S O 2
ELY U, I
1.3.2 BEES S &b s il

FREGAAE 0. 20 g (MERG 2 0.1 mg) TR UKL
JEER I 5 mL SR, 212 % N2 5 mL &5
W2, R FE AR, DALY S mL 5500, I E B A
FRAH /DB K v, BRI 2 ~ 3 mL @ 4R, 4k
PEER mE R TR, AR (1 +1)
20 mL, PR IS # 2 250 mL BEAR e, RLK ip
PERMEFLY 150 mL, i, 20K (1 +1) 2 20
PEIFI & 2 ~4 mL, #8 DUIERER T, AR I 4K
108, LK (2 +98) YR UTTE 4 ~ 6 IR, JE4R K UL
TEHRE A 100 mL 32 (1 +4) 1 fiF, 76 80 ~90 CfH
KT, A 20% i AV 2R 25 mL, 58504+ )5
PRI 30 ~ 50 min, FEAEHE R ; TUTE 56 2 IR 5 L2
HPEACIT U8, 2% & A RR VAR UTTE 10 Ik, UTTE
JRAGSE T 900 C Hy i b5 30 min B 7E TR 4%
TR ARG E, R E R EEE (FRY
Je k15 min, [HHE F IR FTER Z 22 <0.3 mg) .
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1.3.3 RIegs R
AR ARG S AT B R R S T A (A BRIy g

JEUUTERY 5, AT LLAS AR RS 3 2, 3 A UL

HX(5) ~(6)

0.007 023 x C x (V- V,)

W (%) = = %100 (5)
(m, —my) x91.22
Wul%) =13 ooy X100 (6)

22 C O R AL B T 72 T RO L, mol/Ls V oy
T R T P RIS 1 R A A B AR T TR AR AR,
mL; Vo s R 6 78 FE S 48 T S o T R A AR
mL; M FRIBUARE BT, g5 m, KT BE I 0 S5 U0
SN, g5 mo S TR, .

2 R 57he
2.1 RS

FRECA 33 0. 20 g(HERIZ 0. 1 mg) TR IUH
SRR 53 IR 32 1 R 4 By 5 2 ik 70
T AT 6 A 30, 2 9 B PR T B, 485
U, Ve IR EIRAERIT , I ROK o SR R
SR BT H SRR L LA T BT K
T B SRR DA 492300 P 2, 0 2 4
F1 iR, IR, 17 s IR O 2 2 i
R A W A T B R 1 0 ) (GB/T
4333.1—2019) ¥ fif , Joik 5 v il ke, S 28U
URERR AL e, BT A 45 5 127 T

&1 AFEF

Table 1 Comparison of different sample dissolution methods

Gy WD TR L e 255 %
30 mL FSERE - SRV, IR 10 miL SUSRBR A 7 , 452 B Rk R 5 B Fry
" Jﬁi\# Ln‘fh@a’ﬂ#‘ ﬁﬁ@zﬁmﬁt Jyf’f\’bl]‘/\ mL SRR i, 1% fﬁf%ﬁfagﬂwl e 4856
SE 1o FIRUK A M G ERR P A4 ) (GB/T 4333. 1—2019 ) ¥ it
2* A 40 mL AR (1 +1) i1 10 mL SRR I #43% fi RO A 42.56
3" A 30 mL AEER (1 +1) 10 mL ZREE (1 + 1) 30 10 mL SURER , 0 #AA 58 AV i 45.69
A 20 mLL BRER (1 + 1) I AR, I 10 mL REER AL , INFRGE & 6 B A , R4 8
4 20 mL £RE (1 + 1) IEA VA AR 562, iod D RF U0 UE 7] 8 208 AR DU SR 2 IR e AR, A SERWER 51.23

20 mLANPR , ZZ12 A 10 mL SR

fif e, EIPA 6 DL SiF, JE ki T 302 R K5
3 AR TE T IR R R DL SiF, B ki, G 5L
5 235 SRR G 547 D7 IR RE VA TR RS, FLAEBE G SiF, 3%k
AR, R, R 4" ik
2.2 BREXT K,SiF e B B FRB fR 1 R 21

R EGIR BRI il IR S &0 FRUBR ¥ % J5 A iR
FRRERR , AR N R A S N A B RURE R PR DICUE
LR REIG N K, SiF, 1Y 7 % 12, H K, AIF TE G R
(VA R L AE SRR P KA 2T IR AL S ~
30 mL SR A1 5 ~ 20 mL S 9L 1705, 45 2R L
T2 (Fr R M RERS & bR e Wy =26.1%)
R AI, AR &8 /D), BRI /N, 25 5 % i H A
M A UITE, TP E ;s I AR it KB, R
JE R 5, 2 BG INK, SiF Wi i B2, (DT TE AN 58 42 5 36
FEMA 20 mL A5 R A1 10 mL S 90 B K 455 il 12 )&
C(H") =2 ~3 mol/L'*",
2.3 K,SiF iR ER BN RIERF

TR PR PR A2 BURURERR IS, I AB R S

R2 BN DU A R LR
Table 2 Effect of acidity on precipitation

formation and solubility

I W, I 5
iR/ mL AR/ mL 50/ %
5 5 25.12
10 5 25.39
20 10 26. 08
25 15 25.57
30 20 25.43

JO7 A IR PRI T , 12036 70 31) e i R 1 L i R
LS A5 SRR S I A B SR BR AT LUE , 70 M 25
RN 3 Fros (B AN i B & @ hn ke Wy =
26. 1% ) o X5 A BL, DUIE A= A4 A0 5t LAl 1R 9 Jot
BAUF AR, UTVE T BE /), SCRE IR A 0 25
TEIRIUHE o PRI JEF3F A PR A 815 e PR S o A 3
SRR FRANILVE o
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Table 3 Select the medium of precipitation

generation
SR BiEh A5 W, i 5E 25 24/ %
TERRA TEERRE + FHIR 26.09
AR RERE BREEREY + SR 25.68
SAesr EERRE + EhR 25.97

2.4 FiEAN

TEIREE T, A2 K, SiF UTTE Ja , IR i g (—
FRANERAE 2 h) SRR T DUESE DL ALR, ALF, S50 5
TIERAETE, A BB 1R vk dh A (K ALF,) T3E /Y AR
R, WG T LM E LR o ARAC I (R JCE, fERS & 48
HERTT R L 2377 A IR TOTE, A5 I 7 &5 2R W] X2
B SRR K, SiF T K AR B L T , AN ok
PEA I ERHR <1 g 4% ) i ag ok hntod uk s B, 32
TR
2.5 FRiFIRYIESE

SRR T 5 125 A 35 7% 70 1 kS
PRBRER GO T o AR I SR I K R 9 B
Ty WA s 71, 295 SR B ) B B AN RRE R
MR 7SR i 2 N 2 HLA S G i
il 60 ~80 °C [ A BE W RFaE o TR IR B 5 )
AR ) S I Y 9, LR R, (PR B
T, 2 P o DRI S S A B Y V8 VAR TR o P B %
TR B A S I A 1R A R
2.6 $EIUERTE

PRI 173 0. 20 g FEAk & G PR VA , TETH K
A 20% ¥ A AR 25 mL, 73 5l 45 $F SR
5 min 10 min .20 min .30 min .35 min .40 min .45 min
50 min 60 min, 1% 3| [ @ FTHE S IELI B FRE . 4
REIGLGERS ) /N T 30 min i, JUHEA 5 42, I &
ERMAR . DTTEMTF] T 50 min i, Az g H A £h26
A IITTVE , T J I o &5 5 O e o DR e R 45 170
VERF ]2 30 ~ 50 min,
2.7 $ERERE

PRIBCS 3 0. 20 g ik 5 4 IR VA i , EAS [R] Ik
JETN TR AE A 20% w545 R 25 mL [,
Feor e R 30 min 4453 B @ TUREIER B S
PR, SR KB EEART 80 Cint, i SRR AN RE L
B S8 A ROVITVE T ok, M E 45 R AmAR . 4 IR = T
90 C IR, w7 AV 7 R B 10 VE HTE /K Hh I8 A BE 48 O,

191

17F
< 15
o8 13
4o 11r
£

0 10 20 30 40 50 60
DLIES [A)/min

5 i 1

B S ST E OCFR
Fig.1 Relationship between content and

precipitation time
JG R 45 R G, PR e 7 80 ~ 90 “Cok g4 h
AR5 55 BOVDLHE o
181

10 1 1 1 1 1 1 Il I
20 30 40 S50 60 70 80 90 100
AR

B2 SESREXR

Fig.2 Relation between content and temperature

2.8 BEERARK

P BRI 7 AN R & SRS B S TR
G, G5 R LA 4 BRI, 0 25 R AR X AR T
2R 0.13% ~1.39%
2.9 HEWEIRR

BT H AL RS A 4 b HEAE L T i b AR K
A, g ok R Ak B A & o A RE Bk A AR
('YSBC28608—90 ) ke 2k e A 7k G, A4 i [l i
IR GG UE R, A5 R LK 5 ~ 6, 45 R W hEg
JkRENCEAE 96. 20% ~ 104. 60%

3 #5e

b TR 2 4 PR R A B T 2 L SR 22
FR TR R MRS E BRI | 5 R B
R A BEREN 5 JRUE PR 0 T , 3 ek i A
PR SRR BT K 7 , L0 SEHBAbT o V Y 7
L ST | M T 32 DU A5 B 1 it FERRIR A R
B A TR TE 80 ~ 90 °C /K VA B T UL TE 30 ~
50 min A= 1 (U A BRES TN a8 KB —
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Table 4 Results of percision experiments (n =6)
i U E fEL W/ % I ME W/ % AR i i 22 RSD/ %
. 51.33,51.37,51.24,51.19,51. 11,51. 15 51.23 0.20
: 16.33,16.28,16. 34,16. 39,16. 44 ,16. 46 16. 37 0.42
. 62.22,62.33,62.15,62.21,62. 18,62.25 62.23 0.13
2 11.56,11.89,11.66,11.55,11. 87,11. 54 11. 68 1.39
Y 45.72,45.60,45.59,45.74,45.79 ,45. 69 45.69 0.17
: 26.61,26.94,26.93,26. 88,26.75,26. 92 26. 84 0.49
RS REIFR RIS R
Table 5 Silicon recovery test results
BN e Y0 oy ey SBC —
RS " <Zﬁﬁiziﬁﬁ;;1 AIRAE/ % AR/ % A R i %/ %
0.014 55 47.76 5.00 52.65 97. 80
1* 0.200 00 0.031 42 44.27 . 00 53.89 96. 20
0.051 12 40. 80 .00 55. 61 98.73
0.014 55 58.01 .00 62. 89 97. 60
2* 0.200 00 0.031 42 53.78 . 00 63.79 101. 07
0.051 12 49. 56 .00 64. 31 98.33
0.014 55 42.59 .00 47.82 104. 60
3* 0. 200 00 0.031 42 39.49 . 00 49.72 102. 30
0.051 12 36.39 .00 51.29 99.33
R 6 FEINbR RIS R
Table 6 Zirconium recovery test results
RS /g AEESIERRIE/ g AIR(E/ % bR/ % W % W/ %
0.01053 15.55 5.00 20. 51 99.20
1* 0. 200 00 0.022 22 14.73 10. 00 24.81 100. 80
0. 035 30 13.91 15. 00 28.78 99. 13
0.01053 11.10 5.00 16. 11 100. 20
2# 0. 200 00 0.022 22 10.51 10. 00 20.70 101. 90
0. 035 30 9.93 15. 00 24.67 98.27
0.01053 25.50 5.00 30. 45 99. 00
3* 0. 200 00 0.022 22 24.16 10. 00 34.26 101. 00
0. 035 30 22.81 15. 00 37.76 99. 67
A = 100; npti = MIEIHOUR AR 9, g - MERH I
SAACE R, T A B S R R B EER T AN Ik B B R R R e
i TS B & hRERES A I E 7 ik . 207 BT R AR & 4 P AR AN 1O I E 2K

TN s PR R AN s o 22

H0.13% ~1.39% , 1ff

4 E % o I [ 0% 96.20% ~ 104, 60%

[ 275 3CHiK ]

AR/, 205 2% 2R, 4

ZH B

SN o sk SR
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Determination of silicon and zirconium in silico-zirconium alloys by potassium

fluosilicate titration and amygdalic acid gravimetric method
QIN Jian, ZHAO Xiwen, ZHU Chunyao, ZHANG Jiming
(Institute of Research of Iron and Steel, Jiangsu Province/Sha-Steel, Zhangjiagang 215625, China)

Abstract; Rapid and accurate detection of silicon and zirconium content in silicon-zirconium alloy is of great

significance for production. The silicon content was determined by referring to the industry standard “Method for

determination of potassium fluosilicate Content in export ferrosilicon” ( SN/T 1014. 1—2001) , For silicon-zirconium

alloys with high zirconium content,

it is difficult to react completely, and the measured results are low. The

inductively coupled plasma atomic emission spectrometry is more suitable for the determination of trace or trace

zirconium. However, the mass fraction of zirconium in silicon zirconium alloy is greater than 10% and the content

range is wide, which is not suitable for this method. In this study, the silicon-zirconium alloy was dissolved with
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sulfuric acid, nitric acid, hydrochloric acid and hydrofluoric acid, and then the silicon was converted into
fluorosilicate, and then the potassium fluorosilicate was precipitated with saturated potassium nitrate solution, and
dissolved and precipitated with hot water. The hydrofluoric acid was titrated with sodium hydroxide standard
solution, so as to measure the silicon content indirectly. Zircon alloy is dissolved in acid solution, zirconium and
amygdalic acid form zirconium amygdalic acid precipitation, filtration, burning into zirconia, weighing, indirect
conversion of zirconia content by zirconia content. The relative standard deviation (n =6) of silicon and zirconium
content was 0. 13% ~1.39% , and the standard recovery of accuracy test was 96.20% ~ 104.60% . The results
show that the method has good precision and accuracy, and can meet the determination requirements of silicon and
zirconium in silicon-zirconium alloy.

Key words: silicon zirconium alloy; silicon determination; zirconium determination; potassium fluosilicate titration

method ; mandelic acid - gravimetric method

DI ~IPNIDN I TDNIDN I IDN I ~TN DD ~TNID TN ~ZDNID NI ID~LDN I ~TNID TN ~ZNID I ~ID TN ZDN~TDN DD ~TN I ~TNI TN ~TN

R FEOR #iohee RN L EFLZRASBF

5 H 16 H,2024 Joilt B D RERHRL = ML 56 1 A JR BE A 7 M 48 11 2 07 A (I RPHR R AR VTP 45 S T T
Ao

B P A T —F R EA O8E TS0l R S fL. SRR, RIEA e R Tl
BT R R, B B A KSR AR [ B BT ST IR L BB L m BE 1 S5 E ER  2RL
B RN MR Lk B A G A g R AR TR LA T AL

FLLMAR 2023 45 FAT L SE BRI 749 4450, R HEE K 8% , i A7 LA 19 20% 5 447 1—3 A iy,
AT SEBAIE I 149 4250, RIHLRE 1% , i A T M 89 22% , FF 16 AR 2 SURIUS T 235 Bl — 2 E
JRCT SE R LR N i PR RE T SRR R 5 e A SRR LA, Pl S T EEAN R T =R sk
B RE A C O A T SRR ) HE B A 5 DO BOR BT W U S, 2 5 R K SE AR B T 5 T4 7
Ao lb AR ATt — 3 R, [ PR B A AR AR

B LLARGR IR , R BREA A AR E PE AR BE A & PV IR IR BB B R A A% B4 s A B, E
— 2R TR T AR A 28 XURS: , A RAT AN B (0], AN 30 i S ™ B XU I A, i EL o A 5
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