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Abstract

During the preparation of vanadium ore standard material from stone coal (black shale series), in
order to obtain the accurate measurement results of vanadium pentoxide mass percentage, ref-
erence checks, different decomposition methods and measurement tests, double ratio tests and
recovery tests are used to carry out determination of vanadium pentoxide volumetric in bone coal.
The result shows that ammonium ferrous sulfate volumetric method has advantages of simple, ef-
ficient and high measurement precision. But to achieve quality requirements of “Geology and
Mineral Resources Laboratory Testing and Quality Management Practices (DZ/T0130-2006)”, it
requires that the operators should be familiar with the technical essentials of volumetric method.
Finally, the measurement method is applied to the preparation of vanadium ore standard material
in stone coal developed by value. The traceability purposes and the exact percentage content of
vanadium pentoxide quality results are achieved.
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1. 518

HEH 20 #4050 FAAEAHP RIS, AR TR EIFR IR AR T 20T ALK
e 52 NI 7 R E RS 7T TAE, FRIES 1A NARHIT R [1]-[4] (H T 5 T A =40
FRII0 5 J3 92 19 T [ ST ML AR, 23 A i R o B i 5 A SRR TR R ) 2B 3 A ISR [ - B
HRA B PEAT R L T CREE R (OB PR AEYI BT (4 5 201411107-3)) I TAE, 22 ik
NERILANE E K 2 H ARG (—ZArdEY i) (3JG1006-94)JEKR (5], ASCIFfE T A M HA b — A
EVEMERT SURINH], UG 7RG RCR -

2. SCUGER4y
2.1. FERF

1) AN IAFREER, p(V,04)=1.00mg/mL :

FREL 1.0000 g FiSEAE 105°CHET 2 h H7E T 8% A H) 5 5= 35 1 36 4E 14Uk 4L 300 mL (et
WARBENIN 10 mL ZEVRARE, N 40 mL ARERER, B T BB b m 34 2 ix0RE 58 A VA A 0k 1B TR R A
HUT, W 2 505 IR BE NN 20 mL 7K, #2850, gk S AR 5 B BRI, B A E1 2 %0 . I 100~150
mL 7K, INREMERZE, BT, AHE=IE, B 1000 mL RS, FKHEREZE, 5.

2) FEEERAMFRHETE, c(1/6K,Cr,0,)=0.01000 mol/L ; FRHX 0.4903 g FiJ:7E 120°CHETF 2 h FFEF
SRR ¥ 1) 28 2 IR (Y B v E AR R AT T 200 mL AR, D EKIER S, BB\ 1000 mL A=,
KR ZZIEE, WA

3) BRI BREARMERWL, c[(NH,), Fe(SO,), -6H,0] ~0.005 (=% 0.0075) mol/L:

FREL 2 (3 3) g BRFR W24 [ (NH, ), Fe(SO, ), -6H,0 | ##-T 200 mL 5 + 95 [l 31 5 + 95 [
FRERFREZ 1000 mL, $E4], JCE 24 h UL, FEHES)JEHEAT be e AV

4) Wil - BERRIR AR BN 150 Z TR INIA B8 BN 700 Z Tk, A EE, BB 150
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ZTHRERR, TR

5) N-RARAT &R R, 2 glLs

FREL 0.2 g N-EARARE LK R, ¥ T 100 mL K+, i 0.2 g BRERSN, WffIG, TRST.

6) MRk, 30 gL

FRER 30 g BRI k4% [ (NH, ), Fe(SO, ), -6H,0 | % fi#T- 200 mL 5 + 95 (i, J#/H 5 + 95 MBAR
FiFe 2 1000 mL, Y21,

7) EERERYTVAW, 30 9/L.

8) JRFVAW, 100 g/L.

9) WASERINVAW, 109/L.

2.2. WFE

2.2.1. BERESWMERT &S ERRNRE

1) T AR bR E 1 [6]

FZHL 20.00 mL (V) FL AL AR EE VAR 3 100 3 300 mL IHEFZ A, In N 30 mL (1 + 1)RER, 5 mL
WEER A 3 mL 30 g/L FRER W AR E A, TREY, VIKIEF B A 218 =R . SR 5N 30 g/L [ =R IR e v
WEEMAEAHE R E 1~2 5, 7030, E 5~10 min. JIA 10 mL 100 g/L ISR ZEW, FHwm
10 g/L WAHREN AL NR 25, FFid & 1~2 3, A REANCE 1 min. 12 3 2 g/L (1) N-ZRARARE oK
TRAVEFR 7N, FHBR R VA B2 b vE VA T 78 2 R L WA e B A (B N 2K 0, 10 3V R O T I A e s M VA T
AR Vo (mL), RIS a6 . U IR MUk e b v AV n 8 — AL A e B2 T, 4% RO 5

xV
Tl ) Vf_vo @
s To——F AL A SR VA b 7 T I I R B A vV R I B B, g/miLs
p——ﬂﬁ%*mﬁﬁﬁmmmﬁ,wm
V—— BT R A AR AR, m
Vi—H A mﬁ@%@ﬁmﬁﬁﬁMM&E%%ﬁ@HﬁmwA,
Vo 2 15 2 R0 T FE PR 158 I Bk e b VA R PR AR R, m

2) HESTRPF I MENR B[]

T2 HY 5.00 mL 84 i A L v VAV 3 940 ) T 300 mL FAETZIM T, N 10 mL BRR - BERRIR AR, Ik
£ 80 mL, fl 2 ¥ 2 g/L N-ZRARARZ LR F ER T/ 7], FH AR R 7k B s v VA VR e 78 ZR VAR NI AR S R 2%
B ANEFE TR WA BRI A . FEERI RS U 20.00 mL (V) EEARTRADSEHE I, k%t
R TR STV A i o 1 Y R S B W AR e G (g 248 05, SR Y AR R R R B b VA TR R AR Y, (mL) o
T 1 7 A e A HE VA VBONT T A U 5 P T, 3 @A
C(1/6K,Cr,0,)x V' x0.09094

A

®

) =

s To—— R H B TR P B VAR b 5 IR IV K B A v VAV SR A O o8 8, g/mLs
@wKuo)——E%@%K@@@mmﬁ,mWL
V5 B A TR A S M TR AR, m
0.09094—— FL4A L — ﬂ%%@mﬁi,WWml
V! P % TR R Y VA VU S N R 1) B W R B A v VR R AR, m
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2.2.2. 3BHESHEHNE

1) RV fiE[8]

FREX 0.5 g FECKS i 22 0.0001 g) T~ 300 mL FHE R HT, /> B /KWBEEE, IN#hme 5 mL, &%ER 5
mL, @5 15 mL, T-3RMREE 360°C~420°C /e A3 I HLAP B fRARE, B %8 v SURR IS 1) K 0B A 1
VA DU RR (R IR 2, I B N A, 280 5 min 24T, FHZKIRVEIMAE - R BE %5 50~60 mL, fn 1+
1 fil2 30 mL, REANEATAETER VA M, TR £,

2) Bk o i

FREX 0.5 g BFECHE %2 0.0001 g) T~ 30 mL Hymfat i, oA 4 g id%es, H/NBEEsER SIS,
FAVFLEAEN, T ETHEE 750°C iRy R ERE 10 min B 2R, BURAE, BT 250 mL
(et rp, & BRI, MHAAGRIG M1+ 1RSI, A 1+ 15E 50 mL, %30, #
R,

3) Wkl E

78 LIk 2 Fh o i A E e BRIV, SN 3 mL 30 g/L BRER WK B AR S), A 3 min, AR
JE %0 30 g/L M AR ER VAT 2 B AL ATE R & 1~2 1%, 780 #2530, & 5~10 min, i\ 10 mL 100
o/L HIPR FE T IIEIR T, B IN 10 g/L W RS IR AN 2 4L (o WIIE 25, IRt & 1~2 ¥, 72/ 2 8 f5 & 1 min.
I 2 3 N-2RARAR R 2R R f, R I ke A VA 2 58 I AR S B (2 e DS TH FE AR
PRV R R HE VR AR AV, (L) o

4) ZERMFRGIHE

T E VR e 25 R Oy -

T xV,

w(V,0,) = x100% ®

Reft: @ (V,0,) —— B h AU L LI TR A5 %;
T S R S R 5 Y0 RO B A S T, gL
VU R P V0 2 S BB T Bk bR O PR, L
m——FRECLRE IR g

2.2.3. BT
Xt ]2 FRJ A it 2339 SR A AL 8 i SR R AR BGRAE 5, 4% “2.2.2 il Uik S ulhe il e it

g

17T

2.2.4. ¥FREMASEIWER
FREL— 5 5 AR 2 ) AN R R g L ep, AR vERf NN — e AR AR TRt AN R HEVA W, FR7E
105°CHIMAE Mt T, B HE “2.2.2 TS AR E” 3T

2.25. MH
FETT AT H b LA U B IE T TR B, X CRES ROAEE) D ARAEYI BTRHR]) 1) 4 A
WEIRE S Z IR “2.2.2 7307 R SR RRINE 7 #E4T 10 JCHATINE -

3. BREHR
3.1 EERESHBITKERETRRESR
$HR 2.2 U7, RO AU UV R R R BT I BN F 2 RN R OB ER T
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PR HEROEATARE, SRR 1 AN 2,

MG 1L 32 2 AR DR Y, T PR AE VA VbR 52 A — R B AR R S0 B e b E VA VR [9], 2 MR 1.
BREARHE O TR LRI E L Ty TR BT L T, MBUE AR 6L, BT 2 Ak se F R
Brh T U A D E S

(ELPE Y T AU — B 4 Y 0 T R P R vV VKT () — B R I Ak B b BV TR R b s v, 2 HH B
Ti<Toe T) < TR, XEERHET VO, 5 Fe™ B T MIE R R BE S, 755 T80l &;
i) S R 5 Fe®" 8 T (K A I S S REE B b, 26 )BT o 25 5 L8 U 45 R B B (3 ) M v e 2 v
T E A, A REPAFUE RO E AR, R 2 FibrE 4 RIA G — I, A SRR I A R E A% il
e Wkt E A P A R VA VR R it R Ak B AR A VA VO T AU LR S R, AT B AR B A A
AY - ELRETE BN 53 HRHEAT B A AR AT S 4 R B A

32. AMAESHEMELER

M 3 HITIE 45 R AT A Y, SRR B0 B 70 A BEARL BlRE, PYRESRAG W & 1O T — 4L o)
Brililas R, X 500 R AR AEAR 5C[10],  HRATIEE

3.3. RN ELSR

M 4 BRI E 25 AT AR HY S SR A P8 N0 e A 45 (0 L3 be — L, TE TR IRV B B 7 g ik
HIREIRIF Y& 1) T A AR AR as R, R, Bd B0 B 5 A2 k) P AT ki R 5% U T 220 i A2
PAFHER S RN 2.

34. FEMASEISES R

M5 I e 45 AT DUE H, BREERE S AR [N R AE 99.32%~100.87%2 (1], 3 BH1Z 15 B A B AT
FIHERR BRI PUIEAR T RE /7, BEIwE e A B b T AL 5
3.5 H

B IR TN T RS R (AR P AR TR m e IR, R B VA R e VA AT
Rl 52 V20 AR 4 AMBEIRPIRE AT 10 CPATINE, T EAR PRI 2, SR E 6. £ T,

M 6 FIEE 7 BIIRSE R vT LA Y, SRR T T 18 V2 A0 sl B B o I 2 Ao b A LAk A kS 25
FEY R, HAHS AR HER ZEE 2.56%~5.99% .

Table 1. Reference check and calibration results of ammonium ferric sulfate standard solution (1)

1 EERESMERISRER R RIRESER(—)

-1 -2
i R STV A b v
TR oy p(V,05) = 1.0 WEEAATR Py C(1/6K,Cr,07) = HFEART
v mg/mL /mL 0.01000 mol/L /mL
1 20.00 44.15 4 20.00 40.20
c[(NH,),Fe(s0,),-6H,0] = 2 20.00 44.05 5 20.00 40.15
0.005 mol/L
3 20.00 44.10 6 20.00 40.20
T = (T, + T,)/2 = 0.0004531 g/mL T, = 0.0004535 g/mL T, = 0.0004526 g/mL
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Table 2. Reference check and calibration results of ammonium ferric sulfate standard solution (2)
2. AR EMBR T REIVERRIRESR(C)

. FrrE-1 FRE-2
TR U k44 bR v
VSR IR B oy p(V205) = 1.0 MERELNA ore C(1/6K,Cr07) = MERELNA
7 mg/mL ImL N 0.01000 mol/L mL
7 20.00 29.40 10 20.00 26.70
c[(NH,),Fe(s0,),-6H.0] =0.0075 8 20.00 29.40 1 20.00 26.65
mol/L
9 20.00 29.35 12 20.00 26.60
T'=(T' + T/)/2=0.0006816 g/mL T/ =0.0006807 g/mL T/ =0.0006825 g/mL

Table 3. Decomposition method and testing measurement results

3. BEESHENESR

RV — v N FrEh — 3 P2V,
FE b ST 4930 5 FRVE - W EVE Tl - v
== 1
WS (M/gmL FRRERLNG  AEMABUML  (V205)/% FibEflg  AEABUML  o(V205)/%
0.0004531 0.4975 6.90 0.63 0.5002 7.15 0.65
2 0.0004531 0.5039 9.55 0.86 0.4995 9.15 0.83
3 0.0004531 0.5015 17.15 155 0.5012 16.70 151
4 0.0004531 0.5013 44.35 401 0.5006 44.60 4.04

Table 4. Double ratio test measurement results
< 4. BN ELSER

Fe R Wi - vk TR — WS
i (TyigmL™ WRERSG  WEEABUML  o(V.Osi%  FRRERNg  WSEEARUML  w(V209)/%
0.0006816 0.5006 4.55 0.62 0.5116 4.70 0.63
' 0.0006816 1.0017 9.20 0.63 1.0351 9.10 0.60
0.0006816 0.5121 6.50 0.87 0.5008 6.25 0.85
2 0.0006816 0.9895 12.25 0.84 1.1032 13.10 0.81
0.0006816 0.5033 11.25 152 0.5009 11.40 1.55
’ 0.0006816 1.0059 22.60 153 1.0014 23.05 157
0.0006816 0.2511 15.00 4.07 0.2611 15.05 3.93
) 0.0006816 0.5113 30.35 4.05 0.5117 30.60 4.08

Table 5. Measurement results of standard addition and recovery

F 5. FREMASEYCNELER

Bt v R - st ik WL - sV
OVi0) s RO i) M g MERR A n(vi0)

/g /mg FImL Img KK 1% /mg FImL Img 2%

= | Jdo 8

0.62 0.6816  0.5009 20.00 33.70 22.97 99.32 0.5113 20.00 34.20 23.31 100.70
2 0.85 0.6816  0.5116 20.00 35.95 24.50 100.77  0.5017 20.00 35.55 24.23 99.83
3 151 0.6816  0.5210 10.00 26.15 17.82 99.57 0.5231 10.00 26.30 17.93 100.27

4 4.02 0.6816  0.2517 10.00 29.60 20.18 100.57  0.5002 10.00 44.30 30.19 100.87
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Table 6. Sample results of stone coal vanadium ore standard candidate material by acid titration method (1072

% 6. BA - MEENERENT R RIZEMRERER(107)
%5 e LR X RSD
1 063 062 063 067 066 057 058 065 060 059 062 554
2 087 08 084 09 08 083 08l 079 084 091 085 437
3 152 155 153 145 152 151 143 155 146 153 151 284
4 401 407 405 393 409 391 38 406 415 411 402 256

Table 7. Sample results of stone coal vanadium ore standard candidate material by Alkali titration method (1072
£ 7.WA - BEEANEARNT FREYRIGEMHRLER 107

G5 W5 25 1 X RSD
1 0.63 0.60 0.65 0.56 0.65 0.59 0.68 0.65 0.62 0.67 0.63 5.99
2 0.85 0.83 0.81 0.88 0.78 0.89 0.80 0.79 0.90 0.87 0.84 5.23
3 1.55 1.51 1.57 1.46 1.61 1.56 1.44 1.57 1.49 1.54 1.53 3.51
4 4.04 3.93 4.08 3.85 4.15 3.94 3.89 4.10 419 413 4.03 2.95
4. g

1) 6T [R5 I T Ak b v VAP LA UM AR R A S U VA VAT bR 1, TSR 58 JEE N
ZARE WA, 1 W B R R IR SRR, T Sk

2) B A R AL U BRI B R T R A RIS A RS N (ISR, AR T B
IR 7 AT SE R A SN S AN ) E

3) ZIFHRAEIE, PRIk, ERER. TR

4) BT CHEOE RCEBIT PRUED T 4 AMEIEYIRE S e AR, 2 B3k 10 RCT
AT BYAEXT bR A 22 N 2.56%~5.99%

e HE

[ IR AR A S AT AR T I (R A RO FrAEY Bt ) - (BRAE%W 5 201411107-3, iR
BTN R,
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