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Speciation of Pb in melting furnace fly ash by X-ray photoelectron spectroscopy analysis and sequential chemical extraction
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1. iEUsic

T Z A BERENRIE OISR 2> B34 T D IERTRIK I
$A(Pb), HERZnERFENE WD, IR TTH I L
WNEE LV, IUIERITITIE, Pb, Zn I 72 & ORI
WMETEN, ZOHEE L THEEIZEL D ARIKYE Pb, Zn &
HHEIRT s 508 H 5, Zoft e 22 HN5 k-
T, IKH Pb, Zn DILEMTEREIZEETH 5,
L&D ERFES L TIIRRiEERH 5, L
ML, BB {bEMEHEBICERTE 20 TR0 O
T, LB DOSWRERNIE LW E 5 e REET 2 %E
b, ZOWIFEE LT, X SEETFHIEITE
(XPS) ICXAEMSHNEZLND, % Z TAWFILIL.
TRERIR T Pb DAL EMITFEEIZ DWW T, BkIhH & XPS
ARG TN RIEOMSL Z B L Uiz, TRRlEY
D HEREL L - AR R & 3 ke . XPS Ik 0 4 Ly
SWTFIE (GEBSHr. ZUMEOREE) ORE 21T 7,

2 Bk

BRAHE &0k, BEOBHE AR AV, B
B OTHREBEBEACHE L T FETHD, i
LT, FEEICENZENERNET D Pb {LEMO A%
BRI T 52 2 BMLTWD, LL, BED
72l BV, BRI X % P (LA OEIRAHHE
EV D B DI STV,

2T, £9 Pb ALEWERNVICHE T A0 0E

Distilled water
pH Fi%E
[ "%

} ----- > X" =PbCl, (Y)) + Pb(NO3), (Y)

X,' = PbSO, (Y3) ()

X;3' = PbO (Yy) + PbO-H,O (Ys)

X4'=Pb (Ye)
Xs' = PbCO; (Y+)
600 °C|Thn#Ek
\4
NaOH | ---+ X¢ =PbO,(Yy)
H,0, VS,@M b
CH;COONH, |----+ X;'=PbS (Yy)
EAK 1_ .
(HC1+HN01) » Xg =PbSiO; (Ylﬂ)

(a) Procedure I

PbCl,—PbS

Po(NO2)=PbS | o cOONH, |----4 X,"=PbO (Yy) + PbO-H,0 (Ys)

WHit 7 o 2ofst R 1 EEERIIK ORAK

BT olz, £ 1IORT Sample
BUgisRRR e Ao T, A B
BRMHER AT, 0lg | 03¢
- - (NOy), 0.1g 0.1g
ERIZOWTHRA L. [, os | ois
# 1 OFBEIKIISTIRE [Poo 0.1g 0.3g
TCIT, ERTRIRICE E  [PPO-H,O |  o.dg 0.3g
DR OfEHERIKZ | Pb 0.1g 0.1g
BALELDTHS, [P 0le | 0J3e
Pb (LEMIco T [0 0.lg 0.3
PbS 0.1g 0.1g
RI1OEBY, T [pisio, 0.1g 0.1g
OFREEEFEH LI, NaCl 22¢g 44g
HEMER DS, & Pb [KCI 3.6g 7.2¢g
RIEDIRA LN RS CaCl, 0.28g 0.56g
Sample A, Sample B ™ Na,S0, 0.68g 1.4g
Zn0O 6.7g 13.3g

TREEAHE L,
2.1 B FIEORE
TP, BRMHFIEZRET D20, BEK,
Na,S,0; #&#%, CH;COONH, &%, AgNO; IA#%, NaOH
RR A AR LCHY, £ 1 @ Po {LEREEN
Fucxt L, BB Lot EREIT- 7, T
T, ROMBOLERRD, ZOFERLVELNE
BIEEZxtT D Po AL B OBEEEN G Po LG DR
WA i 23 ATRE & FAR S DO ANER 2 e L
77, Na,S,0; VA, CH;COONH, iAiE. AgNO; iR,

NaHS ¥%&IC L 5
== PbCl, and Pb(NO;), DHifLALER

B I g

| BV ey u
S----» (HCI+HNOs) [~--- > X3 =PbCl, (Y1)
+Pb(NO3), (Y2)
+ Pb (Yg)

+ PbCO; (Y7)

+ Pb02 (Ys)

+ PbS (Yy)

+ PbSIO‘g (Y10)

(b) Procedure II

K1 R T atR 70— (%Y, Yo Y3, Yo, Ys 13T D 2 &R TE R o7 2.1 5H) )
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Aok Pb i & et Pb fi & et Pb f & et Pb i &
Pb i (Procedure I) Pb i (Procedure II) Pb i (Procedure I) Pb i (Procedure II)
(a) Sample A (b) Sample B
2 BRI K D HEERERARK P (LA O oS 5

NaOH BIE DEE & Z DRHCZ L F 4 0.5mol/l, 1mol/l, X0 = (Yq+Ys5) (®)
1w/v%, 0.5mol/l IZF%7E L7z, X = (Y 1+Y2) + Yo+ Yo+ Ys + Yo+ Yo )

ZOEBRICE VK IR THIE Y v E A (Procedure I,
I #ZF L%, Mho YL Po{LEW i ® Pb B(Hlx
I£. Y, 1Z PbCL), X{*IZ Procedure k (Z351) ¥ M j ~7
Pb HiH & 213, X' iZ Procedure 1 12331F 278K~
@ Pb HiHE)% "9, Procedure I (8T Iik, Pb,
PbCO;, PbO,, PbS, PbSiO; # F N ENWBET %, — 77,
PbCl,, Pb(NO3),, PbSO,, PbO, PbO-H,0 (2 oWTid, 4],
T@IWICRT LD ICDBERE 2 7208, BgKICH LT
Procedure I # AW 72 &, Z O EENREETH B &0
7=7=% . PbCly, Pb(NO3),, PbSO,, PbO, PbO-H,0 D& & &
LTHD2ZEELTWD, HDEERTERONER & LT,
AREKMHICRW T, HERKPIcEENnD5 SO~ C
2% PbCl,, Pb(NO3), > LR L7 Pb & fES L CTILE L.
R D Na,S,0, T8k LA T PbSO,, PbO, PbO-H,0 & Hihl
HEND7-0TH 5,

% Z T Procedure I {ZBWTHEET X 2203o 72 PbCl,
Pb(NO;),, PbSO,, PbO, PbO-H,0 # E&T 579 |C
Procedure Il %% Z L7, £ PbCly, Pb(NO;), % NaHS
WIBIZ L > TPbS & L. SO%, Cl & DfEE &R, L
TUARBEDHIH THRIZIV T, NaS,0; IEHEIC L VW PbSO,
% . CH;COONH, #®IFIZ L VW PbO, PbO-H,0 % ERAGIZ
M4 5. Z® Procedure II & Procedure I D5 HR-% A
% Z LT PbCl,, Pb(NO3), DEHBELHETHZ LN T
x5,

2.2 PbibEWEDHEEFIE

1 X, UTD X5 7% Pb bAmEOHER(1)-9)
DRV, Y, Y, & Yy, Y5 IZZENENSEETE 0
B, RPICBWTHILTE LT, 7. RoENEHK
DIV BBNTD, R RKIC L VRS,

X+ X+ X5 = (Y 1+Y,) +Y5 + (Ya+Ys) 1)
X, =Yg (2)
Xs'=Y, 3)
X' =Y “
X' =Y, (5)
Xs' =Y (6)
X"=Y; @)

2.3 PhLEMTREDHEE R

F9. RK(D-O)D K 2% Pb L&A HH SN D D
E M ERET A7, Procedure I, 11 % AV THHEIR
FRTEIR DB 54T o 72, K 2 1ICHERE T, 3k
D Pb {LEHE L EEE~D Pb HHHEICSW T, K
K(D-O)DOxHEEFRERT A, IZEER L=V, Pb
{Les it SN D558 & 72 - 7=, Sample A @ PbSiO;
ORI ERN /NS o tz0lE, #AEkE 600°C THMEL L 7B,
%1FIZ PbSIO; AEE LT, £EZEINTS I ERT
X2 Tl TH D,

# 2 12 X(1D)-9) & 0 FHE U EEARRIK T Pb (LS
MBEOHEEREE #7R77, PbSIO; (COWTIE Bk L7=H
HAGREITRE VR, 2o o Pb {LEMICET 5
HEEBZET 0.5~20% D% TH - 7=,

Fz2 ZkAiic X b P L AMEBOHEREE
Sample A
e | HEEPbE | Mokl | HEEREE
PbE (mg)| (mg) (mg) (%)
Y +Y, 137 160 227 16.6
Y; 68.3 67.3 -1.0 -1.5
Y Y, 179 160 19.0 -10.6
Y¢ 100 107 7.3 73
Y, 71.5 82.1 4.6 5.9
Yy 86.6 90.9 4.3 4.9
Y, 86.6 65.9 -20.7 -23.9
Yo 73.1 20.8 -52.4 -71.6
Sample B
Ak | HEEPhE | MextRas | HEERE
PbE (mg)|  (mg) (mg) (%)

Y, +Y, 286 249 -37.2 -13.0
Y; 68.3 58.1 -10.2 -14.9
Y,+Ys 536 566 294 5.5
Y¢ 100 98.0 -2.0 -2.0
Y, 233 278 45.9 19.7
Yy 260 238 -21.4 -8.2
Y, 86.6 73.9 -12.8 -14.7
Yo 73.1 63.1 -10.1 -13.8

HEXFRRZE (mg) = HEEPbE: -
HETERRZE (%) = (HEEPbE: -

AREHFPY
AREHFPDR)/(BUEHF PO ) 100
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3. X#AETFOHOUE (XPS)

XPS %, BN X BERE L, tEDHRICL R
F 2 B SN NERE T OER = R L ¥ — ZHIE
L. e FRE= /¥ — (Binging Energy, XA T BE)
EEHFRETHS. O BEITTHEEAT, SbICKHE
DILFIRBEIZ L » TH &L T 5, ZD7=H, BE OEWV
D HIEROEEL L OLEHIEELRET H L0 D
HDOTH D,

3.1 XPS T X % Pb LA MIEHERILD 3T

Pb L& T &2 BE OMEA RS Z L3 s T
525, AU XPS THEHT o EEN 2225 & BE
LRLAARENS D, T2 THEEH L XPS EE
IZX V. P ALAYRICEWT BE DEISEVWRSH S0
ES D EEE LT, # 112”7 Pb (LAY OIZHERIEL
FRREIC R LT, XPS 50447 - 7=,

3 124 Pb {LAWIERERID Pb A7 MLERT,
BE TR —sMBERLTVWS, M3 DER, TRZ
NENZBWT, E— 7 MENFR U b ORI OR 5
Hi@EE WA, £9. PbO, Pb, PbO, XN LN IHTE
KB 2 Z &N T&E =, WIT PbCl,, PbCO;, PbS D2
JL—"7 Pb(NO;),, PbSO, D 7' )L —F & TREIMFHET
b7, FE72. PbSiO; B —72 @ BE IE. Pb(NOs),, PbSO,
E—2®BE £nA9 UCRATBZ ENRTET,
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3 PbLEMIREYERALED Po A2 FL

32 ERRIK OFIE & NI BT AL A EEDE N
3EOFHTHAZ L 91T, XPS IX3UEI O F i % 7581
TOHFETHD, BENHOSHE2ITI Z LT TEX RN,
o, REtoRE ENE T Pb {LEWOTEHEN B2
2546, REEREEHI Y NEE B S BRI XPS &
WETINERS D, + 2 TR ST 58, =
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DL D RBERLIENE S I ERE LT,
BRI D HFEE LT, TAIE A FC kB ER
2 B Y T NHD, LirL. ZOBIZ Pb {LEHN
BILS A AREMED & D (] : PbO 23 Pb (ZiEIT), & 2
TE TR 2 W B W CE Y {5 ik x v,
= 3 ICEBRICH W ERIK 2R, Ziud 4 EOME
KBWTHWERECH D, ZOFEITBWNTIE Pb &F
BN 139% L Em0Y I3 OB E RN, T,
212V T A%, BREIO S 2175 PETH D,
# 3 VERTRIK D TFMAL

TR IR Fr7nl | yoFne | s

:;‘zf FEL . . N

WRIBRD | it | 77— | madnpi

Pb 0.44 25 13.7

7n 027 185 46.0

Na 13.0 138.0 65

w | K 138 10.5 )

AR 371 234 16.5
(%) -

Si N.D 2.4 0.71

Ca 0.24 0.42 22

C 0.24 0.06 0.20

S 155 1.0 0.79

4 ITRIDFEOFEE & FEEE O XPS s R & R
T, K418 TAHE—2 D BE NED Pb {LEMITEEY
THOE, X3 EIVELNTE Pb (LEWD BE &5
WHIWT Uz, ZOfER, FRBFEOFEHI 2V Tt PbCl,
PbCO; PbS DAL EMHENFIE SN DER & Rodz, 5,
B EHC 2V TR, SN2 T & 5T Pb(NOs),,
PbSO, DA PEE, PbSIO; D EREME & R S L= (7-77 L.
P TN 3T N BREENTHARWVTZD, Pb(NO;), 1
TFELRY), Z0OX 5 ICEMTRIKORE & NETIX Pb
(LB DOREN R D20, RIKZHEL CHNER & B H
7%, XPS 2ITHIRETh D,

B3
3000
2500 |- 1:>bC12, PbCO;, PbS
Pb(NO;),, PbS94 ey
2000 - '

1500

Intensity (a.u.)

1000
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0
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Binding Energy (eV)

4 KL BmEEL L o XPS i 5L oo i

33 PbibEMDORBEAR
Aifikv. Pbo A~ FCBITAE—2 D BE LV
Aok iodc P ALEWEFEOFNL, EHICED Pb
{LEMNEET DO AT = & 2R AT,
BOIABRDOIEL LTIE, Pb AT 545 (PbCl,
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CLC,S,0 DAY bbby, #4875 BN bD
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200 - 500 e 3000
- 450 |
128 PbC03, PbS 400 [ PbCl,, PbCO,)PbS
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S 140 | / 350 | 7,
S 120 300 PbSiO;
2 100 250 snt‘~fu]i
g R
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Binding Energy (eV) Binding Energy (eV) Binding Energy (eV)
(@) 71 CRE#) (b) 72 R © VT3 B
5 YRR D XPS iR (Pb DAY AT —4)

TIE Cl, PbCO; TIE C & O) AT FAIZBIF D E—
JDBEHHETT 50D THD, HlziE, Cl R
R MVERRT L, FDOEY—2 O BE 7 PbClL (2344 L
e uE, PoCL BRI S D, 3.3 LfEIER. oL 3
EROTRVAARDOBR 21T -7, 2 OREHZ W TR,
PbCl,, PbCO; PbS PbSO,, PbSiO; SEIE SN TN A2,
Pb L OFEEHSTIECL C,0,8,81 THDB, ZDOHTSi LU
DRI OV THREREZRT (Si TS5 EBBFOTE)

UTNETRANT FVFEROHIECTH D,
@Cl1 : PbCl, Y, @C : PbCO; HV, @S : PbSO, 1 |
PbS 72 L, @O : PbSO,, PbCO; & 1,

PLEX U, PoS IFAFAE LRV EMN5 0, D IAA
WAGETH D Z L34y Dy 72, PbCl, PbCO; PbSO, 12D
WTIECLS, 0 A7 M A E & IEEDTR S 77,

4 B & XPS (T X B IEBIRIK MR R o i

BRIZERITRIK R Pb OB ATV, ol
Pb {LEM O EERETIZ OV T, XPS T OREE & 3
TENE D DOBRIEEIT -T2, BERTRIKY > 7L 1~3
WXL T, 2, 3FICBWTHRE LEZFNEIZRE Y, 2k
Hi3B L OVXPS 59 21T - 7=,

512 XPS OfER%E, K 6 (CRKMH O R ETRT,
B, VU7 1~3 i30T e N BAEEn T ian
o7l Po (LEMIFRERETE DS, Pb(NO,), 1XBRSML
Teo V71RO TIERKRMHIC X 5 PbClL, & LT
DESD 852%% HH T35, Zhix XPS DFRIER R

(X 5) & —ET 5, V73 i onThErmt
{2 & W PbCl,, PbCO;, PbSiO; & L COHOME AR LT,
ZHUZ2NTH XPS ORIEMSE (K 5c) &< —%
LTW5, 72771, PbSO, DHETEWVWARLONZ, —
F. U210 TiE, B T PbCl,, PbCO;,
PbS, PbSiO; & L COW4A R Hi7225, XPS IZBWT
% PbCl, LIS Pb ALEBIIRER SN2 o T2, ZHIUE
PbCO;, PbS, PbSiO; B DNEBIZTEIET 5720, £k
ey 7 2 Tk XPS I X AN TE R hoTo7
wrEZOND, LER-T, 72200 THE
Pkl XPS ST 24TV, Bl & ofE B oA
AR T ANEN D B,

& PbCl £ PbSOy4
& PbO+PbO-H;O & Pb
B PbCOs M PbO;
O PbS B PbSiO;
100
%0 LPbso4
FPDSIO; [H—
80 -
70
S
i 60 [PbS
#o 50
ﬁ POCl, b
3 40
0
A 30 [PPCO,
20
10
PbCl,
0 ‘
WA | %) P N3
X6 IARMIK OB H s R
5 ¥&0

B & XPS & VT, BRI T Pb OfLE
RO R e, ZHEOERAK it Lo R, —
DORBFEIRIZ DWW TITZEEAH & XPS OfERN—2
L7z, Fge LT, BiatBlo XPS SR o &
D —FENE N T,





