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Determination of lead in light calcium carbonate determined
by transversely heated GFAAS

SUN Mei, YU Hua-ming, LIU Yi, CHEN Shu-yu

(Structure Research Laboratory , University of Science and Technology of China, Hefei 230026, China)

Abstract: The method of using transversely heated graphite furnace atomic absorption spectrometry
(GFAAS) to detect Pb in light calcium carbonate was studied. NH,H;PO, and Mg(NO;), were used as a
matrix modifier so as to eliminate the matrix interference. The relative standard deviation of Pb in the
sample is 2. 24%, the recovery is 97. 8% ~98. 2%, and the detection limit of Pb is 3. 6 pg.
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TRTRAES J&—Fh &) 12 I CHLEL. Ph & —FhoE
NEFREWA EILR, S BALZH, X E R 5%
T RGO BT DAL AR s 4 RS P Y
] i A SR Ph A7 E A T 7 g 17 e A S 1)
B, ARSI A8 B BRIRESAE Sl 2 25 9 (IR Ph) it
TRRES , H. Pb & AR bR 2R A 5<0. 25 pg/g. FIH
HIA Lk, R IR A5 TR 1 Ph I E ik KB R
WSO TELE SRy 1 B i F A B s AR AR X
FEMUEATRTAC IR, SR i 3%, LA 5 fE R 7
HF RS H. 5540 A SCERE 0 R T ICP-MS il
CaCO; HHY Ph, fH A & SIS 2% L i H K

x Wis B HA:2005-07-12; & B H#A : 2006-3-16

i A S S T B R R A, 75 0 23 [R5 R
R R T ZEHERE R .

ARICE S AL IR ZE A S T T 52 %
SRV SR IE AT SR OO R B I R
FRAG TR Pb Y7 1%, i ik [m] e 5 S 56 FAS [R] X
e[ LU, S M0 IE 1105 10— Pl g (6 R | R
B MR i AN 5 52 2% AT A B B I R A P AY AT
SEIP AT,
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Elmer 23 w)) A [ A 8540 774k 4% (THGA) .
N I0) 32 2E & (Zeeman) BN H FEIE 4%, AS 800
A sh kLSS , Perkin Elmer 28 84 72 10 & — 1K1k
PARIR 2 A0 ST O BIRAT .

Atomscan Advantage ( Thermo Ash Jarrell
Corporation, USA) HLEH A5 5 TR 5 7 & 41k
TEAX.

VG PlasmaQuad 3 HLEHE A 55 58 TR BT,
VGS300 B BAE XN Jd ) PrepLab % 48 (VG
Elemental, Winsford, UK), & EZH 14 Milli-Q 4l
KA.

1.1.2 KA

Pt R I MOS 2230, Bt I B MOS
e HNO, 28 IR ZR AR g M. fr 7K 8 18. 2
MQ « eniB 217K , I EEAL.

Pb i W . EBA FRIBOGTE 2E A5 IR #50. 159 8 g,
1 26 HNO; #fi# I F KB B 2 100 mL Be il A% 1
mg/mL 2, PR 4l K 2 25 6 BE A 40 ng/mL
PRl TARR (1 Y HNO; A FD).

RA F RS . 73 B PRI 0.5 g 43 BT 46
NH, H, PO, A1 0. 03 g 734l Mg(NO;), . FI#4E7K
WA IT 2 45 3] 100 mL 25 . il Bk B 5
mg/mL NH, H,PO,#1 0. 3 mg/mL Mg(NO,), iR
B BRI,

GBWO09101 [EZAnHEY) Bt N K Fn bt (R} 27
Bt b1 Il A% ST T AR
1.2 HmiktiE

HERAFRIRO. 200 0 gRYHFE AL BN BLHEBEM S 1]
i ALK, B3 0 Z2 18 N 0.5 mL —IkZE
TR A IR , 7 Ak 2 v T v BB AR A
il AR S8 VR RIS THRKS R B HNO, 22 2
P BOR A E AR AN 2 i HNO, , A4l
KEAF] 10 mL A BRI, [FIRE S S5
1.3 UERIEEH

Pt 1283, 3 nm; JTHLIL : 10 mA ;A FEE . 0. 7
nm; TR . 20 s Zeeman N T HUAL IE #45% ; fR AP
SRR B 99. 99%0) , JEF AL I 45 1E PR AU
A SBPTHRRF IR 1.

1.4 fREMZHHE

¥ 40 ng/mL B Pb FrUEF BN E] A sh#EFE &5
AORE AR D, O B B RE B b e ) B SRR
0.10,20 #1 40 ng/mL HIFRIEIE , I A SHESINAEA
R e FRAGE TARSE T I E O AR

H sh 2l (A~C) TAERTZ.
1.5 HmillE

HIEATAE EHUIF RIS Ph 20 BT
R, AR HR 30 min; SR 2 5 75 1% 30 FRREAL
PHUF ARE S AR 4 7% 2 A SRR SR B AN [ 20 FY
B PR AR L [ 20 55 A £ B S s i A ARy 32 1
PAE D5 86 SO A B SR BEAT AR R, o3 S
X RE AR EAT F S bs R SE g, A B BERE AR A
A1 S AP B ERAE L IR LR 2,

x1 BEy¥iAELAE

Tab.1 Rising-temperature program of graphite furnace
LW RO/ C ﬂ‘iﬁ%w ﬁ’T%EJ‘ P V\]ﬁ%}ﬁiﬂs‘/
[4]/s [4]/s (mL ¢ min™!)
1 T4 110 1 30 250
2 T4 130 15 30 250
3 KA 800 10 20 250
4 JET4E 1400 0 5 0
5 W 2450 1 3 250

K2 ABEHBLEEY A

Tab.2 The working sequence of autosampler and furnace

PR TF
1 N R ) - AR5 - e it /A v TR
2 BT SR THR T
3 TR AR AT I — I

2 GRS

2.1 EHEm
2.1.1 H BT ExTM AR e

RSO it >R P A 5 AT e, —
MOS HFFR AT 53— PR FH IR ZR R R
VAT A, 206 A IR 28 3 R T A O RE IR S R
(1) CaCl, JEARAEI E B 5] 5 115 5 B2 AU AR T 5
MEIEBE 7 Y BRI L 00 5 8 B e s AR, LR it [ i
FAR2E, R BN AW T A S RO
I el 4 T S A B eI AR SO SE I 4
5 H— 3 Wk A R I A R
Ca(NO;) , FEARFNT 3 55 22 B L BOF SRR K
A 238 1o 9 ] 22 VL 2E 2 (Zeeman) BN T 5 A% 1F 4%
AT DAFTBRTS S A A 0 e i A e H TR AR
- AR FHR R A A 0 T
2.1.2 MEH Xk

AR X WA T R R W v W R iy AT T b
B, R IRR PG v A 70 B B 5 S A s [T S 3R A
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Fig. 1 Ashing curve of Pb

Sk 60 %% 25 A 5 1 R FH W T R 2 5 =L B A ]
WSCRMG A2 3 AT K R e T AR £ 7 =X
2.1.3 RACIEE Ao RFACIE 0 L F

Pb B G RMICER, fEm T 450~500 CHI %
AR T MR T A AR Y PR TR A LK
ML ff Ph 7R SR TR B k. e R AR
1500 C W HH—ANIARFE (P MR 14.5
ng/mL) #AT 115, KA W&l 1 Frzs. AT
UL IRAGHREEAE 450 ~550 C, WG BE & i) - Th; 18
550~850 CZIaIMIEE A FFH2R1E 7F 850 CH i
KWW HAT e/ NS S WO 55 T 850 C IR BE 2
BT B WO BE I IRALTRLE A 850 C L 7EBLTRLE
TR A R R A TR LA B R

FHARTRN A 512 L 18 KA R 850 C L el AR i
FAGIRBE A AR AL & B T fh it Ze n &l 2 .
MBI, JE AR EEFEL 400~1 500 C Z A4
e KAWL AR SCIE BRI T AR B 1 400 CL AT
fRES T P 3843 Ak, DT GRE I 22 1 R A
JiE ot e ML BB A ) A
2.1. 4 FRARBGE R 69 %l

SHEURS M o W) | B~ 3% N @i 11 B AT NS AR
Ph # &0, AR B RN A W B AN BK L 43
B4 500 C A1 300 C,HEFAERS P &AE RKEHE
RBLST Ca(NO;) 5 , W BE ARG, 3R A A H A
ROHE K. 8 T IHBR IR T AR SCR B R — A Bk
FGE IR BEVR A B A R ), A Ph B 3K Ak ek B2 1 i
FARTREE A B & 3 850 'C 1 400 C A AR
TR
2.2 KIEFEMIERE

SCHRLS I A 88 4 S - W0k SR AR HE i A
TRDGE T IR S Y Ph. AR SCE i S8 B

7°C
2 Pb#yRTAH &
Fig. 2 Atomization curve of Pb

FEDN 5 BRI A AT T HOE. R BIARAE A
T LU I E A A R e A R A 2 A T 204,
% JEB B R A AR B SO SOR ] B AT
FEm I E .

2.3 FitidE

25 FE2 BB R 55 , e T2 AL i 2 CaCOs.
AR S FH SRR 5 4 B IR AR T
oy AR E TR, Sk M b FE TR &
i Fe 81 pg/g Mg 1 161 pg/g.Mn 18.3 pg/g.
AR LL i i AR 99 A B 10 mg/mlL Ca,
100 pg/mL Mg, 10 pg/ml Fe 20 pg/ml Mn X} 5
ng/mL Pb B E B A4 T4,

2.4 TITIEHZMBEEIRE

ATy 2 oA A SRR IC AR HE VA WL, T 4% 58
BB R T iR HEAT TAE 2R 22 1. % br o it 42
LA R A, FHTTFE R

A= —0.000 62-+0.002 57C
o, A WG 5 C Ay aCAR v 1 0 A A B, B
A ng/mL, [IHZ %L r=0. 999 7.

Xf 40 ng/mL ARAERBCEATINE 7 W, I Y
AHXTHREANG 224 1. 90 %0, X H i — M4 A 7
7 UKD RE AR B v I 22 0 2. 24 %%.

2.5 AENFERESKTHR

PRI K 283, 3 nm AL I %E (9 4 AiE BT & O 33. 5
pg + (0.004 4A) ' M HEFE R 20 uL B, XSS
VW SN 11 U, THERIIN e W' B AR AR 1 Al 22
L 3 A% i 22 i DL AR 2 iR, 45 Pb Y
KrthFR M 3.6 pg.

2.6 FHERERE
2.6.1 mAFEDKGK IR
M A ShaEregR a9 A hinpr D aE , A Sl X



770 FEAFHRARFFIR

% 36 &

AR BB A i AT T ISR E L 45 2R DL
3% 3.
R3I EKRFRR
Tab. 3 Recovery test
i T {1/ AL/ WA/ EeR/
%% (ngemL™) (ngemL™)) (ng+mL™D) %

1 4. 49 10 14. 27 97.8
2 5.52 10 15. 30 97.8
3 4.72 10 14. 54 98. 2

2.6.2 AZARHMZ
P SCHRCS AT . H ATk B A AR R SR bR v 2
W5, SO SCR T E bR e or N R bR kAT 7
R P Bl B A L 45 2R WL 4.
x4 ARATHERER
Tab, 4 Determination result of standard human

hair reference material

FRE £ FR WESEM/ (pg e g WEM/ (ug e g
A% (GBW09101) 7.240.7 6.740.5

2.7 HEmUE

HRAE 2 5 4F AR i 5 B SCHF XA i A shik
FERRXTRE S AT A 74T () I AR SCAR i SCHR [ 4 141
HEWE CaCO; T HY Pb 177, FIH HG-ICP-MS
MR HEAT TR, PR 7 2 B I 45 2R 8 T3k 5.
IS R A St %A H AR c=1. 084, M & 3R
Lo.05.5 = 2. 0714ttt 05.5 5 i B A el 2% 5 6 W
P22 5, A P i RSO TS I A A BT Ak R 5
() Pb ANAEAE R Gui 22 L i 45 S W vl 5.

x5 HEbhLR
Tab.5 Analytical results of samples

RS GFAAS ME 8558/ HG-ICP-MS i E 45 5%/
I (pgeg (pge g™
1 0. 22 0.21
2 0. 28 0. 27
3 0. 24 0. 24
4 0. 28 0. 27
5 0. 30 0. 30
6 0. 28 0. 29
3 4ig

R TR TR B 28 BRI Iy o TR\ 1) 2E 2 9 FEAL
1B BN AE 980 T RE LSRR T3 B R L A
DT AR NS e AR OR b i e 1 00 5 v 2 T
. SRS IR S T v A R R R AT

FE o — 0 AL B R A R AR R R Ph Bl
Jiik.
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