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S 22 5 Ay A PAS SO 360 Ay S0P DWW SR 0% 75 I B e 1)

REE, LEKX, 38 W, MNFhK, 2R
(7% 25 HABTR IR SRRl B oty , T 28 525 066000)

HE: BN B2 W RTRMAER(CFAAS) M BBt MR FHR 13 T AFERRA AR Pagsk, 242k
KRB G AFR M, KRB —RF S 625,832 1% BB RAHE R AR, EABRATT T, iR
T T FARARBGE R (FEBRAR REBR 4 FEBR 48 R B4k RALAS BRBR 45 LB B BR ) AT BEAR e SR
FUBRT T AR T IRAN theg P2, K32 R A, £ 2% 9I5BT F , VAREBR 4R A AR M, & B
HACR R Z F) 1100°C, R-FALE A A 2300°C o, Bp Tl iR AR P 48 5% 45 B B R B LR TR
PR FEAEO~8 ng/LE B AKRM X R RIF, 7 ik IR A 0.008 we/g, &M A 0.025 we/g, %
(RSD, n=11)41.8% ~2.8% ,Ar it Sty RAA LA FIAMREZTEEA N, EERAMELZME THLEL
AR T AL GG XERE NER R KRR B 0L RO Rk ARAS B B & R AL IR, X AR X KR F

WREHEER, HRTERTFHRGRN, XLEKT EE2FRAEN, KFEBRERE, LENTLEEM
A3 TR T A A, R A AR REGAE R e iE pobE  iE R TR P A ey 2
SRR MR 4k RHBRSM; RARRGER; 2 E W RTFBBOCEE KR RILEE; RFILEE

HRE 2K S: TQ533.1; 0657.31; 0614.21

B — Nk A BUR MR T 42 J8 . 2010
AR RS T2 40 Bl A& 1 T B B 9]
B BRI 95 B Ak 2 PR 26 T 380 0 1 45 — iz
PEXFIRESE RS 2008 4F 11 J &% 2009 4F 1 H b suili
ZRACIRIX KSR T (PM2. 5) A P B 72043 R
SEARLE S B TR W 5 43 BT , 205 3R % < SRR ]
PM2. 5 ik BE B3 I iy A8 fh i d . BB R
PR [A] f 4 0k, PM2. 5 J5 kv JiE 1 2 J50 PR T i S
A IR IEHERL PM2. 5 540, I EL7E SR AL ] —
EEA R RTINS 30T PM2. 5 1E3RE 25 5,
ity SRR TRER AR [, K 2B B A
HUEAIE 1S B0k &, A8 5 76 e B B rh B RR Mt
TERR A FE o0 it o B 8 08 24 o AR g 5 T
I, 3ok T K R 30 A 3R, % AR AR
SRS Y. TR R R i A R
BAEO0 ~9 pg/g Z 1], FRATHLIX F ik 16 pg/g. 1996
R AR R TS B 5 HERORR )
(GB 16297—1996) , 8 J AL &5 Wyt s Fo 40 HERCR
FEAY A 0. 012 mg/m’ , 4415 Yy R #5114 52012

MEkFRIRED: B

SET AL AR ST Y 2R T AR OR K AR A )
( GB5749—2006 ) , 7K Jit I ML 45 b5 8 19 BR A8 A
0.002 mg/L. PR, AF 58 h it o0 2 4 A 0 22
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GFAAS JEIM M v 9, AN Ab B 88, 6 7 iy 1
T 2 RN %5 B8 114 [] B 3 < 17 2848 0 ol P A, I
IR TR AR

1 SOy
L1 A5 TR

AA800 B JHe — 1 s 4 s WSO A H 3
VI —{RAL, AS800 #Y [ Bk Af %, 350 FIAR AT,
— AL & A B4, B LAY 1) JE 2 AN SR IE
( 32 PerkinElmer A #])

AAF11/7 B4 (ZE[E Carbolite A &) ) , THE
PRASTTHAE 5 LB, YR RE AT 5 2R DU SR AR I

AT E T RSO AL A TAE SRR 1,
AP TR LA 2,

# 1 AT AR

Table 1 Working parameters of the GFAAS instrument
TAEZH BE SR TAESE BE AR
Wk 234.9 nm PERERAR 20 pl
PesE JENE 0.7 nm EABUAER AR 1 pl
ST R 30 mA R/ 8 1 2
ik W THT AR T3 [ 3s
HEIER SRV E RKRIE

2 S IHR R

Table 2 Temperature raising procedure of graphite furnace

S L THEmE AR AR R
(C) (s) (s) (mL/min)
Fh1 110 5 30 250
T 2 130 5 35 250
R4 1100 5 20 250
e 2300 0 5 0
THER 2500 1 5 250

1.2 brdEPIR . bifiss i A3 200

PRI 3 [ IR A s M ) o o i O BT
(B, BRI 9 ) e A 0 0 A 1 490 G : SARMIS 4 o 7
EHA4 1 pe/s,95% B XMEELE 3.9 ~4.5
ne/g; SARMIO, BbRfE(E 4 2. 8 pe/g,95% EAFIX
[FEETE 2.3 ~3. 1 pg/g; SARM20, BebrfEfE ol 2. 5
ne/g,95% EAE X [AEEFE 2.1 ~3.0 pg/g.

BUARHE A A VU - 1000 me/ L bR HE A A5 15 T
(3R 10% BIBEER ) , B SN BRI i r 0 B9 B
WF7E B Be i

BbR E FR 50 W T bR MEAE 5 R B 0
1.00.2.00.4.00.5.00.6.00.8.00 pg/L 51 &

BN, A Tk 2% WS TR o

TSR e SR R « i

TSR B A BREE R IR D W & 8k SR
TR RS T A R < 434l

ST K IR B Tk
1.3 SEuspuk
1.3.1 MR

HERRFRIGZ GB 474—2008  HEAE 1) il £ 7 1)
Hl A2 TR 0.5 g(HERE 0.1 mg) F
TR S5 85 K LA B S s iR, 29 2 h ()
FH2 500°C, 7 M B T KB 2 JohkoR .

1.3.2 IR %

W IRFE AR5 B 22 R UG & IR s b, A
KRR, A 5 mL g2 .5 mL S5 15 mL 2058
iz, BT E R i E E m AR A, NI
ERHR . WA, N5 mL SRR (15 mL B FK, TE
FL AR A T i R 20 miin, {0 28 58 40
fife o TBUT W3 K S8 s W 4 4% £ 31 250 mL ¥4
B, UK s BE S -5 # 51) 250 mL 3k
A B EER, HKREREEZE,

1.3.3 A8 p R FIOEE R e

FE T 7 1 T ARAES AR 254 T HIAEAR e 4%
T 5 B VA T P e, A SRR B T R P PR
IMASEAAR BT, 2 1) S 22 R0 T AL I o

2 HERY51HE
2.1 BEFRIRPER ALl 5 0k HE

S F AT AL RN TC AL PR B A3 2 B AN Y L )
RAEY . BRI R TR BT A R
SRS AR BE K P 32 5 e 25 P A4 Rk o A
SR b g% SR LB Y I K B D g U7 (GB/T
16658—2007) , R HZz 18 ik . Zeidialss: , To A AR
TE 400°C T A%e 16 h A KAk 58 4, 2% 1 3 A6 ] Fisf
%, F 500°C .600°C F1 815°C IR LT, £ FH 2 4
IRFRAERE i SARMI8 F1 SARM20 #4175, 500°C
ZARET P TR R, 29 2 h Bf[a] N T3] 500°C, 7F
IR BE T K958 2 ook ; 600°C il 815°C Z5F I, 4%
HR IS T3 500°C )5, AR SEAE 2 1 h I a] py 73]
600°C 5%, 815°C. , FEAH Wi FE T 1A 2 Toheh .

H 20 AT < SR T2 12 T IR VA BR e IR AR I A
fh L 7E 500°C .600°C F1 815°C T, 8% 1 I 5 45 5 TG 3.
F2E 5 M (E A bR HERE il 45 78 B AN o BE S 1]
ZW,BOTR TR LR . i GB/T 16658—2007 44
B IRACIERE S ()30 B AR 47— B, AL 30 e B IR AL IR
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Ji 4 500C
2.2 BERFERVHAE Y R I RIA LS

VERRRR R MO BR IR AR R A R A A 1o ) 3 14k
W5 FLAEAS IR BE T s iR . 2 2 B e
WERE T (SARMIS F1 SARM20) , £/ BE 5 76 S 5] iR
SRR BRBE AR 2 AFATHE I 45 SR O M
SEIGEE R R DR R FNBR R R A LT, IR A0 4y
VU, FEAAR TP, Fm MEAE ot I 5 3 A A1 5 1717 LA
TSR A A B, WA B, SR MU o, Tl 0, R UL
PERERERR A oL o

T R A B 55 AT LAAE Ay — i B A itk 741, AN [ v
3 R R P I T S A o 0 48 SR —E
R SRR EAN , FF AN R R B T R i U TR
B3R RIS RIgor e . d55% 58 :0.4% i
FRA 0T W, BAE R 3 R e I T ik
10% , L E 15 KB 50% ;1. 2% Rl R I
o PR TICE 3 R B DN e (R 0 8%, TCE 15 K
JEHEIE 10% 2. 0% i FR A Vs W, e i 15
RIGHIIEETIC 2 5. HIL, AR SCRERE 2. 0% 11
FRAE AR R A, BVHE B A S VR Y 250 mL 754
B S mL i8R .
2.3 JEURSGHFI LR
2.3.1  R[RIFEEAAR B i BOCR

FH GFAAS 3550 BT AN [R] 35 5 Hh 0 B, D0 7 235 SR
515, B AN I R L A7 T R 1 TP RP B A4k
PEFIBERE RS, 40, 25 [ EPA HE#2 LIALER - i
PRk J ARG R 5 T K T DURY RE 1 1
WCHE ISR FHBR ] A GFAAS 30 52 B 4 A5 iy
I 5 T AR LURR O R I 30 0 s R
B R ARG LIRS - BRI kN
SR AR BICHE 59 00 5 PR T 5 Wk e LA A
FEPRBCHE, 2 R B TS T - (2

43 BRIREABGE R B ROSOR

Table 3 The sensitizing effects of matrix modifier

- PR -5 - BRAL) RARA -8 ALk -5 - i
B2 (H,L) 5 Be’ " JE AL A4, FIIE AHZE HL GFAAS
0 5 K T A B

MM IR 2%, FEAR T PR, 7E 1 5 RS
B0 v, R T L 1) T B T P AR A R B
HEhZE, XIOESE K GFAAS 40T v (i 3 14
e 43 R TR A FLA TR B M AR, S
22 S B 5 7 v A TS R EAT T 0. A
Z % T HEAR SO TR — A B feft R A 2
Fhor ATy R E ARG TR R | R R R TR
BROBEIR A Rk VA IR R S I A R 3t 7 Ak
A, #5370 b s 2% i OO0 bR HEAE i (SARMI8
F1 SARM20) 0l 7 A HERECR , 25 R L3k 3.

HY % 3 1T s AN T S A st ) A 0 {1 A S O
I AR G 7R I 52 B0 i P e o PR LA
FRER R ERES AF IR B i I (B ZEARHERE S 45 2 (EL 1Y
AN B Z Y (EAS R B R IR S 7E 48 o R AR
{14 TR B 5 S IRSCAR K, 38t B 1 AN TR 5 118 1A 06 5
RIR R 1Y T SR S AR K, 3% P BB 55 405 Bk g [W] ol
4w nE A Y A R A T T A TR
N (ARG, 5 5 W R 5 o A TR J 7 5 TR i
AN R B LT A 6 A R ] PR,
T PR A Ay R A Bl 711
2.3.2  fiEERWRIMA G KM ARSI AR 1L

XA PR B AR A ) ) A A 7 2% i, e
FRUERE T SARMI8 SARM20 il 52 , #ERE 20 pL, &
FEA IS ERHRI A , F550 B A 10 mg/mL fiEEREE 1|
2.3 WL SEA T, D0 45 S S 7 < AN T 1 g iz A
WA Ry A A , 5 SR WSO, TN (R S O 0 5 I AR PR
G IR REE, T/ I 1.2.3 pl SR )5,
BRI 5 45 SR B R AR HE(E AN A Y Bl 2 P, IR IR
FEH IS, EFEIMA 10 mg/mL ASEREE 1 WL BT,

SARM 18 SARM 20
FL AR WO W RO
B e (ne/e)  BARMEE (peg/e) BEEME (ne/g)  BEFRUEME (ne/s)
et ) 0.1963 2.76 4.1(3.9~4.5) 0.1796 1.65 2.5(2.1~3.0)
il % 0.2057 4.11 4.1(3.9~4.5) 0.2012 2.47 2.5(2.1~3.0)
filsagE 0.3182 3.92 4.1(3.9 ~4.5) 0.2534 2.25 2.5(2.1~3.0)
filiass 0.3445 3.91 4.1(3.9~4.5) 0.2861 2.28 2.5(2.1~3.0)
WA 4% 0.3010 3.71 4.1(3.9 ~4.5) 0.2377 2.00 2.5(2.1~3.0)
e 0.3171 3.85 4.1(3.9 ~4.5) 0.2435 2.08 2.5(2.1~3.0)
TR 45 0.3312 4.01 4.1(3.9 ~4.5) 0.2792 2.30 2.5(2.1~3.0)
AR 0.3061 3.77 4.1(3.9~4.5) 0.2428 2.01 2.5(2.1~3.0)
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2.4 L IHRRY

A B THEAR P 0 TR IR R e
TR BRI S A5 R A ER T . 2R 4 pe/L Y
PRAETE W, BEAE B 20 wL, JiLA 10 mg/mL fif§ 2 il
1 wWLHEA T 8RR OO AR TR A0 7 A T 45 R it
B ZR0 , B BE4> 110°C 130°C W4, BEAR 4
PR B VA TR T8, KA TR BE 0 D 7 10 IR BE 2% ik
IZE R A1,

HIE 1 AT LAE A 10 mg/mL fi5FRHE 1 pL
S, BE IR AT R D P T B A T o W Y B 8 i 4
Ko ZRKAGIREAE 1100 ~ 1200°C B, IOG K HLit
THE , T 1200°C W% B 46 8 1 i 11k
£ 2300 ~2500°C B I B R Ho s FRoE . iR
VELJEL D, AR A T BE S B 1100°C , J5 T 14 B 16 4%
2300°C . FHAHIREE AHER AR  SUALES H5 ER Ry Ak e
HEFIS, AL 7E 600 ~ 1600°C Z (1], J7 71k &
£ 2400 ~2650°C Z [u] . 5 ZAH Lb, FIGS R B Sk 1A
WCHEF , BN A el it 0 A AR TR 2 5 T 300°C,
T A T BE A 100 ~ 350°C , i iR i i 3] HE 32 15
JRAGTRE | SUREX AR AR LB i WL A, 36 3
THPRIELR T, (K A S48 A ar i B
2.5 AL EMN TP RRIALE

FERE VA TR P B A TR R T R A, iR
B R Al Ca Fe Mg 5550 R AN R ITR,
HEH Al Fe Ca Mg K ,Na,Ti,P ,Mn.Ba,V Cu,Cr,
Pb Mo Ni La 3£ 17 Fp A7 50 R % 5 60 g0 I e T
oo Uh4 ne/L PHRUER IR SR, /3 BN TR
A TCER IR A YT T S H bR 5, 4 F 3k
FETCEIMA R S BRAE S T BB & I fok i, =
1 Al Ca 3 60000 pg/L,Fe 4 50000 pg/L;Mg K.
Na Ti 2y 5000 pg/L; HARHA 500 peg/Lo 5E £ R &

() KAk it 2%

Pl 1 ARAEih e 55 1Tl £

Fig.1 Ashing curve and atomization curve

7~ :Al Ca Mg Na.Ti Ba,Cu,Cr.Pb Mo K% ILEIR
BEYRETI. SLHMSMA Al Ca K& TTRIRAY)
B, B 1 000 2 3 AR A SEBREL A 16. 2,11, 8.16. 3
o BT IR A T RIR G 0 TR LT
— 80, X ATRESE R A S U R A —R IE T
T PEAH EHEN A AR S5 R, LA 1F
A Ja it — A5 ; K X 2 o5 ; Fe (P Mn |V Ni
TCE XA IR R, 3T BB B 5 X S T R A
T P Pk aE A AR T MR AL B, 1
BT

MEFERR 20 wL, A 10 mg/mL R4 1 pL
Jei o 0 5 R A M VAR IV W 3 — 380, IR B I A
FRB JE MR T R pr G AT R T, HAEH
PLHEUEHE 5 T P00 R 2454 A4 il T I8 XS X
KR MR B A Y K BRI Ok, R B RO
FRE P, ol 00 2 45 SR A L T 5E
2.6 AR
2.6.1  JyA RS Lk

JH 2. 0% G R K 1000 me/ L PR HE G #5175 BZ
PR BCH 10 pg/ L BobrEs i, # A B 3
T BRI EE L ) B 0.1. 00.2. 00 4. 00.5. 00 6. 00 .
8.00 we/L ZRUIFRMEB AW, 76 BT 6 A% TAE 4%
PERNME R . A OGRE (y) AL AR, i
W (x) g Ae b 4SS B Bh 4l bRl £, 10
FER y =0.07943x , ZEPEAHIC R K 0. 9998

821 ASFATAS I RE i, DU 5 i, SRAS bR
f 22 (SD) &y 0. 0004 wg/L, #% it 55 2 X
LOD =3 s SD/KH )y K HBR A 0. 008 pe/g. Fi
A LOQ =10 = SD/K 13 B K 0. 025 ng/g
(K Ryl 7 # AL, DURURE i 0. 5g, & 25 IR
250 mL ) .

0.12

010 OETHeii

0.08

JeE
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2.6.2  J5 A UE RO L

RSN ITIEIRE 3 ARERE AL, 250 11
AT S RO, L3 40 Bt i i
SE fEL 349 75 A (B A 1% 22 38 [ 9, A0 G A E I 22
(RSD) 7 1. 8% ~2.8% 2 [a] , LW J7 ik v 4 J3E 1A
B R P

%4 DR R

Table 4  Accuracy and precision tests of the method

pppen,  POWEL bR MGt RSD

7N

" (ue) (ne/s) (%) (%)
SARM18 4.08 4.1(3.9~4.5) -0.49 1.8
SARM19 2.85 2.8(2.3~3.1) +1.79 2.6
SARM20 2.47 2.5(2.1~3.0) -1.20 2.8

o
3 énlg‘

ARTCR G TR MR BE A BE DAL i, FH A
PR — e AR — SRR A 70 , LR TR B g i 1A 4
HEF), GFAAS 35N E o 11 5 AR &5 2 i i b i, HoAy
A FRAER I YU BT 5 A % 138 0 2 e P
B TR S R A T AR E ROMERE MEZE A
fF S IL G, R BRI K, S 2 1 BESR K AL
T, SURDXO AR B At BE i XUE AR L S8 4 T A
S IR Ao DT IR, O X S
A B, BAT ARS8 AR E PEANTE W, A GE F T
BRI , AT O 1 A 5 o R A

TESR VIR R ILAF IO R B T R A B - AL
Ca,Mg,Na Ti Ba ,Cu ,Cr.,Pb Mo K#&ITTRMIREG
IETHE, Fe P Mn \V Ni g 60 T4, T 36470 R
REEREYS AL IE TIBCRILF—8 XA
] RERZ A O A IE PR A B AR A
VERTRES IR, oA n] BEAH T 22 18] A B0 17 R AR X A7 25
AW, HAE FIPLEA fi 4 5 i — 2B 5T
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Beryllium-Determining in Coal by Graphite Furnace Atomic Absorption
Spectrometry with Lanthanum Nitrate as Matrix Modifier

ZHAO Xiu-hong, WANG Xin-yan, GUO Pei, LIU Yan-chun, JIANG Yu-shan
(Qinhuangdao Entry-Exit Inspection and Quarantine Bureau, Qinhuangdao 066000, China)

Abstract: The key to beryllium-determining in coal, geochemical samples, soil, air and other different substrates
by Graphite Furnace Atomic Absorption Spectrometry ( GFAAS) is to choose a proper matrix modifier. The coal
sample is slow burning ashed and then determined by integration platform graphite tube. In this paper, the
sensitization effect of seven kinds of matrix modifier ( lanthanum nitrate, magnesium nitrate, aluminum nitrate,
diammonium phosphate, palladium chloride, calcium carbonate, tartaric acid) to beryllium in nitric acid solution is
contrasted, and the elimination of matrix interference is discussed. The experimental results show that the
interference of coexisting elements, such as aluminum, iron, calcium, magnesium and phosphorus, are eliminated
under the condition of 2% nitric acid medium, lanthanum nitrate as matrix modifier, 1100°C of ashing temperature
and 2300°C of atomization temperature. The limit of detection is 0. 008 wg/L, the limit of quantification is 0. 025
pg/L and the linear measurement is 0 =8 pg/L. The RSD (n =11) of standard determination is 1.8% -2.8%
the measured values of standards are within the given range. The mechanism is lanthanum and interference
elements combined to generate the thermal stability of refractory are indissoluble and difficult to evaporate to release
beryllium. Lanthanum can not only improve the ashing temperature, but can also lower the atomization temperature
to eliminate the matrix interference and prolong the service life of the graphite tube. This method is simple and less
expensive than traditional methods, with strong stability and adaptability, and without pretreatment of graphite
tubes. It is suitable for the determination of beryllium in coal.

Key words: coal; beryllium; lanthanum nitrate; matrix modifier; Graphite Furnace Atomic Absorption

Spectrometry ; ashing temperature ; atomization temperature
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