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E TR H R ICP-OES/ICP-MS iEMEB RN & H 24 MTE
kg ERE N ETE L TET

(1 HAARTTE A 25 ARSI BT REAR 541012 2. v [ A BRI A5 181 BRBE 25571}, Habk 541002 )

HWE HMN: 23988055 FHRLSHE(ICP-0ES ) - & BA85-5 & FH ik (ICP-MS ) M 2 2 i 4
W24 FA K T k. Tk BAE S A KR 8 mLAe 30% i BAL A 2 mL, ZFH #E, E RO AP 25
WK R AR AR 2 RAAF AL 1 mL, FR AR R A E 50 mL BAEMP, ARSEEER R, kFLE
8 i & AL 7 X, , v ICP-OES ( £HR 2 % 1.15 kW, B A A% 12 L min', £ EJE A 0.23 MPa, 7%
Fi2 50 romin, ST RIE 50 remin ' AR 20k K 15 s, Kk K 5 s; ARl et 30 ) A E T A
2P Na( 48 ) Mg (4 ). P(#%) S ). K(47 ) Fe Ca( 45 );iliid it 543 69 42 &, VA Sc (4L ). Ge (45 ). In
(48 ). Bi( 4k ) A RARE RN R AARTF I, ICP-MS A KED A X, ( #:3& 55 a3k A ) M2 T Li(42 ) AL( 48 ).
V(A). Cr( %) Mn(, %) . Fe(4k ). Co( 45 ) Ni(4%).Cu(4R).Zn( 4% ). As( A ). Rb( 4w ).Sr( 48 ). Mo
(48).Cd(43).Ba( 4 ) Hg( &) A= Pb(45 ). ER: &L o)L MW RIF, 48K & H R>0.999, ICP-OES #e
ICP-MS # & FE 2 31 £ 0.74~10.26 pg- L' = 0.002~0.098 pg- L' Z ], 7 %45 % & (RSD ) /£ 1.8%~8.4%
EEA, AAKFENETENEZREDR (GBWI0018 ), M Z A4 5 Fr i A KARS, Hf&m 2 4R &
BT A TR GHTEA Na. Mg, P.S K. Ca, Al,Mn.Fe ,Cuf= Zn ¥, &it: AFEEATH AL
EHmE P T S FGR M,

KRR : A A A OLH R B BARSE B T HRAA L RS E B TR, LE

FESES:RI17 ERFRIRAD: A XERS:0254-1793 (2018 ) 09-1500-07
doi: 10.16155/].0254-1793.2018.09.06

Determination of 24 elements in chicken gizzard membrane by
ICP-OES/ICP-MS based on microwave digestion”

ZHANG Zhi—jun', LEI Chao—hai', LI Pei', JIANG Ping—xiang', DING Xiang®"

( 1. Guilin Institute for Food and Drug Control, Guilin 541012, China; 2. Phamacy Department,
The No.181 Centre Hospital of the People's Liberation Army, Guilin 541002 ; China )

Abstract Objective: To establish a method based on inductively coupled plasma optical emission spectrometry
(ICP-O0ES ) and inductively coupled plasma—mass spectrometry ( ICP-MS ) for determination of 24 elements in
chicken gizzard membrane. Methods: ICP—OES was applied to determine the elements of Na, Mg, P, S, K and Ca

by choosing suitable analytical spectral lines and observation mode, the elements (Li, Al, V, Cr, Mn, Fe, Co, Ni,

PR B BUR R H (R 2 i RHT [ 2015 120 5 )
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Cu, Zn, As, Rb, Sr, Mo, Cd, Ba, Hg and Pb ) were determined by ICP-MS, and the matrix effect and the mass

spectrum interferences were corrected by selecting the appropriate isotopes, using internal standards ( Sc, Ge,

Chin J Pharm Anal 2018,38(9)

In, Bi ) and KED mode ( collision reaction cell technology ). Results: Linear correlation coefficients of these
elements were better than 0.999. The limits of detection of ICP-OES and ICP—MS were in the range of 0.74-
10.26 wg- L™ and 0.002-0.098 pg - L™, respectively. The precision for this method varied from 1.8% to 8.4%.
The established method was applied to determine the certified reference materials of chicken( GBW10018 ),
giving results in consistency with the certified values. The results showed that there were rich Na, Mg, P, S,
K, Ca, Al, Mn, Fe, Cu and Zn in chicken gizzard membrane. Conclusion: The method is suitable for the

determination of multi—elements in traditional Chinese medicine based on animal origin, such as chicken gizzard

membrane.

Keywords: chicken gizzard membrane ; ICP-OES ; ICP-MS; elements

A& R R 2 R T (R AR 2 ) (&)
PRSI R, e AR SR E 25 1) 2015 4F
W % R HE B 3 ¥ K XY Gallus gallus domesticus
Brisson AT M v0 48 N BE, HA B & A 1k
BB E R . EEH TR, Kk V55,
ANLFERR, IR, BN NS EENSA A
LR, (PR B 2 5T £ 0, op 24 P B A HLA 40 B
K ARG 2GR AN O T R R ke E
2P R B 2 1 1 o R R DG B A, i T
A LR S RE i A BN , A A A R R £
HUEGA 5. IS, T IR A TG e J st rh 2y
M E KRG FEERFETRE RN, b2kt
v T 4y A R AR () RO R LT PR e ST
PR R Y 2 M T O 3R M A R O R MRz
Tk TR REA AR ENE L, B
R A AE B TR & SRS A (ICP-0ES 1) F i
JEGHE B 45 B8 TR B RS X (ICP-MS A% ) B AT 43 Hr i
BEP 2 R TE T 2 0 2R R B R BRI A
e, BB iz M 25 R JEHLIC A S M G
) H H R R FH ICP-OES H1 ICP-MS X H1 25 44
G R AT R TR AER Y R 2 b X2k
H 2SI AT M AR IE IE AN 22 0 AR SCLABCD T e Ak
B i, 38 3 PR A A 14 43 B i e AL 7 =X, 15 FH Y
PRk IE RT3 R KED 55X ( fif 48 5 e A )
THIRE 22 7 3 7 B T3 % 0 =X, #ar T 16P-
OES/ICP-MS 2 fii PR 38 73 BT XS N 42 v 24 FPOT R
Tk, RGN S it — A 2 B2 S 5 T K H )
AR

1 UE5KE
| &

XS205DU H, T34 K ( Mettler Toledo 23] ) 5
MARSG6 f 8 7 f# A ( CEM 2> w1 ), e 1 35 n P
Milli-Q # 4 K HL ( Millipore 23 7] ) 5 iCAP™ 7400Duo
HL R B 55 B AR R S (FEBRCAF] ) 5 iCAP
Q HER & 55 2 AR B A (FEBR A ] ),

1.2 k%

A9 1A [ FEARMEY) B [ GBW 10018 ( GSB-9 ), #i Bk
Y B sk 2 AT AT |0 RSN RER T 60 C
5 2 h B PR, 25

filil2 ( Trace Metal Grade, Fisher Chemical 23] );
30% i AL R (g2, B 25 48 Ak 2R A R A
Al ); RS IEW (Li. Co.In. U, Thermo Fisher 2y 7] );
Na . Mg.P.S.K.Ca.Li,Al.V.Cr.Mn.Fe.Co.Ni,
Cu.Zn,As . Rb.,Sr.Mo.Cd.Ba,Hg il Pb ¥.5C & b5
HEFE (12 1000 pg - mL™, FIZK A 648 &b
AR AT I ) 5 Se. Ge  In, Bi NFRE R (340
1000 pg - mL™, B ZA 48 K B 7 ROE 3Bl
s ),

2 AEEER
2.1 AU AR

iCAP 7400Duo FJEHE 5 55 B 11 & 55 Otk AL
ZNCIEALAEAIS TAE SR S 1,15 kW,
AU 12 Lemin™, 5 B Wi 0.5 Lo min™, 55
LA T3 0.23 MPa, Y 50 1+ min™, 43 H1 428
50 remin”'y BUME]: B 15 s, KK 5 5 FEA
PEIRTTE] 30 s 5 FF il YRR 3 WK

AR R

S




| T T

1502 -

——

T/ s

=+

YTEXY

Chin .J Pharm Anal 2018,38(9) ‘ JPA

iCAP Q FL B A 45 B K BT i AU A FH o 3 1A
W WX 1CP-MS A E 17 18 38, DAk A 7% 19 T AE =
B, AL 2% R AU (LiuCo.In U M58 ) A L ¥
(CeO"/Ce" ) AT (¥'Ba"/VBa" ) S PE AT 4L I 45
ik B 5 A, ALES TAE S AT 2 1.55 kW,
KFEWRE 6.5 mm, 45 B TR W& 16.0 L min™,
B MR 1.0 Leomin™, 5/ Hi 1.0 L min™',
He S (KED #E3) 4.0 m L+ min™", #£ 5 42 7 3
2R 1.0 mL - min”", B4 B ] 0.100 s, BE & I A2 YK X
3,
22 WA
221 ARUEVE KNSRI 2% i R S WA
2% % B Na Mg . P.S. K. CabRifEIA K 2 0.0.5.1.0.
2.0.5.0,10.0 pg-mL", # B Li. Al.V.Cr.Mn. Fe,
Co.Ni.Cu.Zn.As .Rb.Sr.Mo.Cd.Ba £l Pb #x i 1%
% 0,.1.0,50,10.0,50.0,100.0,300.0 ng - mL™",
Bt He ARV 2 0.0.2.0.5.1.0,2.0.5.0 ng* mL™,
FiiBé Sc. Ge . In, Bi NARARE 10 ng - mL™,

b 0.5 ¢ TIHMRER, INARSER 8 mL A1 30% i 4
B 2 mL, R A AT TR R, A BRI T A X
o 3 DU BRI AT A IR 130 °C, TR ]
10 min, {05 /6] 5 min; 130 CZ 160 °C, T} i W} [H]
5 min, PR FEFA[E] S ming 160 °C & 190 °C, FF i i [E]
5 min, SEAFAFE] 20 min, AEIEBCH  H IR nHR -
120 CHRR EWAFIARL 1 mL, KRB R R
50 mL SRk, KRR R 2 205 TR AT, RAS . [A)
Pl ik s A
2.3 bRUERRZR B T RR

1E ICP-OES F1 ICP-MS T_4E 4 4+ T W & #% i
TAER W R, 4545 00 = A i th 2 5 8 S el A G
FE FATINE FE A U 20 IR, #2 TUPAC 1Y
D5 AR R BR (38 /b ), 15345 77 0 T K 1946
PR SR 1. 1 /M, FIEMEHEXRRLE,
B PEF O R BN /N T 0.999, ICP-OES #6: T FR7E
0.74~10.26 wg- L™ ZJ[a], ICP-MS A F FRZE 0.002~
0.098 wg L™ ZJd],

222 MBS S0 AR BRSO R S X N 4
F 1 JFLEMEXREKGN TR
Tab.1 Correlation coefficients and detection limits of the elements
% e 2 e Bt R 2 IR
(clement)  ( standard curve equation ) r ( detection 111mlt )/ (element)  (standard curve equation) r ( detection Ijlmn )/

(pg-L) (pg L)

Na Y=1.744 x 10°X+1.717 x 10* 0.999 5 10.26 Co ¥=3.895 x 10°X-4.998 x 10’ 0.999 5 0.002

Mg Y=7.667 x 10'X+7.157 x 10’ 0.999 2 0.74 Ni Y=1.070 x 10°X-1.749 x 10’ 0.999 1 0.024

P Y=161.7X-31.3 0.999 6 742 Cu  Y=3.0573x 10°X+8.481x 10" 0.999 5 0.056

S Y=401.4X-21.5 0.999 9 3.74 Zn ¥=6.394 x 10°X+842.0 0.999 5 0.098

K Y=6.792 x 10°X-9.559 x 10°  0.999 1 2.46 As Y=2.429 x 10°X-352.2 0.999 5 0.029

Ca  Y=1497x 10°X+5.828 x 10°  0.999 7 5.28 Rb  Y=1241x10°X-1.151x10°  0.999 3 0.020

Li Y=2.610 x 10°’X-27.4 0.999 4 0.048 Sr Y=1.759 x 10°X-2.896 x 10’ 0.999 4 0.030

Al Y=2.853 x 10°X+255.1 0.999 3 0.080 Mo  Y=2.108 x 10°X-321.4 0.999 2 0.069

v Y=1.356 x 10'X-1.724 x 10°  0.999 4 0.006 Cd  Y=3.5640 x 10°X-4.709 x 10’ 0.999 4 0.004

Cr Y=2.462 x 10'X-2.127 x 10° 0.999 4 0.012 Ba Y=1.295 x 10°X-1.483 x 10° 0.999 1 0.033

Mn  ¥=1.137 x 10°X-860.3 0.999 6 0.034 Hg  Y=3.131x10"X+445.5 0.999 3 0.033

Fe Y=2.581 x 10'X+8.375 x 10’ 0.999 9 0.093 Ph ¥=3.039 x 10°X+8.250 x 10’ 0.999 4 0.014

2.4  EZEARMEY BRI E
Fi2 2227 TR J7 3k A TR N E S b dEY)
[ GBW 10018 ( GSB-9) |, F-4% “2.1” Wi F Z A 22,

AL i

ME LSRR 20 3 P E AR ER) 2 45 2R 5
WES B A EEAANAT , UL WA J5 Y R AT 2, a3 2 X
N4 ZROCERIE 2K
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Tab.2 Analytical results of standard material
IR PR i JLR B A
(element ) ('standard value ) ( determined value ) (element ) ('standard value ) ( determined value )
Na* 1.44 £ 0.09 1.41 Co (0.010) 0.013
Mg* 1.28 £0.10 1.32 Ni 0.15+0.03 0.14
p* 9.6 +0.8 9.43 Cu 1.46 +0.12 1.43
S* 8.6 0.5 8.67 Zn 26+ 1 25.4
K* 14.6 £0.7 14.51 As 0.109 = 0.013 0.113
Ca* 0.22 £0.02 0.24 Rb 33+2 32.7
Li 0.034 + 0.007 0.041 Sr 0.64 +0.08 0.67
Al 160 + 30 143.1 Mo 0.11£0.01 0.12
v (0.06) 0.08 Cd (0.005) 0.006
Cr 0.59 £0.11 0.68 Ba 1.5+04 1.43
Mn 1.65 +0.07 1.69 Hg 0.0036 + 0.0015 0.006
Fe 31+3 32.2 Pb 0.11 £0.02 0.12

* RN N g kgil (‘unit of content is g kg’] )

2.5 KEE R
2 “2.2.27 WUF Jr o PATALBR 6 135 1A [ S bt
Y5 [ GBW 10018 ( GSB-9) ], 344 “2.1” T R 24
FEL AR LR RSD (n=6 ), &5 R L% 3, h#E
3 A4, & ICZE N RSD 1F 1.8%~8.4% Z|A], A7
DR BE RAT
#*3 BEERBRER(n=6)

Tab.3 Results of test for precision

TR RSD/% TR RSD/%
(element ) (element )

Na 2.9 Co 5.4
Mg 3.6 Ni 5.2
4.7 Cu 6.3
S 43 Zn 32
2.6 As 39
Ca 6.5 Rb 2.5
Li 2.8 Sr 2.7
Al 2.6 Mo 5.7
V 44 Cd 8.4
Cr 3.0 Ba 1.8
Mn 1.2 Hg 8.2
Fe 4.4 Pb 22

2.6 AEAIE FNG R AT

2 “2.2.27 TR J5 i 28 X Y 4 g i s
FFFE “2.17 TR &A% L) ICP-OES I % % 4 4x 7 Na .,
Mg.P.S K Fil Ca; LA ICP-MS illl*E Li. Al,V.Cr, Mn,
Fe.Co.Ni,Cu.Zn,As.Rb,Sr.Mo,Cd.Ba,Hg #l
Ph, 2 455 L3R 4.

A 7 45 S T, W R S TR S A R A
&G, Hoh & 2 A& KK i Na Mg P S K.
Ca.Fe Al Cu Ml Zn, H ' Fe Mg.Zn Mn %5 JC %
R AR N 2 B R AL RS A, IF S 5 A R
APETIRE, XY N 4 R AR ST R AT RE S L
B IH &, WA kst @ kil A DR — i YOG
Bk, 4R T R PR E B AR Co & &

FLACTE R ARG N 4 Z Rl 5 i 25 R AOK
hn Al B S 5T BN 34.10~465.61 mg - kg, Fe B9 7%
HEEY 61.40~479.67 mg - kg™, FIAE 5 FR5k It AR
P EY AR PR A DG, BRI R RS e R R A A
FEiE—2E15% .

AR R

S
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Tab.4 Analytical results of samples chicken gizzard membrane
TG (element ) 1 2 3 4 5 6 7 8 9 10
Na* 0.34 0.12 0.13 0.45 0.12 0.13 0.16 0.12 0.32 0.10
Mg* 0.24 0.13 0.17 0.50 0.19 0.19 0.23 0.10 0.20 0.19
p* 1.50 247 2.54 2.70 3.72 2.74 3.17 2.81 3.73 4.05
S 11.47 11.09 11.44 16.62 11.40 11.89 12.91 12.22 17.76 11.96
K* 0.23 0.14 0.19 0.37 0.15 0.23 0.28 0.13 0.24 0.17
Ca* 1.12 0.43 0.76 2.05 1.47 1.58 1.96 1.36 1.49 1.27
Li 0.19 0.19 0.24 0.44 0.31 0.31 0.35 0.24 0.47 0.23
Al 130.72 34.10 69.34 465.61 156.92 152.13 160.39 64.09 324.57 87.29
v 0.52 0.38 0.57 1.39 0.67 0.59 0.63 0.52 0.92 0.48
Cr 0.84 0.51 0.67 4.40 1.06 1.00 1.34 0.60 1.74 1.02
Mn 7.20 3.10 8.45 18.34 18.83 14.28 15.44 13.15 15.49 10.16
Fe 147.34 61.40 100.10 479.67 177.31 135.44 145.94 131.58 424.73 112.37
Co 0.19 0.15 0.15 0.44 0.21 0.20 0.20 0.19 0.29 0.16
Ni 0.43 0.33 0.39 2.31 0.64 0.64 0.84 0.44 0.89 0.53
Cu 52.21 29.90 46.51 27.31 54.16 43.63 48.60 39.56 31.21 47.34
Zn 12.62 16.47 15.05 17.15 20.15 23.49 23.47 20.36 14.18 16.95
As 0.37 3.15 0.24 1.07 0.28 0.26 0.30 1.04 0.32 0.28
Rb 0.90 0.33 1.05 1.34 0.87 1.18 1.33 0.61 1.24 0.93
Sr 6.75 0.39 1.70 7.72 5.11 5.00 6.15 3.63 491 4.28
Mo 0.60 0.88 0.73 0.50 0.51 0.36 0.36 0.59 0.82 0.55
Cd 0.34 0.18 0.29 0.22 0.28 0.25 0.26 0.29 0.19 0.23
Ba 1.70 0.55 1.48 5.19 2.83 2.99 2.83 1.47 3.76 1.92
Hg 0.03 0.03 0.04 0.06 0.05 0.03 0.03 0.01 0.02 0.01
Pb 0.60 0.55 0.52 0.98 0.60 0.91 0.92 0.76 0.79 0.60

* SRS g - kg Cunit of content is g kg™)

3 i
3.1 SR AR 2R R

VEREA I8 19 70 B 4 DT sl e e i T3, 2 1CP-
OES fe fill 552 IS BR OGS TP r ik, £E 1CP-
OES 747, 1IN T 28 43 B 26 7 EL AT 3¢ v 1) R AU
It 52 HA SR RO a4 . BOAR S50 o A4 R
MITE B 2~3 5L T , 256 i Hrse i T
P il KA se M, e PR 2 30 | AU = 1 o AT
2, IR B AH I I 5, S5 WL 5, 1E ICP-

AL i

MS H, 8] i 5 7 R T2 R b S 0 T S R
AR B AL T R W R R TR S EE T,
Cr 225 5 T fOV 1 4 BT 4 % F] PCa 1Y
TR A DRI 5 i 1 (R4 2R 2 AR AT HE B 40 BT 45
R, PR TAED — i FEE R TN R
B i A RN SR e R TR 2. BRI A R T &
[G 7 & . "Li ALV ?Cr PMn, PFe . ¥Co . “Ni.,
63Cu\ Gﬁzn\ 75AS\ SSRb R SBSI‘\ 95M0 R IIICd R ISBBa\ 202Hg\
ZOSPbD
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Tab.5 Analytical spectral lines of each element
JLH Gy TR W75 =X
(element )  (analytical speciral line ) /nm ( observation mode )
SURIL
Na 589.592 T E
('vertical observation )
T R
Mg 279.553 = UJ )
( vertical observation )
IKA /. X[‘] :[ll
P 177.495 k¥ JLTUJ )
( horizontal observation )
7 N2 Xr] ?I]I
S 180.731 KL
( horizontal observation )
TR
K 766.490 KA
(‘horizontal observation )
E= UL
Ca 393.366

( vertical observation )

3.2 ICP-MS T4t KA 1

ICP-MS 7l 5 B 25 7= Az FEARRON , 3 55 A
PRI E AT A SO W 1 TR IE 2T 45 5 B4 J 401 AN K 1)
B, X SR B B B AMEVE . bR TT
L AERE S A ARG, FAR B R SR T R B,
ARSI HEFE 10 ng - mL™' Y Sc., Ge ., In. Bi -G bR
W, BB AELIMAGATRAE o

ICP-MS 3 A1 i () o 3 14 3= 2 [m] ot S &
T 2T E AT F
1CP-MS T8 B 1% T4 ) 5 2 [l 40 B AL 00T
VE RSN GT IR R R IE R A sk
TREEE 2, A5 ARG e s T4 . Rlid#E
IO L AR B 5 TR A e ICP-MS 53 -4 1] 5 i) —
AT TGRS S R Rl S AR 1 KED A%
AT BRE T3t KED BEaCHRAE R 5, B 428
FURAT R I B , AN R AR A 8 PR ) —
AP TE R, IR W FH T B 52 = LA
G T,
3.3 g

X5 PN 4 B T 2 TR - o ARk SO T AR )
PLICP-OES il % T H:Hf Na Mg . P, S K Fl Ca, L)
ICP-MS 1) KED #X (i /2 BB AR ) e T Li
Al.V.Cr.Mn,Fe,Co.Ni.Cu.Zn.As.Rb.Sr. Mo,
Cd.Ba.Hg fl Pb, 44 J5 7k H T X A [ G An HE W)
TR e , 25 R SARAEE A AT . g 25 R R W],
AT IR, Ay B R, RO MER R A,

S

I TG N 4 A M2 h 25 vh 2 S0 3R A R
PAx IS

S 30k
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