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% (ICP-AES)#e 4% LA Iz R R T2 B L E A ik AF e B MM TR S FRIZEREN L
BT I A RAIE R F LA H(P<0.05,RSD<1.89%) , 5 . 2012 4 R Rl E 69 % ¥ F 4
Jo T 2 I — K> K>= K> K69 I % (P<0.05,RSD<1.89%) , & 5| A& T ALA= 78 22

KEF: =R K MK ;4 %5 % ICP-AES 47/ th &%

FESES:S 9462 XEAREE:A XEHS:1673—1689(2014)09—0981—06

Determination of Porphyra haitanensis by Microwave Digestion—-ICP-AES

Method and Investigation Their Contaminations

LOU Yongjiang, DING Zhongzhong, ZHAO Yilin, GUO Tingting, LIU Zhi
(School of Marine Science, Ningbo University , Ningbo 315211, China)

Abstract: A microwave digestion coupled plasma atomic emission spectroscopy (ICP—AES) method
was presented for the determinations of Al,Zn,Cu,Cd,As,Cr and Pb in Porphyra haitanensis ,and
the samples were collected from a from in east china sea. The recovery rates of metals were between
97.8% and 104.9% ,and actual applications demonstrate that this method is sensitive to achieve the
determinations of metal content in Porphyra haitanensis. The results showed that an significant
increasing trends were found in the metal contamination of Porphyra haitanensis during the past five
years (P<0.05,RSD<1.89% ) ,and different tenderness of the Porphyra haitanensis collected in 2012
showed an increasing contaiminations in the first >the second >the third >the fourth cultivation
duration.

Keywords: Porphyra haitanensis ,microwave digestion,metallic pollution,ICP—AES
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Y5 4832 (Porphyra haitanensis ) J& T 2L 328, i ™
TR, Bz o A T AR A WL VLR A
H I T L DX Y SRR R T i 2 U IR g
K HAR R EFROE, & s E e B AR
o 2T B KR AT AR R R
B4, BOR B2 B R K 5= HIR R B AT
—E M OR Dy BE , AR R 2R 5 SR W, LA I
JIE (B35 163 08 M P O & K PR R B e R g Sy ke, fHL ey
T AT SR Tl 75 7K A5 Y HETC AT T 9 S T R B T
YurtE IR S SR TP R A B BN R 5 SR
7 BT R A AR X N IR
] AR S 1 S

VTR, R T A AN R R R R A
SR xR v A% L PR A A v Ok B A2 B i
e 20 it 80 AEAUL Rk IR (2T R
o3 A I SE B LR S SF B T s R R (ICP-
AES) , N HARAL H BR | R e A P T
PSR (22 T0 3R o3 A I s RN 9 Bl 5 25 0 Sl
T2 g 0 A 2 SR T AR T ik Ak RS B8 SR il HY
SR 45 B T R OIS % (ICP-AES) Il %E 2008 4F
H] 2012 43X 5 4 B AR Y Sk KI5 53 B 2012 4R A
[ B Sn e S b i B 4 R 3 i, LABI O IR 58S i
4 08 15 Y R A I 5 2 A BRAR R .

1w

1.1 U5

TRFLIr B 65% T R (PR G4l ) 4k R & br
TEVE W, e T Ok R ML, 25 [E] SPEX A | 7™ i ; B8
IR TG E AU Al K B, 1 0 EE Rl 22 A3 A R ] il
it ; CEM MARS5 % P 200 18 i A, B E IR A

i3
1.2 HmpIRE
IRESERE R YR AR MBI IR 50 R B s

121 #A7 % BIZERMER TS 2 TTIR Y, K
T (K5 i B AR It 40% ) J5 359 0 0ok &
i SRS IR JF BT -20 CUKAR

122 RE A EBA S AIECE 2008—2012 4%
FHH YRR IR 55

123 FREMERA IR Ml Lo 4 kil
H B — IR A Sk oK R 58 3R DR BORE AN T 43 R
DSy S N N 111 N 111 D B NS R 7 N S
A S B0 BUR H 2012 45 1% 37 5 5 AS R R Y 3

124 BHF X KIZFMEGH 6 B, Bk
B RS ARG 51 IR A
1.3 XWHE
131 #&ara® KRERFWHHENS N
GB5009.3-2010 J5 & AT THRALFE 8 J5 A o
25 e SR BE AL A 40 H 3 0 5 CE T T R L
#=H
1.3.2  H i ERFREL 0.2000 g B 15528 H
it 28 e R ARG AR 34K 65% 12 6 mL,
i 1~2 h S5 i Fik TS\ AR T A A 2R A 30 fi
L 3 W AN RIS N 5 ) R =B I = S T R 2R
ff 5 Y2 15 min & 40 CCLAF  HUH W AR EE . K
fitt i 554 2 25 mL AT, A 4K E R T
A HE R, BRI R RN, AR IE 3K,

DURR 4liK Sy 23 sl o BRSC . LR 1,

£1 BENBUIEEERSHY

Table 1 Work program and parameters of microwave
digestion
IR | e RIZE/W s | PRREAS [B] /min
1 800 5 120 3
2 800 6 164 15

1.3.3 A anagml e F g wir Ak 3G R AR & A
25 [N R R T F SR 5 A B AR R SO S
2 (ICP-AES) , 7E 3 2 1) TAE & F il fT = &8 %
RO E % FH B ICP-AES TAESBUA L3 29,
%2 ICP-AES U ET1E5#
Table 2 Working parameters of ICP-AES
TAESH

TAEZH

LIRS 1.3 kW IXEFER ] 30 min
AR R 15.0 L/min HERE T I 15 5
i B R i 1.0 L/min T 1 B[] 10 s
WA 15.0 L/min A ] 5s
B 15.0 r/min EEET DI ke

HERE B 1.0 mL KRR s

14 #HELE

FIF A BUiE A Microsoft Excel #4748 i1 4k 31 |
JH SAS 9.2 #4T ANOVA 434, N [A]F- Y {8 Z 18] F]
HLSD v5 47 2 5 B E TR 50

| 9 x5ttt

21 ERERSTTEHLEREHREE
T 3 B0 20 B 2R KR T AR 2 LR R R ) A
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R IEX .

KA F . K -ICP-AES M Rl ¥ X P EL B AL F I, R KT EAE

R MR ME L SO2 T RS EE . JTTER T Ry i
PR ZIT R BB LRRE 4D IT R [T
O, L R A RS X i A oC 2R B I R U R R
KPR E R AR MR SRR AT R T
/b 5 JEE DT TC B % 2k O T T 3R 1Y 23 B i kU 1
Nk 2 s,

KAl b B i S B F 0, 05, 1.0, 4.9,
9.9 mg/kg MR A PRIESEATIN A | 226l 4> J0 R b
e 2,k e [l 77 R A TR B OC R B R
B, TEFFERSEE AT, BEEME 20 2 H A
at, TP B RS e 22, SR 05 LA 3 A i 25
R THE D 22 5 L AR DATT T 5545 2 44> 0 R AR
HBR, PRI 3,

% 3 ICP-AES JE K< . @FF5 T2 R F0id iR
Table 3 Analytical wavelengths, Working curves.R and

detection limits of the ICP-AES method

Kt BR/
2R o] U5 7 (mg/kg,

n=20)

S U

£ /nm

#i(Pb) 220.353 y=2 968x-202.7 0.999 88  0.039
B (Cr) 267.716  y=27 740x-541.3 0.999 99  0.036
BE(Cd) 228.802  y=59 350x+1 244.1  0.999 98  0.003
fifl (As)  193.696 y=616.4x-8.1 0.999 99  0.028
BE(Zn)  206.200 y=4 687x-73.8 0.999 98  0.004
il (Cu) 327395 ¥=233 600x—11 595.3 0.999 89  0.007

R (Al 396.153 y=198 100x+2 767.3  0.999 96  0.025

2.2 SGBYERE Y L6

Shy 5 T 2 5 RS 2 D B 2012 4R Sk Kz
SEORAE SR IbR LIS S 3 4 AR SRR h
24 B bR D SE g 25 R . #2 BR GB/T27404-2008
O [ RSB R R, ARSI IR E T =K S
By, 43 50 B S JEE B OMRL (B 7 5% 8 PR &) Al i
EMHE R Al s (R 4 TRl A B FIC RoR) 7]
DL, 4% 48 o0 2 09 dr S ¥ e 5 6 T
95.63%~105.3% 2 8], it 3% J7 v e 32w BT 4
e T (0 s e | v A A ROHS 8 R s R A, O L
R 2o R R i, OB TS Y, N i O Tk R
N F b2 48 50 H 4 JE o0 R A0 PR ARG AR B R
T .

R4 2012 FLKIFEFPEFEEMARE Y0 E LR
Table 4 Results of recovery test of the first samples in
2012 (mg/kg,n=3)
ik | itk | 4 |5 | CLpasick
JFREEM 1152 1152 1152
s ik 1.000  0.036 0.500

§ 95.63%
W {5 2178  1.120 1.629
[ i 102.6  88.89% 95.40%
JEAEINEME 23258  23.258  23.258
i i 25.000 0.007  50.00-
Cu - 95.64%
W72 {8 48525 23264  73.301
[R g 2% 101.1  85.71% 100.1%
JRREIEME 45375 45375 45375
ik i 40.000  0.004  50.000
Zn - 99.92%
W72 1 85.285 45379  95.357
[m] Wi =R 99.8 100%  99.96%

FREMEM 2735 2735 2735
Az i 2.000  0.003  0.100
cd - 98.90%
) 5E 14 4728 2738  2.832
] g ¢ 99.7 100%  97.00%
FREMIEME 5251 5251 5.251
Az 5000 0028  1.500
As . 98.08%
) 5E {4 10325 5277  6.749
[m] i % 101.5  92.86% 99.87%
BEREMEM 1755 1755 1755

T 2.000 0.039 1.000

Ph - 105.3%
72 {8 3769  1.800  2.753
[ i 100.7  1154% 99.80%
JEREN E M 270.437 270437 270437
T i 250.000  0.025  100.000

; 98.62%
W72 1B 521429 270461 369.894
[ i 1004  96.00% 99.46%

YE A B R C 4y AR F 0 5E I PR  MRL (7 7% 7% B2 B4 ) 0
S (BT 1) 45365 1
23 IREERAEMNELESENTMN

25 X 2012 45 G 1L 355 T 5% B 09 AN [R) g
() 32 28 32 R R 43 4 8 & B s AT A5 R (RSD<
1.89%) ., FILLE 45 4@ 70 R 1IN it bl 3 4 5%
{18 B ARG 5t 0 3 10 B AP 3 (P<0.05) , Dt I 3 58
SEXT 43 JE8 TTER W B RE O 5 IRORE AR TEAR DG . AR
A 4o Ja A N S R T IR 2 T R R e (H R I
KEFPARNYEEITE, BRER Zn Ca b,
HAR TR AR FH W EZ AR, Bk, uii
2012 AFiZ b X IR 502 B T E N IR TS L,

L5 d A A S 2014 4R 33 &5 98] 983



LOU Yongjiang,et al: Determination of Porphyra haitanensis by Microwave Digestion—
ICP-AES Method and Investigation Their Contaminations

Research Article

x5 TAMEMNEFXFESELIER RSDE

Table 5 Contents of contaminated metals and RSD of different tenderness samples

mg/kg

I S o

i aki

0.5 1.152¢ 0.93 0.982"
Cu 50 23.258¢ 1.17 22.875
Zn 50 45.375* 1.06 36.437"
Cd 0.1 2.735* 0.69 2.265
As 1.5 5.251° 1.52 4.937*
Pb 1 1.755* 0.87 1.128"
Al 100 270.437* 1.85 208.812¢

24 IR LEBEMFEENLKIZLEXEDESE
SERTEDR

6 ML 5 AF G LN T IR A A Sk K ds R 3R
R oA A R R A BT 4 R (RSD<1.89% ) . I
DL T 5 AR 21 WA IE S50 1 52 B OK [A) 72 B Y
15 Y AT R A R BV VA B K Y TS Y R B
SRE L m AR EE, SN2 E IR I E
e BR 4R T E AL AL AP AE 45 4R JT A
BUNTEZARERE  H T&&BTRES Frh
WEN ETHEHE (P<0.05), 12009 Fi5, B4R

—K
RSD/% RSD/%

5830 I

=K

/ 7J(
RSD/% W RSD/%

I 5E B
1.46 0.896' 1.21 0.827° 1.32
1.24 22.125% 0.99 19.292° 1.12
0.97 31.215° 1.18 28.795¢ 1.42
1.73 1.763¢ 0.73 1.625° 0.87
0.89 4.521° 1.32 3.975¢ 1.04
1.09 1.107" 1.37 0.984¢ 1.51
1.54 255.125" 1.71 202.323¢ 1.64

Zn Cu fb, AR ou 2 A8 ) Shn i Bt L P
Wi Z M Al HEER 188.171 mgkg (RSD=
1.82% ),5 4 Ja I F+ | 270.437 mg/kg (RSD =
1.32%) . Al BR R KM HIFIEHE 48  (H2 Al
X AR K ot 2 1 45 3 A AT 200, 2008 AT H s o4
H 88.17% ., YK AL E R £ MR Cd, k1
0.055 mgkg (RSD=1.13% ) 2l F] 2.735 mg/kg
(RSD=0.94%) , #7245 50 £%,2012 44 H [E F p
#E 10.5 %, 7348, Cr As Pb #5319 (P<0.05) 2
R EEE T E SR R

®6 ESFIREXTEERESER RSD E

Table 6 Metal contamination and RSD of the past five years samples

EP i

2008 2009

mg/kg

i

2010 2011 2012

PR
S Wi Wi Wi
Cr 0.5 0.132¢ 0.73 0.185¢ 1.09 0.531¢ 1.11 0.918" 1.38 1.154¢ 0.92
Cu 50 14.259¢ 1.25 19.293" 1.24 20.947% 1.67 21.864% 0.87 23.258* 1.26
Zn 50 31.237¢ 0.81 40.058¢ 0.97 40.275" 1.23 43.591® 1.05 45.375¢ 1.52
Cd 0.1 0.055¢ 1.13 0.093! 1.37 1.157¢ 1.32 2.695" 1.29 2.735° 0.94
As 1.5 1.574¢ 1.02 1.988 1.07 2.629¢ 0.71 4.027" 1.37 5.251* 1.03
Pb 1 0.472¢ 1.45 0.796¢ 1.39 0.927" 1.62 1.042" 1.26 1.756* 1.13
Al 100 188.171¢ 1.82 236.393¢ 1.58 210.145¢ 1.89 258.673" 1.48 270.437¢ 1.32
% iE |11 BRI LR (P0.05, RED<L8%), 7

DA [l g 238 Sk A6 000 485 S | 96 0F 52 56 1k A A
W IR B P S & AR FCE R 95.63% ~
105.3%, Wt B 5 s H A 265 v 1 Tl o5 5 0K ff
AT LA F 5 1 55 50 4 TR o0 28 1 PR A

DI o T L I I REES S S ]

LR AEAS [a) 05 B 58 35 v 46 T 7 e 5 B S kK>
K> =K UK B4 (P<0.05,RSD<1.89% ) .

W R W] 30 58 S50 5 4 Jm @ AR AR 2 )™ 8 B 51
LS Y B OGTE . R UUS PRI f o PR | 2
VR BRI S S B AR I 4
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