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IUERHAERE . EMUMREGTEEEIY. EXRXF, HNFIHOER
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FENENTESRE T USP<233> MTTESIRAE, B
LTS R T4 (than cl & V. Cr #1 As £)
W&, 7 USP<232> FTEXRMITES, BLESHYE
FRHRESABRIAENFLEMRE, LERERERNH
I&t& (PGE), AW EMBKARMBELERFMN
RESILIREN HCl FEMNRE. ATETRRMBSE
(7700 MRRAEIRIERRS) SERTEMIERET CIMWEEFT
., B, EEFRIEFMAN HCI KREEHEHITF ICP-MS
FiERGEFABEREE,

518

EEZH (USP) ALABRIEAFABYHEN (TEH)
ZRMIETSMA L, F@N USP<232> (FRE) #1 <233>
(78) B 2013 £, USP<232> HWBEEE/ MT
M (TZE) £ (As. Cd. Hg. Pb. V. Cr. Ni. Mo.
Mn. Cu. Pt. Pd. Ru. Rh. Os #l Ir) METHHW. &
RE 27 B#EME (PDE) [1]. R 3IAHTHETENT
%% PDE,

USP<233> Hiigt TAITLZEH A : ICP-OES 1 ICP-MS
(2], A, YR, USP<232> H#IER PDE [REWM
AREARRBMGEREHITAE, flm, FHIBMA
KZ5m PDE WREAEAORMEN 92—, MALRS
# (LVP) 54 (EBFIEFT 100 mL) #Y PDE [RENE
AEM PDE REKNBHZ—. USP<232> iEAZ BB
BREAGHTRENRE, EPRigEsAFIZNTIE
F10g/k. RITEHTHEBRPNENKEREUR
7700x ICP-MS KL EEHMIBR, IAELLES .

USP<233> #—FHME TR TAMTER RS HHERY
BT R RIE PR E BT R i% R A A fm il & 5 A A TIE
MAE [2]. XATFE USP<232>/<233> FikHINHT{LEEiH
TRIEE I AR A ER, USP<233> MIE TEWE K
MRAXBRSTERE “HR. A%, BH" NIRRT
iz,

EAWMRD, RIMKE 2011 £ 5 BIEITH USP<232>/
<233> {§F Agilent 7700x ICP-MS £#TRAR R A
THERIEMZSGER RN .

i)

H &

FEARREMHBEEHITRILER. USP<233> f5H
WARKEREER “BER” HE, KB USP<233>, B
EHEZAARRE (REEE) HKHEE.

14 T AR5 A o 2 R A B A et BT PR RO ARLRG T R
Tk,

Agilent ICP-MS R EZKMILT % ICP-MS HRHWHE
Hg #1 PGE £ TE&H, ATREHANRITRRIRERLA
0.5%; MENIFTYHE 0s ExEr, NTHEEREFH
BRE (43%) URAERERKERE. USP<232>/
<233> FEERHIEHLABT HBEERNTETHE, B
ERREREERZABRERFBTIMNEEEX, A
241t FDA FEFFHESW (ICH) Mitit, Bk, (%
B &HRERIYFA 2% HNO, 5 0.5% HCI &,
® Hg #1 PGE MYT2E M.



1. R ER R SRR R

B8
iR
miESRE Milestone Ethos
Sl BEREREM
®FAE 10NN, #20mL #mE
HiE
HREE 02g
HNO, 1mL
HCI 0.25 mL
H,0, 0.5 mL
EBTFK 35mL
WRIrRERRE
HiER (ZR) 15 min
FHEFHR (Z 1200 W, 150 °C) 15 min
R4 (1200 W, 150 °C) 10 min
RE 30 min
RERE
EBFK ZE50mL
BRBEH 250 f&

%28

HAEFA Agilent 7700x ICP-MS 247 7 2011 £ 5 A&
JTHY USP<232> HHIERI 2D 16 TR, MR AERE
m. HBHSNES N ETHE, % USP<233> MIERIRE N
RS, BRN#TTREITNSNRHNNE, <FEe
B (74 ICP-MS HHTEEEY [3] X 7700x REAHE
BFowmERaYHERNERRT 7RIS, EETAR
ARTILE:

7700 2 REBREFESNESFHREE, MM
BERERMZ L, BETHAHEEEBHTE (W05,
. RAARTERTAIM. K. H) ExXEHEE (5
AEERES. E—HHREE)

7700x MR SHHER R MNNERESR. TEHERE
R EHI TN EHERF TN R ERE U
FE (4], SRR EBREERARNRINEE
BHER, TREERE_SHERNME (5], TH
FRATMLTE USP<233> mETER MY

7700x AT ABE B BE T AT 254 dm ) S B PR 2 Y
AR, NRFE, ETURSMSTURBEE
(FSHERIE) KA, ATRiROEEIN

7700x A SHERXEATURTRELEEFES
. AT RAERETRERE, ZRERRXT
EMERERINNER LSRN BEEEH

SHBE
BALE R EREE Micromist SLEMIRAE Agilent
7700x ICP-MS, % 2 i TR T A BARER BAE mATIRIE

.

R 2. Agilent 7700x ICP-MS £ 4254k R RIS 4

B {#
EEFHES Normal, robust
SPBRERE (W) 1550

RERE (mm) 8

HSHE (L/min) 0.95
HRSRE (L/min) 0.15

ENERE (°C)

REGER 1 (V)

HEEEAR (V)

ARR SRR (mL/min)

A ERRIE 7700x ICP-MS J\IRHF R [ %
% (ORS3) MESHIEEX T#HITH4T, EXT 7700x &
BARERAEE, EMRERENSS. RIBUTHE
SWYME—MEZ (FEH) AR REBES. B
tR. TRoEFE. AiEmR (MDL) MR 33EAT PDE #1485
BRE. MDL #ZAMIRAAREEHS 10 KIMBUELERM
3 ERAERETEMS. ARP/LFRETEN MDL £7%
JLT ng/L (ppt) BIKE, BEEETETE (MNE. ) B
9, BABKEKEMEEES TRENZEAKE, BIESX
BTEM MDL ZERB AL ng/mL (ppb), #BHTFEEH
HITE pg/g (ppm) K, {BIAH USP<232> MIEHIFTEA
SRERENEESZ—.

S~ B o0



&R
REEAMEE
WETATIR, USP<232> H#lZER) PDE /K E /XA ICP-0ES

g ICP-MS UE . ICP-MS AIEHMFRFNE IS L MR AT
Bl (7700 #3ix 9 MIER) WTFRELEEAFETREIY
BN, HNFESEREN, AEAMEEUMANG TS
HREGTEH .,

% 3. Agilent 7700x f9REERK, FTENAERINOITERELIE
* MDL 3R IARAR AT RA 30 1TE (n=10 MIMBEITH) .
ERTHIIE—RLCE (NBEER) RENSITHER

1J BHIRET 250 FHR (G045 0.2 g HRHRZE 50 mL)

KRR F 24T USP<232> HMIEMELTHEZHR
ELEAHEE, LHRM. . XMH, B 1HHTX
ETEEISBEATHRAERLK, EHEBEEFRAKMEN
AMETTRAFE, USP<232> MEMRBX LR TRIE
ATZEUFEEFRMANNEEX HETER,

o BIEMIER (MRHEER) REME

& b RRzithiE AtR R EtiE (s) Bt FEmME (ng/day) AHMRE (pg/g) 1J ZER{E (ng/mL)  MDL* (ng/mL)
51 v He Sc 05 250 25 100 0.162
52 Cr He Sc 0.5 250 25 100 0.176
53 Cr He Sc 0.1 250 25 100 0.261
55 Mn He Sc 0.5 2500 250 1000 1.694
60 Ni He Sc 0.5 250 25 100 0.359
62 Ni He Sc 05 250 2 100 0.339
63 Cu He Sc 05 2500 250 1000 1.333
65 Cu He Sc 05 2500 250 1000 1.114
75 As He Sc 1 15 15 6 0.015
95 Mo He Th 0.5 250 25 100 0.180
97 Mo He Tb 05 250 2 100 0.183
101 Ru He Th 0.5 100 10 40 0.063
103 Rh He Th 0.5 100 10 40 0.070
105 Pd He Th 05 100 10 40 0.063
11 cd He Th 0.75 5 0.5 2 0.005
114 cd He Tb 0.75 5 05 2 0.004
188 Os He Bi 05 100 10 40 0.274
189 0s He Bi 0.5 100 10 40 0.270
191 Ir He Bi 05 100 10 40 0.065
193 Ir He Bi 05 100 10 40 0.062
194 Pt He Bi 05 100 10 40 0.064
195 Pt He Bi 0.5 100 10 40 0.066
200 Hg He Bi 2 15 15 6 0.059
201 Hg He Bi 2 15 15 6 0.060
202 Hg He Bi 2 15 15 6 0.061
206 Pb He Bi 05 10 1 4 0.013
207 Pb He Bi 05 10 1 4 0.014
208 Pb He Bi 0.5 10 1 4 0.011



B hEHRAMEZH TRSD, NHEE, NEFRE
FREEEAT (BIMERRIENLFEFAEUERRHMA
B 0.5% HCI) RHEIRERT Hg. Pd 1 Pt AHEKEITERE.

E%E HCI HIBRAT, XENFREMRENTEGES
FAHEER. TT2%H. FERUEREMKEKE,

USP<233> RN AN ASERMRE A ETIE BB
BAGEAL—#, FTEAHGRREIENE 20 ($3i#
SRBMEEMNEHRE 2 6) RENORERR., Z#Z
B EBA BT 20%,

A THIA 7700x ICP-MS FixkIc IR EM, &M 2J 55
R THEROERIE (CCV), &7 /MRAERITFS
PHTERTE 0C BT, X4 HETHRKRERRFTIN
ER. TRTVEREEERIFIRHRFEN. FES
WA RERENTFRET 3%. IAETRNEEER
INF 75%, KEBODINF 2%. XifER 7700x X FHEARR
WEERRRYHERNE NIRRT 145 THRIE.

75 As [He] ISTD :45 Sc [He] 111 Cd [He] ISTD: 159 Th [He]

%101 | y=0.0088" x + 4 26869E-005 *10 3] 5 = SESGEE004 "% + 00000000
1R= 0% R=10330
DL = 000GE46 ppb DL=0Ogeb

BEC - 0004342 peb BEL =Dpph

201 Hg [He] ISTD: EDSB [Hel
x10 2 |y =0.0017 "x +18343E-006
R= Cl9°°°

OL =010008584 pob
BEC = 0001732 pob

Conclppl)

T T T
50 00 150

Cenclpgt)
EDBP‘th JISTD: 2DSE [H 1 105 Pd [He] ISTD: ISSTbIH 1 ‘IBSPIIH IISTD 209 Bi[He]
x0- ttt3 J19E-005 %101 |y =0.0028"x +237556-007 r = 000727 x « 8 35636007
R- R=09%8 = (%
OL= c-cco 395 ppbi DL = 00004333 pobs 'JL OC‘I‘ 3ok

[

BEC = 01001472 peb BEC =BI¥E{S e

Pb

BEC = 0.0007244 ppb

Pd

50 00 500

Conclppk) Conc(pps)

1000 500 1000
Conzppk)

B 1. S5#RT As. Cd. Hg. Pb. Pd 7 Pt BIKEE,

ERTHATREETER HCITREM Hg. Pd 7 Pt BAFRFRET 1 ng/L HIRARER RIFHREEN



T4 NHBIERSE, 2J MR RRKERROREENER

RE nF 2J SIBR{E ;(yﬂ%;')z B %RSD E# (%) MRE
51 Vv 200 202.3 0.6 -0.3 20%
52 Cr 200 202.0 0.6 -05 20%
53 Cr 200 202.9 0.9 -05 20%
55 Mn 2000 2025.8 12 2.6 20%
60 Ni 200 2023 0.7 -0.9 20%
62 Ni 200 201.9 038 15 20%
63 Cu 2000 2105.4 28 7.0 20%
65 Cu 2000 2112.4 3.1 75 20%
75 As 12 12.2 0.8 17 20%
95 Mo 200 202.2 05 -05 20%
97 Mo 200 2022 0.6 -05 20%
101 Ru 80 80.6 0.9 2.1 20%
103 Rh 80 80.3 0.9 2.1 20%
105  Pd 80 80.3 0.8 15 20%
1 cd 4 39 0.8 -0.1 20%
114 Cd 4 40 0.6 0.0 20%
188 Os 80 78.3 13 -2.9 20%
189  Os 80 784 12 -2.6 20%
191 Ir 80 81.6 15 36 20%
193 Ir 80 81.7 14 32 20%
194 Pt 80 82.0 16 37 20%
195 Pt 80 82.1 16 4.0 20%
200 Hg 12 12.2 13 3.1 20%
201 Hg 12 12.2 16 36 20%
202 Hg 12 12.2 15 32 20%
206 Pb 8 8.0 06 0.9 20%
207 P 8 8.0 0.6 11 20%
208 Pb 8 8.0 0.6 12 20%

USP<233> B ERIEEKEUA TR AMERF (BEHN
ICP BFZ—HiiZF) UREREEFERTERER.
RERFOABANSFEHENESN, ERARIER
t, MESEFULERERE. BEE (EREMH
Bitg) S,

MREEFNHERIE

REFRFEKRIER DT ERBEEERNMIRE I E,
FHEBXSREFRE (1J) MrHNiLERSRBRK
& 80% (0.8J) MRKIIE R RHIME &, BEXHZ 10 hidR
MERSE 1) BHNRERRNNEERETIEE, M
AR EER, AR R SR D AR RE
+10% WA, % 0.8J iRMHERIERLRETR 1J
FRRHE.

{E£R 1CP-MS 46 J0 B AR 36 45 i O PR B 72 Fr BEHE 45 R 40
F5HR. RPLHET 6 MJIIRERIMIESHE. 611
IFRRARCRS B . 6 1 0.80 MARBAR BRI F 4
R ZEERWATRASEEBEMERL, #RSHL
XFMFERENRS 1J 5 0.8J MRKEHEIEEK.
B AR R R@IA TER S TIMEREN FH
TEHBERTREINTERNBHNE, WMIEST AR
.

TEEFN AR
TERFVRERASHITEMRREL J E 50% 2
150% (0.5J 2 1.5J) SEEMK 3 MERFHERERINGR
EE (ZERER 70% 1 150% Zi8) . ERKIES,
T LiRRERFAAN 0.8J 1 1J IARsd, RINEER
T 05J 1 15J iitR. H&T 6 DMEME) (SMF) HERFHT
SR FEHITHH.

ERERTET 6 MERIMNHERIEE K FMEREZE T
RHSMERFEEARBITE 20% RSD SRIiERR. A M RETIE
fti, ERRAX. FEANKEFIBERRASWARESEN Y
MiKr, PMBREAET 20% RSD, SREEF—H,
BB EMERTENBERTG (B, EREZEM
EWINER) KRR,



F 5. PIRCRSTE P 10 IFREICR AR, IR 10 IARS 0.8J MIARHIR S (B MEm n=6)

RE TR 1J AR (n=6) 1J #& (n=6)
F{E (ppb) %RSD FH{E (ppb)

51 v 103.0 11 104.9
52 Cr 1025 1.0 104.1
53 Cr 102.8 15 104.4
55 Mn 966.4 0.9 9783
60 Ni 103.1 12 105.1
62 Ni 102.3 1.0 104.8
63 Cu 1090 1.0 1106
65 Cu 1113 0.9 1127
75 As 5.93 16 6.18
95 Mo 1025 1.0 105.2
97 Mo 102.6 11 105.3
101 Ru 4058 37 40.88
103 Rh 40.65 36 40.97
105 Pd 40.23 36 40.66
111 cd 1.98 36 2.00
114 Cd 2.00 39 2.01
188 Os 34.10 0.8 35.24
189 0s 34.16 0.8 36.26
191 Ir 41.91 0.8 41.80
193 Ir 42.02 0.6 41.92
194 Pt 42.50 0.8 4225
195 Pt 4251 0.6 42.23
200 Hg 6.31 0.6 6.27
201 Hg 6.29 0.8 6.27
202 Hg 6.29 08 6.25
206 Pb 4.09 0.8 an
207 Pb 4.09 0.6 4m
208 Pb 4.09 0.9 412

* 6 EWRKE ICP-MS EEANERNELE, Hbs
MR TRRL 6 M FITH. AL HNEREE5HIAE
T USP<233> MMEMAHRIEER . MREKESEE
ZKHRE (70% Z 150%) A, ERHLFRES LK
T, BEHETARET 20% RSD MFTHZZRAE.

Bl (%) 0.8J #& (n=6) BilgEn
%RSD SF{E (ppb) %RSD 0.8J/1J (%)
1.0 102 84.05 1.7 80
1.0 102 83.42 18 80
1.2 102 83.71 15 80
0.8 101 804.4 1.7 82
1.1 102 84.39 1.9 80
1.1 102 83.85 1.8 80
13 102 868.0 1.7 79
1.2 101 909.6 15 81
24 104 498 33 81
1.2 103 84.23 18 80
1.3 103 84.25 18 80
35 101 33.02 19 81
35 101 33.21 2.0 81
3.4 101 32.93 18 81
38 101 1.62 27 81
3.2 100 1.63 22 81
1.1 103 28.02 1.7 80
1.0 103 28.04 1.6 80
12 100 33.15 1.8 79
13 100 33.22 16 79
1.1 99 33.35 2.0 79
1.1 99 33.31 19 79
0.8 99 4.99 15 80
0.9 100 4.97 18 79
0.9 99 497 1.7 80
1.0 100 3.29 14 80
1.0 100 3.30 19 80
0.8 101 3.30 1.8 80

® 1 RIAAXEENTNER, BRZEANLERERNM
10% (/NF7.5% RSD), &7 T8It 20% RSD filt 1%
WREZR, NMERTHEORAYE. & 9 HEERRE
0.5J MFRMAELRZ BT A NS, ERXLHER
RTEREMTKETRALER 2 EGRIFH—M.



* 6. BARCBS AR 0.5 #0 1.50 IR/ ER B RKEREINEEE (5§15 n=6)

RE TE 0.5J #& (n=6) 1.5J #& (n=6)
SEFR{E (ppb) F39{E (ppb) %RSD Gz (%)  SEBR{E (ppb) F5{E (ppb) %RSD B (%)
51 v 50 52.84 16 106 150 1574 16 105
52 Cr 50 52.63 23 105 150 155.9 14 104
53 Cr 50 52.74 22 106 150 1572 16 105
55 Mn 500 524.0 17 105 1500 1696 11 113
60 Ni 50 52.96 19 106 150 155.9 15 104
62 Ni 50 52.72 19 105 150 156.1 15 104
63 Cu 500 523.9 17 105 1500 1733 14 116
65 Cu 500 524.0 1.2 105 1500 1727 14 115
75 As 3 3.21 39 107 9 953 32 106
95 Mo 50 52.61 1.8 105 150 1575 15 105
97 Mo 50 52.65 16 105 150 157.1 14 105
101 Ru 20 20.75 2.0 104 60 62.64 1.2 104
103 Rh 20 20.91 20 105 60 62.57 12 104
105 Pd 20 20.77 22 104 60 62.19 12 104
1 Cd 1 1.03 2.1 103 3 3.04 12 101
114 Cd 1 1.04 25 104 3 3.08 13 103
188 Os 20 17.15 1.8 86 60 52.51 13 88
189 Os 20 17.17 16 86 60 52.63 12 88
191 Ir 20 20.56 1.6 103 60 63.33 12 106
193 Ir 20 20.63 19 103 60 63.42 1.1 106
194 Pt 20 20.63 18 103 60 63.77 12 106
195 Pt 20 20.64 16 103 60 63.87 1.1 107
200 Hg 3 3.09 2.0 103 9 9.51 13 106
201 Hg 3 3.09 23 103 9 9.47 1.0 105
202 Hg 3 3.08 19 103 9 9.47 13 105
206 Pb 2 2.08 19 104 6 6.21 15 104
207 Pb 2 2.08 19 104 6 6.22 14 104
208 Pb 2 2.08 2.1 103 6 6.20 11 103
i

USP<232>/<233> BNERPIZHMEXYHREEN  ZREMERIISIANMERSHE TERE. BEEMME
SR EAAYEREEHEFAENURRETE  BRENFEEKR, RETEHRNR IR
M, UEALHAELEREMR (USP<231>) HEAEN— E%R. WNAERRIET 7700x 4EBi%E USP HiEHENZ
LERYE. AARIER, SEARSMEEBUARRAR YHREXR, AMEEREHIREREREDTIEE.
BIAERRIELES, Agilent 7700x ICP-MS ERMIE B R

HYHERERRTRERSENNETE. S5EXER

FREAMEIRETRRE, ER—E-BHONERES

AT BRI S TS



R1.WAMKESE, EREMAXIET 05) RRRREERRILE (B1MHMR n=6)

RE TE %dJ SEFR{E (ppb) £ :; RELE (ppb), 5 éﬂii’aﬂﬁ (ppb), %ER (F2X/F1X)  FEH{EK %RSD  %RSD (n=12)
n= n=
51 v 50 52.84 50.78 -3.91 28 24
52 Cr 50 52.63 50.23 -4.56 33 29
53 Cr 50 52.74 49.60 -5.96 43 4.1
55 Mn 500 524.0 517.4 -1.25 0.9 14
60 Ni 50 52.96 50.75 -4.16 3.0 26
62 Ni 50 52.72 50.84 -3.56 26 2.8
63 Cu 500 523.9 525.1 0.22 0.2 13
65 Cu 500 524.0 524.1 0.02 0.0 1.0
75 As 3 321 3.04 -5.06 37 5.2
95 Mo 50 52.61 48.88 -7.09 5.2 43
97 Mo 50 52.65 49,54 -5.89 43 42
101 Ru 20 20.75 18.79 -9.44 7.0 5.7
103 Rh 20 20.91 18.99 -9.15 6.8 5.4
105 Pd 20 20.77 19.00 -8.51 6.3 5.1
m cd 1 1.03 0.98 -5.30 338 35
114 cd 1 1.04 0.98 -5.99 44 37
188 Os 20 17.15 18.70 9.01 6.1 7.3
189 Os 20 17.17 18.71 8.95 6.1 7.1
191 Ir 20 20.56 18.86 -8.27 6.1 47
193 Ir 20 20.63 18.91 -8.37 6.2 48
194 Pt 20 20.63 18.82 -8.74 6.5 5.0
195 Pt 20 20.64 18.76 -9.10 6.7 5.2
200 Hg 3 3.09 2.90 -6.41 47 37
201 Hg 3 3.09 2.89 -6.44 47 39
202 Hg 3 3.08 2.89 -6.22 45 37
206 Pb 2 2.08 1.99 -455 33 28
207 Pb 2 2.08 1.99 -453 33 2.8
208 Pb 2 2.08 1.98 -4.55 33 29

& 7700x LRBESENRMT USP<232> RMERFT
B 16 HAoMYKNBERLENTNEE. aKEXTEREKE
SWYFMBRMLENTRETH, NMATIFAE e
MRENZRBAE—RIRRENER. 7700x £EF2
FRigkiEiEsE, MABAEENENRN, TUESRERS
BRAMREBIRABEAIESHERIBSAHT, W
USP<232> HIFTEX,

EHEHEN <232>/<233> HIERS, USP iREHTHE
M <2232>, SRIEAFE USP 3 NF (ARLEFAE)
ERERIRNR T RS EIMNEXRIE. USP<2232>
MR (2010 £ 7 A) [6] XREMNMESHREHTE
(B, %8, $AFNK) HY PDE RE. USP<2232> MEEAHTE
FIHBASNERN TEIRES USP<232> i35 MmAIA
SIREHEE (IF 3). USP<2232> FERMEMD KA
SR EBHBANRERMETHEDIN.



AXNBHETFHmHIZFIMELER Agilent 7700x ICP-MS
FETERERTF USP<2232> mAFEASIEFINMES
¥, BEMMRNESANAE.
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