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RBxtxE_HEE C —BzlE (PET) HFfEHEHSEHNE

En: ERAXANASNAENSSEE TEMNKREE. AXHHFARELAATENRZ 2B,
EREARERMELNZEMBERR, FRIEFEERGRENAENFZMT

1 EH

A RE T RN K ZHIR O R (PET) 4R S8 S ErA . BiEEEEA S8 T4
R (ICP-0ES ¥5) « HidRIMEE-—ULER (KI) 43068, DL A vb () FRURRE & 25 8 T4
JRiEE (ICP-MS ¥ &

ASHEERA TR K H IR R (PET) £F4E. F4ERTNMN K IR R (PET) V1K

2 FEMsIRxH

N ST R P A S SR RN 5| T RS AR ST A AN T /D 1) o FEH, v A R 51 S
1% H B B R RRAS TG BRSSO s ASvE H I 51 I SCfE, iR, CAE R A s ocn) @i T4
A

GB/T 602 Ak =375 2% ot Wl 5 FH A I8 VI ) %

GB/T 4146 (FTAH4)  idifh th2gerde

GB/T 6682 77556 %5 FH 7K HUAS A1 5256 753

GB/T 27417-2017 EA&VEE 2= M T ik AN IS UE 45 e

3 ARIBFENX

GB/T 4146 (FrA#4r) « GB/T 27417-2017HE M ARTEM & SCiEH T4 0.
3.1
WHPRE limit of detection, LOD
FH 45 € DI B RS e 3R A5 B INAS ) B AR, - FORAD BT th AN AE A o3 B R FIER N B, W o I AE S
PR R IREZE N o o K HS BRZFRAR S 4 2 T B A DU B ) B, (R e B o 1
FE1: EFREE L AN B RIS 2 (TUPAC) #E7E a R B FRIERIAMELA0. 05.
FE2: K BRAE AR AR, 7 i3 PR A AR B
(K5~ GBAT. 27417-2017, 3.13, H1&k]
3.2
E=ZPR limit of quantitation, LOQ
FE it HRAIN 2H 23 B AR E B 1) e IR VR B BRI £, LR 1 23 B 485 SR R AR DR — 8 110 TE 7 FEE AR 2%
FE o 58 BB RE S IR AT e e BN AR, e 45 SR B — i R RS 2
[RR: GB/T 27417-2017, 3.14, H1B]

4 HEBEFEFIRESAIEE (16P-0ES %)
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4.1 [HIE

BYHGE BLOR/NRRE R, TR, 1 R R s, AEAR ST (0 AR 26 AR T SR P R 5 45 | 1A
FIM IV SCAEAR B BT I T A B0 3R RS SR, X IRAR v AR h 2k, TH Sl b B s R I &

Ho
4.2 WASHE

PREFRIMESN, BT BRFIIAMBLE; KATTE GB/T 66828 ER—RIK.
4.2.1  IRIRER: FEEN1.84 g/cm’s
4.2.2  IRESER: EFEN1.40 g/cm’s
4.2.3  BARRERR (100 wg/ml) : 4ZHEGB/T 602 hrifE A B 5l B W KA UEFREY) T .
4.2.4 TWHRERRESHER: B 6 oL fhilR (4.2.1) , ZFEIN 90 nL K, AWiid:, BHE
TN 4 mL HER (4.2.2) , B2,
4.2.5 THERIRIAW: BEL6 mL BB (4.2.1) , ZE4HEIN 94 mL K, AWiidE, 8.
4.2.6  FEALE: FESECN 30 %.
4.2.7 WA AEAMET 99.995% (AT ED .

.3 IREFLES

IN

4.3.1 HUREES S AR PR SIS (TCP-0ES) , XS B TAE% 1452 F B.
4.3.2  FRBEWHMAC AFETRE IR, oA DU O JE T R A

4.3.3 i E S FIRE RS (RORIhE 1.5 KW, w i TEEAS R A A
4.3.4  ZFEM:50 mL. 100 mL.

4.3.5 RF: 40 EME 0.1 mg.

4.3.6  ZIEFWE: 5 nl. 10 mL.

4.3.7  YLIRKEN: 250 mL.

4.3.8 =fE: 5 ml,

4.3.9  —RMEWE: 3 mL.

4.3.10 8IJJ.

4.4 AHEHE
4.41 MHREE

KA. KRR, BTRCKREEA R 1 em LT 4EBL
PIRFEdR, BT REAR AL 1 mm ALK o

4.4.2 HEHBR (ZMEEE—M, HELERSFFR)
4.4.2.1 RURERE

FRELZ)0. 28180 FF, KGR0, Img, B TIHMEAS H RIKIMA2 nLiEEE (4. 2. 2) 13 mLERER (4.2. D
THIR . FRTE M e S RIRARRE 5, KT8 R 538 S BT OB BT AN (4. 3. 2) o, F&BRER LHEREI
i 25 BEAT Y AR

HIREE NG, WBH AR B TH A3 o R RS VU 7 150 mLI 2 &0 (4. 3. ) 1, H
DER 3B AR R, SR T AR G VSR, N iE) , R K e A IR,
RE), REIEE BRI, &H.

[ B AT 17 2 R
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e A IR iﬁ/&ym> IR/ C /W W] /S
1 120 120 2000 300
2 20 120 2000 300
3 30 160 2000 350
IR T
4 30 160 2000 350
5 30 200 2000 700
6 30 200 2000 1800
W — i 60 - 7200
SE: BT AN RO T M B RS B I A2 i . R 05 AR IA, RIS T4 T Bl it
SIS A SR H 2 B E R R T

4.4.2.2 M- SEUSUREHBEE

FRELZ10. 2 gikFE, A5H150. 1 mg, B 1250, mL8LEBSMF, A3 nLBilR (4.2. 1) , 7L RXUIEA
IR E T2 E (4.3.3) REBIHERF T LB, BHEREA,

51 JE USSR 1 5], TR (e, KL RBeIE TR B b Ak s, T B I
*ﬁwﬁ(426>,ﬁﬁﬁﬁé£%éﬁ%,ﬁéﬂiimoa%ﬁiﬁﬁ,%%MAﬁﬁR%ﬁ
s E@mﬁ&ﬁ%é 7

m%wmmU£%Lﬂ%m,mTﬂﬁﬁﬂéﬂiimo%ﬂFm¢im WEREB KB, &

wmﬁ%%Lﬂ%W,i Sn#, BEEREWELO, B,

W 5 IR R 150 mL Y 25 0 (4. 3.4) Ry F D 8K 2 OB 9L IR BE I P BE , & IRkt T
wEME, FKERBIZE, B, SREEERRREER, &H.

] B AT 3R 2 e

TR, BUURD R E.

4.4.2.3 m,%i ﬁﬁiiuuf ﬁﬁ*/ﬁ

PRIRZ90. 2 gilkFe, %%EOlm,E%%omﬂ&%ﬁ¢,WWMAzmﬁ@(4zm$MmL
Bl (4.2.1) , F82), fEHA LINAE Z AR U BUR . ARSI, BRI IR R S T T
B, A#H, BAL0 mLAEERMY, mm&;za%@riﬁ,@ﬁ #H

[] B AT 30 2 e

e W T AW, BURBRE .

4.5 BEBOUE,
4.5.1  SARET/ERR (10 we/ml) BIHIE

Mh@%ﬁw@(423)¢@%&munm%h@ BT 100 mL R EH A, FIRER SRR
BV (4.2.4) BEMRIRIER (4.2.5) WBFEZIE, 225, BHBKE RN 10 ng/mL FIFRAE T/EH
e

E: B IR AR SRR T R RE, SR SRR SR (4. 2.4) BB, 25 HBR B8 A1 XA K T
RFE, BUAMBRERTAL (4.2.5) FaREhbnEAI .

4.5.2 #HFRETTErRZ
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R AR (4.5, 1) BB A IR R VITS AL T R & 55 B AR T R 5t
WA (4.3, 1) NE RIIFAER P BT RFDGIE R e POEWE RN ADR, JTTRIKEE Cug/mL) 4
BRARRR, 2 AR fh 2k,

4.5.3 AHERRPHS=HNE

52 R 2 AR AR WP B R IS s E, W TAEMZE Bt BRI R IR . 1 ke
TRV R B U P R TR P 2R B e R AR, U SRR VA VR A T A AR S I
4.6 LHRHE

FEn BRI &l (D 5

A

P ——FER BRSOV T I (ng/ke) 5

C—— IR P B TR IR, SACARe T (ug/mL)

C—— A VR PB TR IR, AN PRI (ug/nl) ;

Vo—— PRI SR, AT ()

m —— AR R, AT ()

n —— PRI MR 5 B0 RARRE =1

CAP T AT B8 RSP SMER R E 45 R, S RROR BN R R W fne IFHRH IR (4.7, 1D, 5%
NARKEH

4.7 KHIR. EERMBEZE
4.7.1 HERFAMEER
KPR AL, 25 mg/kg, EEFRN3.80 mg/kg.

4.7.2 fEEE

L =%Co
5  HURMBEZ-MLER K1) D EE
51 [RIE

LR MR, WEHERHEE (Sb) EELL=4rIRSAA A, WA DBIUN ARSI, IS
RMER, BB ER =8 (Sb™) o Sb™SKIfEM, ZEmSbl,, S/ SaEErIKIMEA], A skt
BAYIKISOT, I AR B RIS K (425 nm) ', FZm 66t thfa, e e s 2.

5.2 K7
FMRAFRIMESS, FRBRFI AL, KRAFE GB/T 6682 EH=FHK.

5.2.1  IRBNER: %% 1.84 g/cm’s

5.2.2  FHERERIAW: EHEL 200 mL iR (5.2.1) , ZZZE{RIN 700 mL /K, A, HEEREM, M
BEARZR 1 L

5.2.3  dEALE: FESHCN 30 %.

4
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5.2.4 B 75 ¢KI fl5 g HUIRMMREE T 100 mL /K, FaFEZE 500 mL.

5.3 WEMRE
R, BT S on MR,

5.3.1
5.3.2 RV 0.1 mgs
5.3.3  nIGEE. =JRE350C, AT, BRHHBERE,
5.3.4 . 100imL. 1 Lo
5.3.5 ZIEBEE: 5 nl.
5.3.6 YUKEKENHE: 250 mL.
5.3.7  W5: 500 mL (AEf) . 1 L.
5.3.8  JEM: 1 Lo
5.3.9  Ef: 25 mL. 250 mL.
5.3.10 —RMEHE: 3 ml.
5.4 REEHIE
541 HRESZ
A 4. 4. 1.

5.4.2 tEGAEAR

FREXZI1. 0 gike, FEHE0. 1 mg, B T250 mLYLIREET, TIALS mLIKAMER (5.2.1) , 7EEX
B LI E T NP E S8l e 5, B REEE .,

ROV FE SRR (355, TRRAFERT, HILIRBRE T n#he B baksehngh, &0, WmaE
A EME (5.2.3) , AF5 214 nLid S, ER R BT E0EM . B IEBORETE, deemAad
FHEHAE, BERBERRNRLE. FEY.

ARSI minbA BB EME, BFIIRERAHEZE =R, AEENbEK, WRERKE, £
AR S E AL A, dkemk, HEBEHRELG. FH.

VMG B F% T 100 mL A B, F/KDEZ ORGSR A AL, &IFRERTAE

b, VAR Z) 60 mL~70 mL, JEZA), AHEFE, SIIEEEHAREER, B 20 oL 80
H (5.2.4) , FAKERZE 100 nL, #£75), BIREER, &H.

[ i AT 2 R
55 HE=ERINE
5.5.1 L#IFRETIErhZ

Sy FEELO mb GIRFIZS WO « 1.0 mLy 2.0 mL. 3.0 mL. 4. 0.l 5.0 mLAREVETR (4.2.3)
F6 100 nL BT, MAFRERIEW (5.2.2) 50 mL, FIn20 mL @50 (5.2.4) , FI/KFREEZE
%, T

30 minfg, VAR EVEBAEAS R, ATAERROEEENE, 72425 nmik KR 25 Al AR v b
WRHIOERE, CAAHN FBRIRE (ug/mL) 5 WEMROE Bk FBE ARl TR 28

SE = AR AEVA VT Ao R b R R 3 MUK AT e 2ot ot h 2R SRR . R, 6 BN E O R AR v T
YRR -

5.5.2 WHERETHIENNE

FEAEME. REFER30 minfm, LG A BAE NS IR, T CGEROEEEONE . 7E425 nmdi K
5
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IR BRI R, AR AR 2 BTt S8k

A DN E IR FERE ARG, AT ASE Ui B s SO ORE I Bt L n SRR L g, AT A R i

PR E ot -

5.6

HERIH

FEan PR E Eal (2) TTHE:

A

P ——HEf B S R, AN R T (ng/ke)

C ——hrfE TAR M Bt BE G RAORIL, SBACAROE 2T Cug/ml)

Vo —— BRI SRR, AT (nl)

m ——IRFE iR, AT (g) s

n —— PRI B R =1

CABG AT BIR - BME R R IE 45 R, S8 RFR BN UR AL KT IR (5.7.1) , 45

NARKH

5.7

5.7.

5.7.

KR, EERFBEZE

1 KRERFMESR

KIS embb @ MU, 865 B AOAS PR 98, 33 me/ke. & &R 926,00 mg/ke.
2 HBEE

HH=Co
RIERE

WS T L4 -

a) FERAAAR. MK, ISEER

b) A bR dE CRFERAES)

o) KA TE, RSG5 TR eI TR FBRR & S5 B TR A TR I R T
I3 BEVE TR A WY B LA .

&) FERE S :

e) PR IIER S B E 4R ;

£) Wi e s BB it M S AR EA — BN

g) MERWRRINR;

h) IR ACBURTH 3
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B & A
(FseiE

BERBESEFEFHRILEE

A1 JRIE

WHGE S MR, TR, R R AR BB TR NS B TR, e
A PR P AR MR SR S A S P B TR SR A ST A AT o B ATE S, X
T MFAT L, FAS 5 55 R A e sRIRVR B I IE L o o B AE T AR ih 2k, TH SR i 10

B,
A2 RFISHR

[[4. 2. F3AMEINE2EE R 405 =99. 999%.
A3 BT

A3 1 HBRRASEE TR (TCP-MS) o T M4, Sk T B FH i {adss BRIEAS T 4 Hh AX
A5 HT B S A R PSR A E B I A Y

—— RS TEE 1600 W

—— 2B PR E 15 L/min;

—HAEAUE 118 L/min;

— R E 1.2 L/min;

— AR ME 3 nl/min;

— ZERE FRAES;

— R HE /R, R

—— Rl AR K

S RS BRI SPRIS e, RSSO TR &Lt %
T TE A AR PR I ThRe, BOAA SR VYR iH fil A o
AR AR RRIIE 1.5 KW,
HIEE=MBH: 100 mL.
ZREHM: 100 mL, 1000, mLs
e U415 0.45 b m!
KV D EMENO.1 mg.

>>>>> >
W oW W www
N O 00 AN

A 4 {HEEFE
A 4.1 HEES
4. 4. 1,

A 4.2 HmmiHE

4. 4.2,
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A 4.3 HEERINE

A 4.3.1 HFRETESRR (10ueg/ml) BIHIE
[[4.5. 1, |
A 4.3.2 “HtRETErhZk

SR TR CAL AL 3. 1) TR %508 24 VIR FE 1) 2R SR VA, IR 1 VA VL R 5 5 o
Jei P AR e 70 0 0 R A v AV h G 3R O B (R B S AR A T 3R B {5 5 s L AR
JS2 PR 70 3R R B 22 11 LA BT A 5 S BE M AR AR JEERIREE s g/ mL) AR ARBR IR AR v A pih 2k

A 4.3.3 RHEBRERPHSEHINE

REA. 4. 2HR R VBN RE — A5 BUE B m » 230 e k70 22 R e R B T R AL L
M AR vt SRR B T SRR L o A SRR A V0 0 1 A P8 ) T 0 e v )R AL, DM 0 e
AT FRCIE MR 5 I E

A5 ZHRITE

FES IR S B0 (AL D T &

=017 0% 00 e ceene e b R S SR (A1)

EVCEF

P ——remh B S R, AN R T (ng/ke): ;

C—— R P B TR IR, SACAROE BT Cug/ml)

G —— 1R VR P B TR IR, SRR R 2T (ug/nl)

Vo —— IR I SRR, AN 2T (nl)

m ——IRFER R, BT (g) s

n —— PRI R R 2

CAP AT WS K P SRR e 45 R, SRR R BN R R AL (IRTRHR (A 6) , 48R0
ER oA

A6 HWHRSEER

F Ry 0. 06 mg/kg, SEEIES0! 18 mg/ke.
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Mt & B
(R

| CP-QESH& & 1 7~ 151

B.1 bR Tl A T B A, RIEAN T BR45 HH 6% 70 A 138 3l 24 SR FH R 91 S 8 S e
W I o )« | ’

—— 5T 1300 W;

—&BEFARMARE 15 L/nin;

—— BRI E 0.2 L/min;

—Z AR UE 0.8 L/min;

—— By [ AR 5

—— R E 1.5 ml/min;

—— BRI T K 206. 836 nm.

1 ARG OEARIE PR E LM T, EIRAEESHON TR Z 2% .

TE2: A AT SRR AN [FACE 0B 10 23 i A HEAT A A
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Mt % C
(kD)

FERERI

C.1 NI AA |

10 KL ESE 1 HWAHAK . ICP-0ES ¥, B 7 ML X5 AN FEE S EM RN K - FIR L I
W (PET) ZF4ERE i 20317 2 IRE R IMB. PUA MR ARSI Yot %, i 6-8 NSRS s XS 5 MANFESH
ErE RN R R 2, g (PET) £F4EpE &t 4T 2 IkE IR,
c.2 EEM

TEIE)—SEI0 %, A —EeVEa AR R A%, $AH E IR i, FRAE R 1R Py X [R] — B % S A
HMST AT IR SRS B P RS RS R 4 ZEARNT R C U HIHMEEHE (» , UDKTFEE
PR () BB AT 5% N ETHE . bk Y
C.3 B

I ] -

TEAFRISLE %, A FEAE & BAEA R R3S, $2AE R IR g v X TR — il Xk S A0 B ~7 3k
AT IR 3RAF BIPR RIS PR SE R4 xd ZEA KR TR Co1 7T EBIERR (2, LR THIER ()
HIRF AR 5% AN ETHE o |

C.4 HBEEMALR

DAL RAZ I GB/T 6379. 2 CIIE T 55 45 R HENR L (IR SHEERD) 26 2 M HiE brrEdll &
IREEENES HIWEREATNE) ST 8B G, SR IEC 1.

*C1 BEEARSGITER

ik - SHIFIMRRE | 9% i@ RN 1%%%%% 1%%@%% 1%%%%%
PET X322 o\ PETAfie2 | PETf2f4E | PET T4t | PET f2f4
A R == A niH 7 7 T el | I
BT/ g /kg) 223. 52 264. 61 3. 14 326,383 9.55
EEMEM () / (mg/ke) 14.70 28. 02 2. 384 25. 54 1.97
ICP-OES % Eéggﬁtgiézjijzﬁgﬁiﬁq 6. 58 {0.55 - 7.83 -
FFIAERR (R)/ (mg/kg) 23.32 30. 31 6.57 34. 67 8.38
ﬁ%ﬁ%@ijwﬁ% 10. 43 11.45 - 10. 62 -
PUIA I - AR = 8 7 7 6 7
AL 53

10
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Fe gk SO/ (mg/kg) 225. 56 273. 49 1.04 321.49 5. 48
MR (r)/ (ng/kg) 10. 51 % 01 0.91 15. 74 4.12
AR & RCEME R PR 03 05 - L5 -
He il /% : :
LR CRD/ (mg/ke) 42. 00 69. 29 4.74 4 -1 31 16. 40
LM 5 4 T (A '
18. 62 25.34 = L 10. 67 -
e /% :
i
H#C. 1EH:

1. OHEEMNICOR. 13 S Eh & R B R 45 R 22 5

2. RVASRULICP-OESTE F HubA ifil R — Rk B 3 o't e B vk i 5 SR (1K % i v s

3. STBAAAEAALL, LT 4R R R AT

4 SFFER S B @ LT 4E,  TCP-OESYAABUIA MR - AL B 73 o e FE R ik 45 R 22 7 A K

1
| |

11
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	4.2.3锑标准溶液（100 μg/mL）：按照GB/T 602标准配置或直接购买有证标准物质。
	4.2.4硝酸与硫酸混合溶液：量取6 mL硫酸（4.2.1），缓缓倒入90 mL水中，不断搅拌，冷却后加入4 
	4.2.5稀硫酸溶液：量取6 mL硫酸（4.2.1），缓缓倒入94 mL水中，不断搅拌，混匀。
	4.2.6过氧化氢：质量分数为30 %。
	4.2.7氩气：纯度不低于99.995%（体积分数）。

	4.3设备和仪器
	4.3.1电感耦合等离子体原子发射光谱仪（ICP-OES），仪器参数和工作条件参考附录B。
	4.3.2微波消解仪：带程序温度控制功能，配有聚四氟乙烯消解容器。
	4.3.3加热装置：可调封闭式电炉（最大功率1.5 KW），可调节温度，宜采用电热套。
	4.3.4容量瓶：50 mL、100 mL。
	4.3.5天平：分度值 0.1 mg。
	4.3.6刻度移液管：5 mL、10 mL。
	4.3.7凯氏烧瓶：250 mL。
	4.3.8量筒：5 mL。
	4.3.9一次性滴管：3 mL。
	4.3.10剪刀。

	4.4试样制备
	4.4.1样品准备
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	从标准储备溶液（4.2.3）中准确移取10 mL锑标准溶液于100 mL 的容量瓶中，用硫酸与硝酸混

	4.5.2绘制标准工作曲线
	4.5.3试样溶液中锑含量的测定

	4.6结果计算
	4.7检出限、定量限和精密度
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	5抗坏血酸-碘化钾(KI)分光光度法
	5.1原理
	5.2试剂
	5.2.1浓硫酸：密度1.84 g/cm3。
	5.2.2稀硫酸溶液：量取200 mL硫酸（5.2.1），缓缓倒入700 mL水中，冷却，转移至容量瓶，稀释定
	5.2.3过氧化氢：质量分数为30 %。
	5.2.4显色剂：75 gKI和5 g抗坏血酸溶于100 mL水中，稀释至500 mL。

	5.3仪器和设备
	5.3.1分光光度计，备有光程3 cm及以上比色皿。
	5.3.2天平：分度值0.1 mg。
	5.3.3加热装置：室温至350 ℃，可调节温度，宜采用电热套。
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