AEZ58)

sure| of Confidence

2010 4ERR € rhiE £ )
PEREY RS EE

#ihb kb A
A\ HPLC 2 UHPLC

2010 R il
SR

\ Agilent Technologies




=L,

AY

EERRAARTE +—1" . T8 WUHATRT, AaREBSREXILHIFMRENRE. BEX
MBEFRETRURFRNRAAMREHRETE, TERMAMRETENTEEAFENER, aksl
HETXZEFREMERZEEBNSE. EUTRTRIEMAERN 2016 £k (FEAL) HTRSHEA
MEenasl, REREEHFLNRRAR RIBEEHKTIRENHS RAREESFLERFRZSN
AFEREX.

ARFTAATERY 2016 R (R EAA) BB EE, FRARN THRRETENRESEAERROEDNERMIEIEN.

2015 I (REZR) BEEE BAES. EENRSMEIGLT 20.4%, BIBHAG. B BRHLE
BT, WEGLE—SRATRASRERINER, WIBRFEHREHE—SRE HURBABRS
FISHL 106% KON, RIRFFHESAMSRXESEN, 2015 ERMEBREEN 321 1, BUBEITRE S5
456.3%; 2015 F4R (REZR) KRGEN). BEMR (FEGL) 05 F0Y. RENABHER
AT (FEGL) EBHERNTEODAG—, BN BERG. LFH. £ LNRLHEHTET
KIEHE.

ETERGR . FWENMTIENRTT, 2016 £t (PEZAA) FREARZERENRELEHKFEIKENES,
M (REAR) ARONERARTERRENRERE, FOTIN T ARHNENH mIVEL R SR ERR
TRt PARETSERMPENER. B, ARiPERENTS. 4G 296, AREH. TEFS
EEGETRNEI, Wi, ARReUBRHFRNTEGEBHEME, ERERIRAZTELENRN, IR
PIRARNEAEE T#H—TY R, TEEEHRYN. RANRIRARBEGARE, AHalRel. AR
BREEHREHARNEN TR, LMBRAREERL L. HPLCICP/MS, SHESRKUE. BHENE (RRE.
BRE) FIENXRE, B BRREEFNRIBA#ESOEEE—TME, AHUHENZETNRET
PREFER, M-SAREEENE (SHelE) . RARBNE (SEERREE) . THEESE. 220N,
BRESEN (HRBERRANBEEREES. TAREREVRE) F.

EAFATLARNKPLREHKE, RERSEESRERGRERTIE. BTEAHTY (FEAR) ME
RIFEKN. AYHNEERERSIBRER, ¥T 2016 £k (FEAA) AREFERFSEN, RERLTHE
REB—TZNLETERESHANBRATTR, PERRENTRARTENLHIF AT LS

ASEH 2015 FhR (FEZAR) FRAKKARATESELUFR. BETBUSESRY. #$¥FH. 4
% £Mtl;. AREMEABNEBARANZENSERMENRNENKBES, 235127 RERANENE
GRRAR, R KAASHRAGRFSE,
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ReMEHmE

AMMERHIE

© HETRAVRRAPZEARKEERERE (BUPAENAY. RALENH 101D

)

cBUFREESR. AENE. RMESE (URVRERAZ M) REREE

(FT4eM 16 FRFE TR 229 ) FWMEMRNURRAE, MENESERTHM
TESEEVMRNEY, BRAEERN, PATRERNTENE. PATREESE
WE. MEHZ%H DNA FFBAFEENRE

* MRHETAS. BESHATEIENESE 16 MRAKBNEE
- 0 (REZR) WRNATCF 14 REXEMBSERAAMRR A & TR R

ESTNBWE, FHEERNRERE

c BUT X BROSHRNTTIE NBEGT PURHENEENS — ARETRE
* ERT 67 AHRAEREEERNTRANRANTSHENNER (67 MRMER

BARE)
BURE A E AR A & LT E R SR E

- BIURBMHRBYNEREROTE. NRAREEHEN

© TN (REHAM) BT ERMLEANMSEBNE. XA LC-MS FHEREE# T

=5

- MEERMEIRE, BF 50 MAMIEMBHMESR . XA PCR LN AN NiTE

ARE

© WRERHHEMETEERNN, ARG EARISFHAMBL T TERD —

REHRRN T

© BAREMEMT —NETNTTE (FF. RZ. WFAK)
* BYTHREANSENE

TERNTE. ReRNTENEREMTEER



ZRIEHESMASH:

EM R R P E R R E R

RAMERARERER, ROMMEANAMBTONIN-—MREAE BNETHE.
BREMTES. EREEX, BOREFRAERAMNIER. REHAK, BIL
RELE REBETAM, NBZH, NWATF. (FEZAA) WETHAEMRRAH
“EURERBREE. BB, FR. REXFI10MPEMRRAPIRREKREE
(MZEWAmIT, BT) KRG 400 mg/kg 5N, HARGHMERFPIRREKEE
HAREHEIT 150 mg/kg.

BERREHN ZEURNENTETERRAEFRFETHERR — SUERBEE. 71
ERTHRAMNENZREEZ. RPEMBRAERE., REATERHRT —fE#TE
WENTE: BRANE —SHeE —ASENRERNERRARA P ZaURE

HE.

MTSBIERT Agilent 7890 SAEE I, BRSNS (TCD) 7 CTC MEHHRLE. 5
%%t (2.5 ml, CTC analytics SyrCO HS2.5-23-5, Agilent GS-GASPRO (30 m x 0.32 mm))
BIEH.

25V
1204
1004

804

7.038 - S02

604

40

20

T T T T T T T T T T T T T T T T T T T ]

2 4 6 8 10 min

CMERPAR R U REEENEIER



R=SHEEEE (GC-FID) WEETH hEPEE, ZENEE

EIfis RN A AN ERENZERRSABMHMNEEREHF, bTAREE
HREBA, HORINE. ANEESSEBRBENFEEXME, (FEAHR) A
BRI RE. CENAEFERN. AXERAT Agilent 7890 SAHEE, Agilent 7697A
ME B R FID MEHFNRE. JERaEfTRN. ZAZARRTFNRYE
MAEENMN,

Agilent 7890 SABEEH 7697A ME AshHERBE AR S

o
s-i] gg
350 &8 7
o
o«
300
250
200

150+

100+

50+

L

5 10 15 20 25 min

Rz, ZEMRERIER (FE. RT=23.085min; ZE. RT=4.080 min)



s-1
1204

100+

6.941

80

60-

40

204

—-4.102

A_A_J\_J_;_A M.LMJ_A___AJu\—

5 10 15 20 25 min

EFTSKHESNEER (Z8. RT=4102min; IF/RE. RT=6.941 min)

PEPRESRNBHRENTSRRKAS AR

HESZ (Mycotoxin) ERHEESHEMRAFFTUN ARG, T Z5ERIED.
MEAEFRE, RESEMUSEREY, ©U ZBETAY, TAVAHE. X
BEPRzh I ET R RIRLTRNRESE FTLENNEEREERRST4E
FENARRE, RALTAMTERSENENLAXBNER, BAIREXFLEER
HAETHRENTERNSLEEESENRENE A TRRERZRFNEGRE A%
E BUTHMTRESERENENTAEXER,

2015 R (FEAA) AERINERSEIZERAMESR. RESREIERE,
REBZ. #UMBRE WHEBR IAFBHHE FARNAEZOREERE HWT
REBERBEATREBKATIERIN, Sl RECTMREMRBEERR
FEHATTENTEBRTE,

1. BHEBEERINHR

LU
0.254

0.225] B2
0.24
01754
0.15 G1
0.1254 G2
013
0.0754 A
0.053 : : : : : :
0 2 4 6 8 10 12 min

B1

ARG ERARNSREAREAMFTEFEANOMHERSSERTAT. WAEREEE, RNRE, T
EARMNENRBEKE, FEESERERR XM 5991-1565CHCN



mn 10.050

A
1200
10004 FLD1, Ex = 333, Em = 460
ggg: Ochratoxin A, 20 ppb
400
200
0 , , , , , , , ,
0 25 50 75 100 125 15.0 175 min
L
3 FLD1, Ex = 333, Em = 460
804 Ochratoxin A, 156.25 ppb 10121
70:
0 25 5.0 75 100 125 15.0 175 min

BEBERCARNR/TEDERTORBESE, UHANERE, REES, TUERSBEREN K
ERTHY, #EESE QBN AR 5991-2854EN

X10°

14 7

10 A ZEN

g - AFB2

AFG2

0TA

DON

T T T T 1

0 2 4 6 8

REEERRALARNNRNSMARSE, RikEsd, BAME, JNERRE—TEENALTIE
SUNFEEESR, FURMAREEENNMRELRIANNER, HBESERER N XK 5991-3337CHCN



2. BEBRABASHAR

SECRERREARATS (LC-000/LC-QTOF) A KNG EREATERSRIRMT
52H NHRARIE: Infinity 1290 UHPLC RE 4B . REXHARSENABRETH
ARE, BEREEMN 6400 000 EHFMEITRERETLTNEEBRESEKLER
SZNERHTENT. B5HPRE 6500 QTOF MARATRE YT ERERE T MUHE
B EEARSERERBNFELEN .

X10° G
1.8 4

1.6:
1.4:
1.2:
1.0:
0.8:
0.6:
0.4:

0.2

415 42 425 43 435 44 445 45 455 46 465 47 475 48 485
MR VS F&ERTiE] (min)

38
HHEB2 ey

36 EHEBT EXFRBHE

34 #HHEGI \

32 \

3
281 HEMEG2
26 T

02 . ! “. L ;
25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10105 11 115 12 125 13 135 14 145 15 155 16 165
WAL VS REERTIE (min)

SHEESENSBENMT



thZ R DR

RAMBERERURY. BTNERE R RARBEARRUBENERAZH
RATREDEARENNMELETIRT., EREAMEETIRFORFSENE
MR, EEBHENBCERARY BNHEEXRSEERERR, BESEH
HHMRRGBEBTNEARE, FERAMIERENERTE EERTHMHA
B, BHETEHMTRAKERE, MENPAMPRAKERNTITERR, BIZR
&, RE. AEBAEENENTE STRIETEVRELEEEEENRX.

ZREVNESREBALZEXBNTRANARRERENH, YNREEATHHH
PERAZEAMTENN - LBRTE.
1. HRELERR

2015 FhRk (hEZH) BN - KAKBENEENATR, AXRFATHNRAZBERA
3020 £ QUEChERS E24 LC/MS/MS 8% GC/MS/MS SEE

Svop! AR | meE. BE ISSH, B S, MERE, B Som BHELET
5982-5755

FoRRRESE bo+ B 1.5 [ A 1% KEEBRATE 15ml, TBIEMISHE AR, HE 30 A4

5982-5755CH

HEBEYRE

§§§§21mmk MNERBMA (& 6g TAEER 150 BB REEHRE

FokHEGE 69+ BEAHH 1.50; \ﬁ{ BN 15ml 1%HAC in ACN R /4tF, BXRESIERES

FikiAH&H 10min, Bl 5min@4000*g, 15°C

)

)

}

}

LEME A THARE Imin EREBEHIRE }

THATRELT |
}

)

&WWEHW%/////////% B Il EFAUARLE, FRFRRRRA min
¥ |

Bl 5min@4000°g, 15°C
FKHiEE 900mg, ¥
N-FEZ [ (PSA) 300mg,
S ERE R ATER 300mg, B L& 5ml, N2 BZE 0.4ml, L 1% HAC in ACN ERZE 1ml,
REWEE 90mg, FE 300mg ## GC/MS/MS F1 LC/MS/MS 4347
. —

‘ #A&%FETF PN 5982-0029 400 mg PSA, 400 mg C18EC, 45 mg GCB, 1200 mg MgSO0,

2015 FhR (hEZA) B - REZABNTERE

Hp s RN ERpAE, SAeEEIRAEEEEFNT.

- HmEraE

Extraction. To/KERER%E 6 g + T/KEERRSH 1.5 g; B AOAC IREU/T3%, 5 5982-5755 1
Cleanup: /KB 900 mg, N-AEZ T (PSA) 300 mg, +/\IGE kB EHR
300mg, AR&RE IO mg, BR300 mg; BEHHKES, BAEET 5982-0029

« SHEET. 5% XE) PEBESREMAEEAET (30 m x 0.25 mm x 0.25 ym)
SiENE
C REGEN. +/\REREBSERME (35um, 21 x 150 mm) SHELE



2. SHEBERASHAR

2015 FiR (hEGA) HARNIKBRNEHRARMEENEE. BNENNBRES
EERR7, SREMENAZTRKE ECD, FPD #NPD %,

AENHRATR, SEFERQNSENT.

% Y SRl
9 MENEXRAEREENEE DB-1701 3 DB-5 GC-ECD
(30 m x 0.32 mm x 0.25 pm)
22 MBNRERAERBENEE DB-17 3 DB-1 GC-ECD
(30 m x 0.25 mm x 0.25 pym)
12 MEYBHERBZRBENEE - DB-17 3 DB-5 GC-NPD & GC-FPD
BiE (30 m x 0.25 mm x 0.25 pm)
I ERERRAKBENT DB-5 GC-ECD
(30 m x 0.32 mm x 0.25 pym)

ATHRENRAME. EEEXE BNURNXES, TANKABZEIZN=AER
HNEREERNENERT, AFALLERSENRNTTEZNRHRHSEZRA.

E

HZ
300004

np

25000

7. to7- ppou

PERTE]

20000

13.644- y-BHC
15.154- b-BHC
19.544- pp-DDD

150004

10000+

50007

e 13.043- EREE

—  15676-d-BHC
[ ——————18.470- 0p-DDT
——————120.172- pp-DDT

—————— 12.776- a-BBC

0

12 14 16 18 20 min
9 MENARRAKBENEE

2000

AEEE
S
S|

? HE-BEN
geﬂ
=
L F=FX

H
[
B

10004 M

04

HBSA
S b1

LS REIR
okt

B>

12 MENBERARBRNES - 8%

At e

6007

REE

/‘ !

5007
wy| SR
3007
2007

100

-100

16 165 17 175 18 185 19 195 20 min
IMEBMARGRBEN T, - ik



3. REBRARASHAR:

RRMLHEA GC/MS F LC/MS ERMTERAES . B Agilent 7010 GC/MS/MS. 7200
GC-QTOF. 6400 QQQ #6500 QTOF, MR LR F¥%4 N FEEERE. PCDL (1600 F) #n
tMRM (700 F#) ,

X10°

9.5
9 -
8.5
8 -
754
7 <
6.5
6 4
5.5

454
44

33: \
Tz “ ( w{ x ih I| H
sl Wyl Hf“i )_,‘M i mh “ "4( il |

i
234567891IU11121

|l
3 14 15 16 19 20 21 22 23

MR VS SK&RTiE] (min)

W ETT %% w0k e e e a0 250 2% o Ao e 16 3% 36 30 W o +le o ”..unh.

..........

Sample Adicarb.. Aldicarb Results Gualifier (
HName Data File | Type Level Acq. Date-Time Exp. Conc. RT Resp. Final Cone || Accuracy Ratio

Tppb Pos_Mo_STD1d | Cal 1 [11/1/2013 1.50 AM 1.@; 930 2% 0 821 604
Sppb Pos_Mix_STD2d | Cal 2 11172013221 AM 5.0000 992 10587 46 912 547
| 10ppb Pos_Mix_STD3.d Cal 3 11172013318 AM 10.0000 932 23211 10.3) 1028 552
20pob Pos_Muox_STD4d | Cal 4 [11172013323AM 20.0000 892 49199 20 1102 545
S0ppb Pos_Mox_STD5.d | Cal 5 11172013 354 AM 50.0000 992 113611 51.2) 1024 546
100000 Pos_Mix_STD6d | Cal 3 117172013 450 AM 100.000C 992 238663 107.9 107.9] 551
200ppb Pos_Mix_STD7.d | Cal 7 11/1/20136:28 AM 200.000C 9932 482455 2183 1091 550
500ppb Pos_Muox_STD8d | Cal 8 | 11720137:25AM 500.0000 990 1020293 4709 s 553

R MassHunter E2RHFLE S XENTES

<1000+ R & INFISHY)
Pesticides

Phthalates

PBDEs

PAHs

PCB congeners
Semi-volatile pollutants
Deuterated compounds

AN NN NN

SEFMREN MS/MS MRM Database #1BE



QU Y VR E S

FEEFHREENEREZIANOER, BAIZHNEPHRERAZRENRLNE
AREAMRE., SECEREREERRRRBENNARADNLREE, RiF
£ 7000 GC/MS/MS MEREBRFMHAERERZENESEELHE, MALELRAN
RENEHERAE (69250 HiEENS 1000 SMRAERESEELEY) SEBIUE
RENRNBHEAT, ILFERTIRABRBETENNEENT, ANEERE
RMENRRRG, EBRPTN T RECUBHRE (L ZREBLLERRAN
MEAE) . RENT. REES. NTHENRNES.

HmARAIERA 2016 iR (PEZH) HEDN QUEChERS ITREA R, BEFaM.
B OERESELAENTS, BEREAREIIES GC/MS/MS X2 MRM AR A5
ﬁ,ﬁm%ﬁﬂm£%ﬁm§ﬁ$%o@%Hx%mwmsmﬁﬁﬁﬁ@%& B
KETMURBRECRESBEAAZRTERE, BRENEANI A ETIE

B zh{x BiiE 5
&ﬁTﬁ&ﬁ*

ZEA#HED R H%
(MMI) a{iEE
c ANSEASFEAR, %
SLAMAT AR (AR
LOD) ; AHLHH; 5
Tﬁ,ﬁz&#%
< AEME 114 UL SR/
ARBEED, TNREIS
S, RIERHIL TN
R, FEMTMREED
RGHIMERE

£, RE. FE. SRNWRESNAEERNEERRIMAETEME, ANHHEE
I G U U
R PAEP 3.0 RBGZBNTTEE

RiReE
LERER MRM &7
BE 5 HREMEY
9735 1000 S

ABENHAE: #412&# 414

: AR, RENE
Wiﬂi%ﬁ%ﬂiﬁﬁlﬁl TU*&

PR

St b AL A

X10°
9.5
9
8.5
8
754
74
6.5
64
5.59
54
4.5
44
3.5
34
254

24
159
14
0.5 n

e e e e A T e

45 67 8 91011121314151617 181920 2122 23 2425 26 27 2829 30 31 32 33 34 3536 37 38 39 40 41
NARE VS F&ERtE (min)

GC/MS/MS —R 434 200 70k 2554 B8



S el 3 A ml 2 Cyanophos = <A =
Sargie Cyancgh Cysnaphos Results
Name Type  Level Acq. Date-Time Dd.| Amt Tot Amt Exp.Conc.. RT Resp. | SN | Calec. Conc. | Accuracy
b | TCM Matrx STD O 1, Cal 472008 1053 PM 10 1 1 ) 11413] 70
TCM Matrix STD O2p0b | Cal 472008 1131 PM 10 1 2000 11.410 1 EET 0.164¢ 8251 120
TCM Matrox STD 0Speb | Cal 52008 1202 AM 10 1 1l 5000] 11411 1466] 1655 0 10818 108
TCM Matrox STD Topb Cal 4 52008 1233 AM 1 1 1l 0000] 11411 3019) 5324 11447 11458 109
TCM Matrox STD 2ppb Cal 5 52008 1:05 AM 1 1 1l 200001 11411 5640] 4478 21642 10820 105
TCH Matrox STD Speb Ca__|6 52008 136 AM 1 1 1] soooof 11412]  13233) 283 51184 10z 101
[TCM Mawix STO 10peb | Cal |7 | 552008 208 2 Ei T 100000] 114tz seses| ease| 102e0s] 1oielf 103
TCM Mstrox STD 20ppd Cal [] /52008 239 AM 0 1 200000] 11413 52343] 65639 203342 10178 108
.IE_!_MSTD&E Cal L] 952008 310 AM 0 1 50.0000] 11.412] 123170 €6.67 478895 58 105
| TCM Matrox STD 100peb | Cal 10 |952008 342 AM 10 1] 1000000) 11412] 259508] 6499| 1009316 10090 108
TCM Matror STD 1 Cal 11 |952008 £13AM 10 1 1] 10000000] 11.413] 2923369] 7276| 1137.3081 11278 11.5
Edl Gl AL Uinesr x| Origin: Ign = to =| o [oc

 MRM (2430 -> 109.0) ei_20080%0. | o
2 11413 5 :
§"1°2 S T T Cyaraphos - 11 Levels, 3 Levels Used. 11 Points, § Ports Used. 0 GCs
1
084
064
024
024
o4

13 1s 15 11
sogusison Time (min)

PARRPREBREMESETILH

MNEETHNESE, BFEAFEEANTAERT, NREBFHTBEKTRENRDN (X
210.1pph), BEFERFNEELEHENEINEFLER, FL2RARERNZEE
BRTIMEERANRE, EELMSEEIAZ]T 0.1 ppb - 1000 ppb KEKFE,

%T 7000 GC/MS/MS AT thEZ AR ATKE A E: Rapid simultaneous
determination of multiple pesticide residues in traditional Chinese medicines using
programmed temperature vaporizer injection—fast gas chromatography coupled with mass
spectrometry. (Gang Du, Yuelin Song, Yitao Wang. J. Sep. Sci. 2011, 34, 3372-3382)



PHPERRRAETRZNAN (BETERSHERST. &,
%, SFEN)

1. BREAEETFHRIL (ICP-MS) HERATHR

MRARESERBEERNENMMESRUAERFLMTROEME (B 6. X 8
M5E) EIMTE. & KMNESTRORUNE.

UETE, RFRELESRREZRARER SN REMES IR, BRBAEE
THRSEHENERBEFE THRREINE T TERHRATEEERNEN .

NAXH. R, hFEHNEDFRT, PANERRESR, NeRERK. RER
112 2015 iR (P EZH) BERER ICP-MS B T Sz, Rz, heTsk
MaMAE, ERANERMFR, IFRHTEERER (1%~3%). BEREZR. Tit%
MAADTEREENRER, RTEGR ICP-MSHEENA 0.2%, Ei, $T50R%
MATHBEA R, BT ERE, TESSINTEHFERERERNESE
EATERE, MERHIFRETIRTE, MR ICP-MS HBERTHRIERE, B/
ERAMARIER. KBRAREBEFAIFRNES, XAREGEETFNR S EHHE
F % HMI (High Matrix Introduction) FF & B E S MER N MER TR, ST HEF
SREEANNE 18 MR, TRIETBOTESER. ABIHENSTEIHENT
18FLE (BFEMRGAMENIF) HER, IRIEFTEERE, BT FFRMT
IAREIMRSLEE SR RER. E/ Agilent 7700X 1 7900 ICP-MS B GHEXNES
RPERRERN. BESSNTFHIHEA %, NRGENRE, TENPITER.



TIPSR 18 T ENERE (B4 pg/L)

BT 5% CHP fR{&
Be 0.1 N.D. 0.02 0.05 N.D.
Al 478 1945 15738 16335 288.3
v 017 4.01 0.34 6.18 0.384
Cr 6.27 51.25 3.29 36.09 1.76
Fe 54.25 528.52 71 754.71 321
Co 28.84 435 5.61 1418 117
Ni 284.2 34.4 145 275 31
Cu 1.9 10.92 1.8 9.22 3.75 20000
In 1706 544.4 35.6 4986.2 104
As 97.7 64.9 78.2 133.4 148 2000
Sr 66.1 498.4 20.7 9.3 2.89
Cd 0.45 0.26 0.2 0.35 0.064 300
Sn 2.64 8.38 1.32 34 N.D.
Sh 3.23 2.79 13.41 9.44 N.D.
Ba 1939 1085 753.8 130.2 85.4
Hg 0.06 0.05 0.02 0.13 N.D. 200
Tl 1.02 0.05 0.24 0.87 0.117
Pb 3.67 23.61 2.82 1153 0.7 5000

i ND RERRE

SRR ERR
RENZE  IGE MRS
(bg/L (bo/L (ho/L

Al 288.3 200 523 117.4%
Vv 0.384 20 20.9 102.6%
Cr 1.76 20 21.7 99.7%
Mn 13.2 20 33.4 101.0%
Fe 32.1 20 50.7 93.0%
Co 1.17 20 20.2 95.2%
Ni 31 20 49.5 92.5%
Cu 3.75 20 22.9 95.8%
Zn 104 200 337 116.5%
As 14.8 20 34.7 99.5%
Sr 2.89 20 21.9 95.1%
Cd 0.064 20 18.3 91.2%
Sn N.D. 20 18.3 91.5%
Sb N.D. 20 19.1 95.5%
Ba 85.4 200 308 111.3%
Hg N.D. 20 18.5 92.5%
Tl 0.117 20 20.4 101.4%
Pb 0.7 20 211 102.0%




72574 KA HPLC-ICP/MS WK MBT RS RHANTHRERIIANGATE, &
PERTENESHSERNATROREHF, BRSNS TERNATHER
RESF ., KEBNFER. Hol) SZERERFE, EFEMSAEN Hg HREL

REEMTENTWAAEE, B WHO EZMAN AERHE Hg SRR ERIE (<5 ppb),

ERAGHRRROTSSENEL T BHINE (<3.3ppb), &EEMIRDHIF U=
EH R ESUR. BUEDHIAIRSANERKAMERRERNYR, FRABAN
As EEEMUFENSYERER, b As () FAs (V) FHHEA, —BEH (MMA) F1=
FREME DMA) BEFHRES, T As H3EH (AB) FARAER (AC) XK R ESH. &
WOER, TNBEROEDFECERMAIR— N ESHIRE, YRt SfEE. ¥
FRMBEOTAS. NEDH, RER HPLCICP/MS 2 T EE BN —KLBEFR.
45 HPLC-ICP/MS BE 2 0, —1R{LAY MassHunter FIXXCIR B8 (X T RN B iR
#| HPLC A1 ICP-MS) FEIEAIBHHE,

RSB 1372015 Fht (PEZNA) RHROTE ZECNET PAKDPROTLS
MERTROLSNS, SEENT. ATETR, FUNERNFTRRELFNEEF
SUHRSOLNE (HRRMNTHRR) . AEHPREEZNK.

DMA
AsB VIVIA
As(Ill) As(V)
AsC
50 100 150
RT(min)
20 pg/L AFE LGB REEER
As(lll)
As(V)
50 100 150
RT(min)
HERIREIERE



As(V)
As(Ill)
5.0 10.0 15.0
RT(min)
LEBRSHARRREEE
| Hg2+
| MeHg
R EtHg

U U

100 150 200 250 300

350

400

450

[ (s)

0 50 500
5ug/L ZFRER. ZERM-MRGBREEE
) Hg2+
T . T T ) ifiE (s)
0 100 200 300 400 500

FOREURREER



ADHREE (ppb &) WLEMNES, MERSEXUEYIENER REER
EHREE, BRRAEBNTERE HPLC 5 ICP-MS BEA, %7 En T amnsE
MR ABR.

2. [FFRUHAR 97 75 5 R R A Sl

iR (PEZGE) EMXFERRet, BREMKTMEREUREREERD, £

MEXRETORBENSTEREMRENE, #—FRESNGNRAMOITERK,

H—HENEERIEELR. AR RERANFHES, FACRABHARLES
MEK, AESENEERLEHAE, FRAAXBRTRECE/ XY ER BRI

EEBFRRIEENE R AR ERIY T #(As). K(Hg). (Pb). $8(Cd). B(Cu) HEE,

HRMERHEIFHRALT. W NS ZEEREREK. LEERNTHRHM
HENTESENAETRNRARREIRE,

R S

ZERKIE 2010 £iR (FEHA) XARTRICEENFHERRYFELN S FFE
ESELE As. Hg. Pb. Cd. CuBRBENAZ. THRBYHER (ZLEBEFH. A
SREHE, A\SEWHREE, NEHER) 2MKERE. XA Agilent AA 240 Duo FIX
W RFRUYCE (AA 240FS) UE Cu; XA AA 240 Duo HESNESABPREFRICE
(AA 240Z) U5E Pb 1 Cd; P8 Agilent VGA77 S W& 4 BHABRFRUCENE Hy, X
FVGAT7 SR E RN UNKEZNTE As.

RENABETH, ZECHNRAIRETEAATESRREENRNENEERE.

URREES RERME BEHF BEES, EEHY. IeiHELEREET
ZHEE S 89.3%-106.0%, % E RSD% ¥ <6%, RBAKMNAFETEIJE, £
WKW ER,

Cu. Pb. Cd. Hg. As TR IR K EHRE

TE As ppm Hg ppm Cu ppm Pb ppm Cd ppm
MDL 0.0500 0.0048 0.17 0.0024 0.0015
2010 FhR (FEZR) REE 2 02 20 2-5 0.2-0.3

FHREmERESEER

FEm As % Hg % Cu % Pb % Cd %
&= B IARE R 95.8 99.7 100.3 95.5 81.8
&L ZERE / / 99.2 93.8 86.7
ZLREFERE / / 97.8 1045 100.9
ASBEFRIKE / / 96.0 106.0 90.4
ASEHREFEIRE / / 99.3 89.3 985
Rk AR EIR R 99.7 97.9 98.0 97.6 96.8
FR S ERE 98.2 97.0 96.0 101.0 102.6




RN ER (B4, ppm)

Hm As Hg Cu Pb Cd

TELR <MDL 0.043 0.77 0.052 <MDL
ZEREE <MDL <MDL <MDL 0.10 <MDL
ASREH <MDL 0.12 1.34 0.10 <MDL
ABEMNEEH <MDL 0.39 <MDL 0.11 <MDL
L ESIES] <MDL 0.00008 0.054 0.00362 <MDL
RS <MDL 0.00022 0.113 0.00099 <MDL

3. BBESEEFHRGAIEE (ICP-OES) HA DT HRR RIS
RARBNERDNER - HEFHELRLNER ICP-0ES FIREMMEEHE.
PTBEEEESN

CERERE TS MR

- UERYES

- ERRERE

oo}

]

o

N ASEAl. RERFH Agilent 5100 ICP-0ES UZE#XT=ES Cu. Pb. As. Hg. Cd. It
THERETUTERSG, FREFGNSERT T MRERR A XS HBRMRE.

* XBTRBEREFHLNFT—RESREVN ICP ZHF KL Agilent 5100 ICP-0ES
SVDV

* HEEIANRS. Seaspray SREURENERAEE

« B, ICP Expert V7

c HREE XABRERESATHERLIE. 1.0 g/25 g 6 mI HNO; # 2 ml H,0

#E=ATER S As Pb Hg Cd Cu H474E

JTTE Element Fi A R MDL (mg/kg) M B1E MeasuredValues (mg/kg)
As188.980 0.055 ND
Cd214.439 0.005 ND
Cu327.395 0.009 2.0
Hg194.164 0.025 ND
Pb220.353 0.05 ND

7. ND REBRHGH

#Z TZ As Pb Hg Cd Cu fnAREIEER
JUE Element FARHR HEBARNEE MIRRE Spike AR ERE % ANFREIER

MDL (ppm) Values (ppm) Added (ppm)  Spike Values (ppm) Spike Recovery

As188.980  0.055 ND 0.08 0.078 98
Cd214.439  0.005 ND 0.08 0.081 102
Cu327.395  0.009 0.02 0.08 0.109 m
Hg194.164  0.025 ND 0.008 0.0076 95

Pb220.353  0.06 ND 0.08 0.086 108




BREN

EERERMEEHITRERL N TREFAMIIM SR, BEME. MEEIELRM
TUEREBNES. RAAM, TLEREFEE RE. BA, TUERLHER
ECARMNIMNIEE, BRHENIRERANRE. BB, BXTEREN, mE4H
MRETEHRERRRENTHRE. EHRBREBIANEMAKERENE, &
EMAFEARENE, RUBIBENFAMPERTYENNRNERTEL D XE.
2015 kR (REZAY RUFATTERNEENESEN, 2RO HRREEN
AIERER, BREFFEINEARFEERAREEDINEXAT. 1E (F
HHRPARE) FRERAER, AMZESENGAES (T4, 4%, HH) 1&
RORMIREIES, WTHARNSEMRACHEINGRHETHIE, FAERLTHE.
TE., FANEMNEAOFEEE LR aRAEel: RREAZE. BAN
RENEAAOESNRECEE. RAKALEE., AERREAEZNEHERTIAD
BIRT. URASMARERL IR TEE.

BERNFRENEEMERNERTL | . AL, HALN., ALV, FFD
G. NE4L9. 808 BUFIAMEER ANMERELERE. FRd. €K 0. FAH
B. &% BMURE| ZEGC =E IEZ 5% BEE E 81 B
B0, JRERLL, BRMEAT 73, DU, BRMA 18, FRA. BUAZFKAUER.

1. BRHEBERRIMHR:

ZRETRES MR RKREENEORAE BRI, SOEENT.
mAU E
50
40 )
307 I
20 % g
| J ﬁ M s 2 == 8
o+ --l—LQA‘kffffﬂw,_JL _J!L ‘g = (N -JL Jl,_llr
2 4 6 8 10 12 min

SMAEA NG RHG N E L

21



mAU
140+

1204

100+

80

60

40

LR

i 2 3 3 5 § 7 8 9 min
ZHKE M E RN EE

2. BEBRARASHHR:

TEARRKAZRBEAFES (LC-Q00/LC-QTOF) AR REANNHRETERENE
EEUEARE ZTE2TUEERAMFPELEAMIVERANEZNENER, X
F Agilent 1290 UHPLC/6400 000 RA T M SRR N ZFEMER, XA Agilent 1290
UHPLC/6500 QTOF 2T USSR M A AMERMNERBEMNEE.

-1
87 FrIRE DUl RIS EWE 740
©7 MBS HiEE EEm
21 BN KEI BB

0.4 - W
i o S sy ]

- a 2 a A :
02040608 1 12141618 2 22242628 3 32343638 4 424446485 52545658 6 62646668 7 72747678 8 82848688

HHEREME (54)

10 #E AR EEA 6400 000 HHTHEIEER

17 BRI/

1 2 3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19
HERERE (55)

FAZHER 6400 000 $XE M S ERHTOT



PHMBIRERREERFHAENE

REBEEARDTHE:

ZRECRVAANTERRNAR. SATREMTENALEATEURENR S
MABBA, BEEERNIEEREENNE. ERBIHERRETANENITE, BIE
TRHEEENER, BRDTFIERHEENLE, INEARTEHRT TR
Y RETREREN, 2ENEEEANYRY, TE2RBREARTERK.

mAU j
50 §

ZATENBIRERN BRI EEE

mAU 1
50 4
40 4
30 §
20 9§
10 4
U 3

0 5 10 15 20 25 30 35 40 min

PR Ap 4 a2

23



24

it — WS TRk

REBERASTAR:
MIRBGRFENT —WEENAM R, BT NS INSEFRERHTTE OY
WRRT REMREEMRROER, IBNEFAMTRE-—HD BIRECSER

FNEAEHRNAERBRRNTHTEENRELS . ZECRERGEROEL
BENEAREREER.

ol
=]
=]

13339 o
19310 »~

17.957
21.191
32.872

=N W s
o o o o o
11.621

:

(=2
o
13374
19361 =~ |
ol

T T T T T T
0 10 20 30 40 50min

REBMPEMRZBHEERANER,

HESHR: REENFEHEREMTREY

FIRAATMBREE. ZIEERARNTEENRRACEFIBLNFRAE,
—AAERE TRNERNTERNTENRTINES, F—TEGERT mRELRES|
AEEIRE.

ZECBIERAEELOEMIEY R, #—SRIQUTENTEY, BT E5H
MM, BUYMRMTE. TF ZEAABHFRATR, HITNAEMRER
WARERERENSTEE.



%

REMEHmE

A MRHIE

TR HRSMAH:

BRMBUENT 448 MERMENT. KFE. PTRENTESER. METAH
FEHMEENEENRR, FINEHNRRMRMAROXFES, RURER
REVNETE RECENEHRE, B L#H—SRSEXMRMEHRZHMN
HEM

fnsEx BREARERNENERRUTENARSEIT, RETENWERE. NE
AEHRAARXARTFREOEEEN SR I Z P& A EAFIER TR
HOUABERREREMIE . #—FPEMEERMNENAREERENSEEE
B, RERENARERSE, FRRENHT. ARIHRETANSS

BMRHAERMIERORE: #—PMBEN AR ROMR, ELEMEHH
HAERMRER, BREUNFEENEETE
HHTEREENRREREEMEN A EROREGEHF (WEEAS) NEE
REFBREOEE, MERHATHRRENRE S, a7 BRAROHRNNEH
IR R EENANNE. IHNNEANEFEFNTRSESN, RS
iRESE gk

ERNRARDFRATARNRELRS, RNBAECNETENEMNE T EN
KRR
REEMETBRMBRBNTERTAMNERN, H RO EATHEN P ORA,
hsEx & BB EMHOTR, BUEEMRNTE

AENE. AAHRRETENIRT, #ERREIFENARERMNIKEREE
TEPRARBKIRNERTE, BRIVESRER, MRTEME. SRAM 1
TERTHAEENENHR

ss 5 a 2 IR RN B AN R AET

TR ERIFI =5 BB

MSMEEETREME, BRNGAT ZRTHRNANES, #EHERRBLIEE-
MAERNTENEN, ABARENENRMBBTERLEFSED RS, ATE
WM RIS FUBE DT ERTIEPLINCGEZEREEE, Wb, DIMNGEERR
WINARFPERTARTREENRERSNARNAIENE.

2015 FhR (PEZNA) BASEMERUBEBNTERTARNES, F RAMEEE
HALEANPHER, MENERYULMOTR. AVNRBEESTWENELERMN
EMERN, ANRBER. 4B% FRNEEZR (BT FHEFRHEE, TN
RSN RAETERE,

25
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LHE{E Cary 630 RGE R LS KBr (IRER &%

KRB FRETHLR.

« U R Cary 630 REFNREHHERE

o DKM DEER 4, HERECH 64 K, WENERALENK, FRRLHEER
HITEH DT

© DGR

%Transmittance

3800 3600 3400 3200 3000 2800 2600 2400 2200 2000 1800 1600 1400 1200 1000 800 600 400
Wavenumber

XA Cary 630 REDHAEFHXRER

Cary 630 ELSMNUAR AT 83T B iR, RGIMBHTHIORITSII T (LR AL,

BEMEAm A, URERTKIEEM KB MRER . REBFREA TN, TRMT
THHBARGDTHE. A ATR. BREFHG, RLIMTRET RRMETLE,
B ELRENAHNERER,



BHEMNRBERSTHR

HYEHREEYWANESANRKANMNA, BINEVREN-—NEZAEER.
RN HF RENTZKEN—MERTER.

AHENEM 1985 FRFBTTMKHEATEANS, 217 30 FHAERR, & 2010 FIR
(hEZGA) YPFEHTHLENRNRMELLT 4184, FRNHATEABRTE
%, RETRE,

#2015 FRR (FEZBE) S, SFHENSBI XEHOLML. BREENZES
RS R RN T A, BT HREENR, BT EEEHENR.

S TRENAPTERRUOMATE, RER 708/709 RINE H BN R G o] MR
BeETRE T E 8 AUE F9HE NI -

-

Agilent 708-DS ST R EHAANRWITE . LR/ ER/IMUE/ ZRE/BEEE

27
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ZHEf 708/709 RIFEENARGARL T ERBETENRN, RABREST AR
R, BRRAEFRENEEN, RENHTT TN B AR KIARRITER 8
MREERm LB ES S TR,

LRETUABAREEFTEREAMAEEBOTER 1, SRTEARTENE
ER R ERRHENLM A, 5 BT MARER A FRREEARAE N EFM 4.

EERERH 850D BFBERS, THUINBHNUNALENLINE, SEEHEEE. ELTERM UV/HPLC
BTG, MAMIRE T LREN TSR,

MRGALGEXEAN R THEESS

ET (PEHASHRACEEE) £—5 (2005) #2010 ik (FEAR) KFAR
REMRAMAEZRNE ARERIMMBENMINER, RERERRSEXENEE, FF
62015 FiR (FEZR) SAEEENMERALXTE. ZIERAMENTH-LIE
EFRERTRERENEGES GumE) NEEEBRNSERZ, BNEERTR
HAMNERES, ABRAFEENERATREZLENHREEER (Poroshell 120,
27um s 4um), RETHEERSEE, BHFAERERENTRERS TERE.



£ &

REMEHmE

AiHmE

BEMEXERNER, FREVHIREIERERHER, MRILFRNREERL,

FIRET "£9H Rt BREMRERHBAMKARK", WRFELES, &
AEEREREMNR

RIAE, BAIZERE. REMZNHG (WREEARRERTERANELE
EEGEFMRELANHAXBRNTERE, NSHERFIREN. SEEER
W), #—SIREYH R -

IEMAEMURSNER FsRMNES, RERNAEASE. SMRERRRUL X
HEMEEDFHRBENANEEUR T REROES, NRESRNZEHE, TR
EMEBE XA ONA NEAKBERN 7%

RERNATENASE. HLEHRRNRE

RENSERMDBEEERR

H—F IR WERRNTTENIEY, URESMNEBEREREZNRANETTERN
MR, BREXNNETENEREMTRENL,
RAEARARTEERER S RRSARKRNTTE, ARENZENR
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RERHRSMAH:

A W) S B AL 5 B LA el 2 T A 4 )

AYFRBBATINAMTEENRERIPRHNEE, RERBELRE (0A) BEXAXE
78 (USP) 73% <467> LM X— B #7R,

1. XM GC-FID HEARENARFHZE

BHRBHRARAGRENRNEENS, HATKBENEHOLERNAARE. R
BAARSNEEFER, AUNENANNETERNFEREIZTENEX. EHK
HETNE — SHEELINARREENGDELENNRNFR, XAREAMER
% 7697A 0 7890B SAREIE FID RNSFMHEAN, FANBESEZERRN AXHK
5991-1834CHCN..

ssL HP-INNOWax (835 19091N-113)
30 m x 320 pm A4, 2.5 pm df

KRS @

VF-624ms (#445 CP9014)

30 m x 320 pm W&, 1.8 pm df

KRR REEARBE RN EE TR

EPC  Agilent 7697A
TR RS

0.5 m x 320 pm
NENERRMARE

pA] VF-624ms

ES

0 ﬁ I2 .'3 lll '5 (IS '7 min

1 HP-INNOWax |1 23 |4

14
0.5 JL
04 , P A

1 2 3 3 5 6 7 min

o

X F Agilent 7697A TR= #8844 Agilent 78908 GC, IIEE GC/FID A4 USP M EBREKFAR 1 £5%
BATIBENEER (BRENNNEENITR)



BIREN VLS

USP BR1E (ppm) RSD (%)
1%
1 1N-Z82% 8 2.3
2 111-=828& 1500 1.7
3 R 4 19
4 x 2 17
5 12-28721% 5 2.1

2. DMF $8#R3FIRAEH 624 @S MERRENERL. FANETESERE
& 157 B 3Tk 5991-2206CHCN :

(5] Uit DMSO
1200{ A
Pl
1000 Ll
800
10 104 108 11.2 min

600 THTE
400- LE

B
200 n-AE

A ﬂ 5) THF L

2 4 6 8 w\__/ 12 14 14min
PA| B
1200 g
1000

DMSO

800+
600

400 5.86 6.2min

200- n-AE
\ (1S) iV

0 T T r T T T
2 4 6 8 10 12 14 14 min
158 Agilent HS/GC/FID Z 50 Agilent J&W DB-Select 624 Ul @38 DTRERINTAM (A) FIRE S5 % (B) B3
iSfERE

3. {EMEE 7697A T #2868 Agilent 5977A MSD #1 7890B GC i#{T USP
<467> BEBHNH

MEHE — SREARE T NUARBRFNN (BHAREBI RTINS H) REFS

heE, A SIMER, TMBALRR S, FEAESHNREE.

78 USP 467 757258 A, 7890B GC RREZEXHHED (MMI), FH 1 mm AR XEE
RITE (Ep44S 5190-4047), F130 m. 0.25 mm KREY VF-624 ms B4,

31
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16 2 XRBANNNERDT

X107
8.54
8
7.5
74
6.5 1
6
5.54
5
4.5
4
3.5
3
2.5+

il

Mgz (%)

0.5
04

i

1. 11-Z82%
2111-Z828%
3. MG ik
4K
5.12-Z82%

28 32 36 40 44

ERAKEHHREER 1 REEET

X102
Hoo1EE
0951 2. Z

&g 3. g8k
0l 4 EX-12Z8Z8K
0751 5.RRX-1.2 Z& 2%
07{ 6 IS

0.65- j
el T-HEk

S 055
1 051
=045
0.4
0.35-
0.3
0.25-
0.2 3
0.15]
0.1
0.051 : 2
04

48 52 56 60
RKERE (min)

f7/C

8. REFCk
9. 14-ZEFHEkR
10. B 7
1. 9%
12. 2%
13. BZH%
14. S —B%E
16. JF R

6.4

6.8

9

72

76 80 84

13,14

10

8.5

15

15 2 25 3 35 4

2A RIAFIRIAET/C

SREEHTIE (min)

45 5 55 6 65 7 75 8 85

9 95 10 105 1



18] 1. B2
2.2k
164 3.1.4 ZE &Kk

o

T T T T T T T T T T

2

0.24
Lu g JUL | L L
35

2 25 3 4 45 5 55 6 65 7 75 8 85 9 95 10 105 11
SKEERTIE (min)
2A 2 SIM & IEEIF SIM 4R [8)
. 12 23 34 45 56 67
1 3 5 8
751
7 1. 24
6.5 2. BHERR
6 3. &
5] 4.12-ZBEEZE
5 7 5. .WEZH
M 6. LR
~'m 7.2-2H
< 8. MENE
> 3.5
= 34
251
2 4 6
151
'I_
051 2
04N e | 5 L L
-0.54

4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 115 12 125 13 135 14 145
SREEHTIE (min)

2B FARFMAR SIM 247
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BXBREANL RO THEN R RE

USP BR1E A RSD SIM
(ppm) (%) RSD (%)
1% n=8
11- 2826 8 0.9
TIN-Z82k% 1500 19
g 4 15
x 2 0.7
12-28272% 5 0.9
2A % n=10
FEE 3000 2.8 2.4
7 410 33 2.3
—aRR 800 25 2.2
RR-1.2-Z826 1870 2.4 2.2
IFst-1.2-— 82 1% 1870 2.1 2.1
M Sk I 720 3.0 2.2
7Ny 3880 2.7 13
FERCKR 1180 4.3 16
14-Z8 &I Che 380 2.6 2.3
EFS 890 07 2.0
B3 360 19 2.1
& 2170 19 2.1
BZHX, WIBRX 2170 2.1 18
BRE 2170 2.1 1.8
2B % n=9
&2 290 3.2
HERR 50 3.8
afh 60 25
12-ZREE IR 100 2.7
=828 80 25
iz 200 39
2-CH 50 2.4
ERES 100 25

Agilent 7890B/5977A GC MSD RAELE 7697A MEHH A%, ARBAFINANTES
SHNENMMNREE, MSD EWREHE AP MBHAEANEZRANBAINIA,
ERZLERNMINANARNIZHAERFLAER. E1697TA TSRS, 1B
MHERBE, BERTHE +01°CZA, MK 0.001Psi FEEM EPC HHIHRMEHE, B
ERBUURAGME. TZRAGTEALAFERNSE,



YHle e EREEN AR EHREER

RERH 2010 FiR (FEAR) ZBEDFRBS, HAFRERZHET Agilent
Bio RIIBEHMNBAANR. ZWUEMNTENEHE 2015 Fik (FEHH) =BEY
# BEBD PR 19 M@, BE SEC, Pep Mapping, RP, IEX S BE#ERItIT 17 7,
BEIIRMT .

2015 R (FEZGE) =BEDH RBAHIE 19 MREFhHEE SEC. Pep Mapping. RP. IEX EHBERM 17 M

B FR N FER HEEEE Agilent BX &1+
AR CHNBEXAREZRESGRE  WEAKEASE SKC) TSK G5000x! (7.8x300) SEC-5, 1000A
EAB TR/ BREILEERR K& (pep mapping) c18 Adv.Bio. Pep Mapping
BB R ARZHKER (pHY) DFEXNDT (SEC) SEC-3, 300A
HETICHFRARRINERA (pHY) HFER/ND T (SEC) SEC-3, 300A
IHAEAABNE-N EHRAERP). BEHmRE C18 Poroshell 300SB C18
4% (RP) c18 Poroshell 300SB C18
fK (pep mapping) C8 5 C18 Adv.Bio. Pep Mapping
HERSE (RP) C18 (4um), AQC £74 Poroshell HPH
AHARMEEKAT 41 (SEC) BAEDBNFREHN 5~60kD SEC-3, 150A
ZENE (SEC) BAENBNFREN 5~60kD SEC-3, 150A
REBREITETR K& (pep mapping) C4 (Vydac) Adv.Bio. Pep Mapping; RP-mAb
4 (SEC) BADBEDFEH 10~500 KD (TSK 3000 SW) SEC-3, 300A
BT AMA (IEX) 55 PH B F A (ProPac WCX-10) Bio-mAb
BEFRERTRERREKE T 4% (RP) c18 Poroshell 300SB C18
R K (pep mapping) C8 5 C18 Adv.Bio. Pep Mapping
EAANRREKEFBERE (BE)  4E(RP) C4 Adv.Bio. Pep Mapping; RP-mAb

K& (pep mapping) C8 5 C18 Adv.Bio. Pep Mapping
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n SRR RS

ZRIEHESMASH:

2015 iR (PEZGA) MRERTIEMNE 271 #, BINEEIL 106%, HBXAMEFRIF
TR

EAGRON—BD, AEVASHRE. 22k EANENRAEMEAYZENA
AUNARREBETNEEZNTMW, 2015 FIR (HEMBRERIESRN) B, %
BV SHMNERERRRERABMNER, ANFHHNEERAEBMHLTHTHE
MELYNERUTR. HEMSHNNATUEREEEEN RGN KINEYS5H
BMAEERNTEN, —RESENTLBIAR. 1| HEMHENREFHNTR,
BRAEY (WERW. 2a%. ANF. REEE. NS TAESMURMINERY
RAFENDBHE) HRR. THEMARRER. THMREROFEATNE, a05
HEMZERERENTEY, AYEERDRNE BRI BHRK SR KA ER
MABRMRRE URINRINBES . QBINGEMEUNTR, FEEERANEDS
BMTER. MEMERENTLER, NEBEARNRA . RETRS. JEXHHE
HYMRETL (AiEN) EEMEREANKIHEARRENTLER.

NTHRER. AEMSHYNETERR, RECHUTACRARATENBRRTE.

HRWHIMAER

1. SHRSEBEARASHHE — BBMS GC-FID/MS BTFHRPEEFHMTH

BRAE
ERATLHRERIESRERS (QA/QC) F, HRNEBRNRNSHEEEN—N
REENNA. #HBEXAESMEHIEE (SHS). BHACH, ERXEEFHREN
2% (FID), BRUERNZF (MS) JBRFHEMEM. THLEER T —MRErE Y EN
GC-MS/FID 737%, ST IMEIRTAEI 50 ZFAHK . RABRAERA ST B #TT
FID 5 MS 947, 345 DB-1301 20 m x 0.18 mm X 2 ym,

ATERNT
BEEED
B [ FID
2 mL/min
} 1.34
mL/min
61888 0.75 mL/min 5“:785%
izt 7890A GC
1.41 mL/min
1
e[eeege"]"]" o o|| mEHEETEN
DB-1301 ) piseE] (SIM)/
20m x 0.18 mm i.d. x 2 pm 11 $3# (SCAN)

SHS-GC-FID/MS %1% &



190000
180000
170000
160000
150000
140000
130000
120000
110000
100000

90000

80000
70000 hl h
60000 U

e e e e
400 600 800 1000 12.00 1400 16.00 18.00 20.00 22.00 24.00  26.00
A ]

SHS-GC-FID/MS %t 56 MAFIR S¥HI 247

56 FA IR A GC-FID/MS 1M Tk FINEL

RSD
MR $—RAH. =3ppm

REHE % (ppm, 1E%HF 100 mg 7EMHS) %2 ZHEHF: =100 ppm

(min) 4 1 FID SCAN SIM
iz 2 2.77 No 3000 142 0.29 132 8.4 35 6.0
ERR 3 3.88 No 5000 33 0.09 6.2 37 28 11
78 3 411 No 5000 18.2 0.80 1.32 36 3.0 8.3
Z Bk 3 435 No 5000 14 0.06 6.0 35 35 13
- Z82Z8% 1 4.86 No 8 19 0.02 74 15.9 40 73
A 3 5.01 No 5000 47 013 201 49 40 24
SRM 3 5.37 C 5000 17.0 0.12 230 40 33 22
AR E 3 5.38 C 5000 141 033 27 3.1 33 08
5 2 5.71 No 410 1. 0.46 73 4.1 35 42
L RE 3 5.84 No 5000 28 0.16 40 25 38 28
—fRR 2 6.06 No 600 17 0.06 24 46 40 24
Z12- 2874 2 6.74 C 1870 09 0.01 9.0 4.1 40 13
RENTEHY 3 6.73 C 5000 2.4 0.02 75 32 33 14
EEk 2 7.42 No 290 1.2 0.03 44 25 32 09
ERE 3 8.11 No 5000 23 0.45 126 6.6 36 9.1
HERR 2 9.13 No 50 104 1.0 214 78 15 113
122871 2 9.24 Partial 1870 39 0.09 16 4.0 4.0 26
2-TH 3 9.33 Partial 5000 1.1 0.32 40 33 34 3.1
LB E 3 9.50 No 5000 12.4 05 19.1 34 43 38
2-TH 3 9.82 No 5000 18.4 16 64 7.0 39 2.0
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m SRk 3 9.96 No 5000 35 0.22 20 33 36 3.0
ffh 2 10.07 Partial 60 16 0.04 34 3.0 37 38
NI-Z828 1 10.51 C 1500 2.1 0.03 18.8 47 33 6.0
K 2 10.62 C 3880 19 0.03 2.90 33 35 1.0
U 1 10.93 No 4 0.71 0.04 45 5.7 33 6.0’
R®TE 3 11.32 No 5000 18 1.7 64 49 3.2 7.3
x 1 11.48 C 2 0.70 0.02 48 6.2 35 2.4
LREELE 2 11.48 c 50 835 248 2650 20° 95’ 167
122 "REREZKE 2 11.46 c 100 132 <35 65 45 32 55
122828 1 11.54 c 5 8.2 0.70 30 2.3 40 16
B RRE 3 11.74 No 5000 1.4 0.07 135 32 43 13
Eek 3 12.18 No 5000 13 0.06 35 33 36 18
1-TE 3 13.05 C 5000 211 11 178 6.9 5.1 11
=82 2 13.15 C 80 1.2 0.03 16 33 40 16
RERCK 2 13.61 No 1180 06 0.02 38 37 38 11
1428~ 2 14.08 No 380 30 0.41 141 35 35 4.4
LR 3 14.22 No 5000 13 0.20 16.2 36 39 18
LLERLE 2 14.96 No 160 576 115 1000 5.0° 14.1 3.0°
4-FE-D L 3 15.80 No 5000 5.8 0.16 11.9 3.0 33 0.9
RN 3 15.94 No 5000 73 16 76 56 43 36
ez 2 15.95 No 200 46 3.1 63 37 33 43
i3 2 16.16 No 890 0.4 0.02 36 42 39 11
LBRTHE 3 16.50 No 5000 5.4 0.44 10.1 3.4 41 09
L2 3 17.01 No 5000 19.3 0.94 84 41 39 45
2-CH 2 17.55 No 50 18 0.10 15.0 2.1 34 1.0
ZBETHE 3 17.80 No 5000 09 0.08 12.0 42 36 0.8
“RERERE (OMF) 2 18.59 No 880 962 192 2885 1227 1097 17.8°
EFS 2 19.03 No 360 07 0.03 85 35 39 13
i-—B% 2 19.23 No 2170 22 0.15 29 46 38 22
5 ZRE 2 19.45 No 2170 05 0.03 59 38 38 1.2
B-ZRE 2 20.22 No 2170 24 0.16 25 37 3.8 2.7
ZREZBRR (DMAC) 2 20.92 C 1090 154 18.8 3200 20° 17.3° 195°
FRE 3 20.92 C 5000 0.2 0.03 <1 40 3.7 18
IR 3 21.07 No 5000 2.7 0.13 <1 27 33 15
T-RE2 MR 2 25.19 No 4840 6150 117 6150 ND’ 12.17 ND’
mELE 2 26.72 No 100 1.7 0.12 125 42 35 13
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2. Agilent 5977A %3] GC/MSD ERBESEN MM DE = PEER

FE_FRESABE_FREANEE, BEREEEN FHTREENNETE
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REF, THEIEFSBREM. THIXFIRA 5977A 3 GC/MSD 7 EI # PCI A

BEEA T AMZBENTEZRREHRTHT. B4 HP-5ms Ul 30 m x 0.25 mm,
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x10?
2.6+ x10?
24 1.4 1
291 1.3 1
B 293 121 BT 307
24
1.1
1.84 1]
1.64 0.9
= 1.4 0.8
E 1 0.7 1
14 0.6 -
0.84 0.5 1
0.4 1
0.6 034
0.4 021
0.2 0.1 1
0-= - . ; . . . 0-2_ . . ; . ; .
104 108 112 116 12 124 128 108 112 116 12 124 128 132
REME (S8 REME (5

% 0.1 mg/L 8 DINP (A& F1DIDP (AE) EEHHHRAABEN SIM BMNEIEE

x108
24 279.2

g%

222.1
0d 881 1210 148.1 L1 2962 3710

80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440
X108 RERE (54

149.0

N Rz
-

34 205.1

1 1231 1771

0J_832 L.

223.1 27?-2 319.2

80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440
REME (540

5 mg/L DBP YRS FR%x PCI HEE



Agilent 5977A GC/MSD £ Etune FIEB FEB R (El) 23 TR MBE - FREEMNRMEALNR
(MDL) /NF 0.01 mg/mL BAEM#RERZ (RSD) /MF 5%, 5977A %35 GC/MSD 3 PCI
HEEL, EBREEENERE. EBRR B MTAFENEE. RE PO RANR
BEBERE. BETMERESHAF/HNFEF, NIESE-FREXLENZ
BRALEENZER, FHNTRAEWEENTR_FREXLEY.

HEMSHMHEETHEHRRHR

1. SHEBESSERASHAR — SHEE — RiLEITEH R SHEN
B

EFkR, ERERMHNZEMREEREEAMBXE TRRAAMBABEEN
BSEENRMERMSESR. HPAFERIZE (PVC) BRIEEMRIEN, AT HEE
BHMREN, TRENMNEL, DAMANENG, HBREIRRENER. NG
RAEERNNEL, BRIEANANENURAMBENGEN, ALRGAEE, EE3ELY
TUNEBAENEESNS SARRERSE. BE. FiE. RERNADBESZYE
SENFM, XATHEEENEERBINENSEMA T EMENBHNRREN, HE
HEEMHESEENRMENRET RE. #RENTTE.

#10°
78] +TICSIMTEDEAD

11
6.8
6.4
6.0 0514

56 #9930 [ 459
512
18

12,814
12810

44 11881
10
]

o 36
R *6487‘

g5

2.8 “5.444
2.4
0

4]

12
0.2
0.4

1

34 38 42 46 50 54 5B B2 66 70 A4 78 8 86 00 0.4 08 102 106 10 114 18 122 125 130
Acquisition time (min)

*10.85%

GC/MS #4711 SRR AR AR KA TIC B

Agilent 5977A GC/MSD 44 11 FhBEHHRIE IR

Lowest S/N Instrument

concentration (pg/L) (peak-to-peak) detection limit (ng/L)
Diethyl tin 1.88 19 0.30
Methyl tin 1.33 91 0.04
Di-n-propyl tin 1.86 29 0.19
Butyl tin 1.73 40 0.13
Di-butyl tin 1.67 27 0.17
Tri-butyl tin 1.56 6 0.78
n-Octyl tin 1.25 30 0.13
Tetra-butyl tin 1.75 19 0.28
Di-phenyl tin 1.38 16 0.26
Di-n-octyl tin 1.06 12 0.27
Tri-phenyl tin 1.32 29 0.13

M
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i, 801 [Dimethyitin]

TSD [Methyl tin]

TSD1 [Di-p-propyl tin]

T501 [Butyl tin]

s
RR 10 1930 , = 250 | 1] 2380 |
5 \ 05 | 06 i 16 H
|| 1.6 | 0.8 il 0.8 |
4 ‘ 14 |‘ 1.7 I 17 ol
3] ‘ 12 | 0.6 I\ " | 06 hil |
Aq] | 10 [ LS A /1 18] ) [ ‘JI
I il ne A AT 0]/ VAN
iE S| o 0.8 e L~ 15 O N R ~ raf \\/\» -/ C NGNS
33 34 35 96 87 88 30 f1 42 43 44 45 46 53 64 65 BB | 67 G35 685 ' 655 685 675
TSD1[Di-butyl tin] " TSD1[Tri-butyl tin] TSD1 [p-Octyl tin] w02 T5D1 [Tetrabutyl tin]
=109 2630 USRI *108] 2010 2010
[ 3z ( § |‘ ? .
10 I | | I
I 8 | . | b |
38 \ vt | i 5 ‘
30 i \‘ P \ f
15 | 20 | A I I \!
0 f ‘ 16 AT I N 3 [
| ! A ANV | | AN
W e ] e LW AL VF/‘ PN AV s
75 76 77 18 74 845 855 BES  BJ5 8BS BS | 005 475 825 035 975 935 415 935 0B%
10 T501[Diphenyl tin] TSD1 [Di-p-octyl tin] TSD1 [Triphenyl tin]
101 3010 210%4 3750 #1014 351
12 'I 1.4 / 2.6 I
11 13 {1\ 7.4 H
10 I 12 [ 73
i [ i AU |
\
08 I 1 A \ 1 I
' (RPN | )N il
0E A i . [
/e 0'g J\/ 11
L S [ I L O W
07 108 150 100 e 1 e {9 1i0 (R R ERE TR

11 FEVGERIE LRIIE (~1.5 ug/L) HIEE

1 HEVGEARRE S EIEIM (n=7)

Std 1 Std 2 NOK] Std 4 Std 5 Std 6

(~15pg/l) (~6.0pg/L) (~15pg/L) (-30pg/L) (~7Ung/L) (-225 pg/L)
Diethyl tin 7.29 439 3.00 0.68 0.54 0.68
Methyl tin 1.28 0.88 1.62 0.63 0.76 0.5
Di-n-propyl tin 4.4 1.26 1.73 0.53 1.01 1.04
Butyl tin 3.20 1.08 1.69 0.63 0.85 1.03
Di-butyl tin 2.49 0.85 1.98 0.57 1.01 0.98
Tri-butyl tin 4.49 1.68 1.88 0.44 1.28 1.21
n-Octyl tin 1.50 1.70 2.00 0.83 0.85 1.20
Tetra-butyl tin 6.94 1.85 1.80 0.71 117 0.94
Di-phenyl tin 4.08 1.16 2.08 0.46 0.87 0.85
Di-n-octyl tin 3.10 1.15 2.20 0.83 1.27 1.55
Tri-phenyl tin 458 1.04 224 0.67 0.94 1.17

Agilent 5977A GC/MSD BEERERA B RBE S TR, NEEBRERIRALNRE
MEBMNMBEZEFESHNREMSENMN, TUH SR =T HRERHN



2. IHMEEEZHEMSITPIRA
MSMEENEZREHNNDMYRAFEMNERTR. BEVRNLIIEENERAR
BRENTENHEEAR, RUTEEEFNREE RS ATR) F, EFRIERINEE
HREENLMNEEREN, BELMEFLE, REERFRELIEN—ZEHA
HAKRBYAR SRR ASEEEMNARRALEZ AR NSRS LEA.
BHEARENERHATILE, SINGEERNEREAEREN. HEMNHIENTTEE
BOEARE. BAARNERFARR. JLEFLETAENLRER. IRAER
5 (ATR) ZRTHAREH MBI AEMEERNONR, NERRELATHEMHRN,

RARH. HHBEROLR,

o U3, R Cary 630 TH + $5F ATR ﬁ
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R AN BEN
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— RZH
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e
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43



44

3. FRFA%EL JAW DB-EUPAH GC it ST BEHRPHESESHFIZ (PAH)

L1 J&W DB-EUPAH GC B A T git, TJATAMREESEHM PAH, MTX
BINBT —F GC/MS Jrik, ALK EENERRMBRAL 20 # PAH, £11516 #
EPA ESEHIA PAH MK 4 FhRE S @B MR PAH (BFERF [[] eA. K3 [e] &,
2-BEZM1-REER) . ATHRERVERNE, ECEMNERT AMELERICH PAH

(MRZE. MAE. MAE. RREMMAIE) EHAE, FXBMRZBEEREIER
AR, Bk Agilent J&W DB-EUPAH, 20 m x 0.18 mm x 0.14 ym,
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PAHs fAREIE N R 4 1 SER

Range of Correlation Recovery (%) Recovery (%)
linearity (ng) coefficient (R?) plastic sample rubber sample
Naphthalene 0.005-0.5 0.9997 100 101.99 106.7
2-Methylnaphthalene 0.005-0.5 0.9999 100 93.3 95.7
1*Mettiylnaphttialene 0.005-0.5 0.9998 100 91.22 926
Acenaphthylene 0.005-0.5 0.9996 100 111.32 120.8
Acenaphttiene 0.005-0.5 0.9999 100 98.45 109.0
Fluorene 0.005-0.5 0.9994 100 107.66 114.6
Phenanthrene 0.005-0.5 0.9999 100 92.54 109.1
Anthracene 0.005-0.5 0.9992 100 106 110.8
Fluoranthene 0.005-0.5 0.9990 100 110.52 119.4
Pyrene 0.005-0.5 0.9996 100 111.62 104.0
Benzo[a]anthracene 0.005-0.5 0.9985 100 102.61 118.5
Chrysene 0.005-0.5 0.9998 100 107.67 95.9
Benzo[b]fluoranthene 0.005-0.5 0.9998 100 103.18 114.6
Ben2o[j]fluoranthene 0.005-0.5 0.9983 100 103.02 118.9
Benzo[k]fluoranthene 0.005-0.5 0.9990 100 91.13 88.8
Benzo[e]pyrene 0.005-0.5 0.9992 100 90.8 92.3
Benzo[a]pyrene 0.005-0.5 0.9997 100 106.58 119.2
Indeno[1f2f3-ctd]pyrene 0.005-0.5 0.9989 100 75.36 79.9
Dibenzo[a,h]anthracene 0.005-0.5 0.9989 100 80.47 89.9
Ben2o | gfhfilperylene 0.005-0.5 0.9993 100 76.45 735

FiE 26 7 PAHs (L &#ERREB BT Agilent DB-EUPAH BIERRFHIANE. BREFRFNEMTERDYCE, iE
B L RKBIFR PR (A S EAH RERTH B iR PAH #TRERNNFIANN RERSHERMY,
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www.agilent.com.cn
EHRLBNRERE L.
www.agilent.com/chem/contactus-cn
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LSCA-China_800@agilent.com
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