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AIXEFEH—MAHRE. RESMKPREBNUENMES SPE A&, %A ERF
BEYMISREYE, EXEERACRERMEBMNENRERF. HERER (MRL) B
Bl 0.10 ppt E 15 ppt; EREEEE 70% E 130% ZIE; XBHUAMHERER
% (RSD) KT 10%. HITERT S SPE FiEBENERIBEE, RHEETAS
KALEERE (EFE#K) PRKESTIRETEER.

2L,

AY

WEFAKPARAIENREWERNF R, ERVMKFEESTHRTEFEREES
(1], BFXEYBRAFE. HIRR R FRIEX A LR RINTRIEIE B A 1= A B,
F B ERE LB XK FRIHETEY (CEC). AXRBAKTRAISHRES
NYEREY, EPREENMMRELE ng/L (FiZ82Z—, ppt) HEISRMEKALE
4.

EA—&4 CEC RAMTHY, MBI—BoNSEMBEETHREYE, KEREE
RFIE CEC Z TFATHRAMMEIM LS ARH. Eit, EPA BIE TIEZETLEY LR EN
(UCMR) A FiFfli7kiEs CEC MBERAD. =AY UCMR3 BEMHE 2013 2 2015 1
f 30 MiThY., BX. XRE. ARBLKREHESSIHERE. FRBENHFE
itz 2],

mif

-+ Agilent Technologies



EEKRPRESFINEEZ AT, RUFTERZNERE
HALRSERITGIES TR, RN AEELZHNES
WMZABERRMEM 1 LA, FXRERHTERER, £2&E
MERRE, ZEFEEENEAEHRR. ERXENANUR
KERNAEA,

AR IR T —MELk SPEREEE %, SHEREER
PRERILE, TREROAENERE. ZHERBRER
R Y ng/L BREFVTEY. % UHPLC/MS/MS Fik
FERTESHANBREYERERE, ZEHENEELERET
Agilent 1290 Infinity REBIE RS L, TLREFES Agilent 6460
LC/MS ZEMMHZEHR . 2aKEMERE/ ARBEESF
iR (ESI), REBTEKEME, ZREEN (MRM) BEMBE 24 #F
HiTLYH MRLFEZ 0.10 ppt, BEAST 15 ppt. KEHEN
MR E W T S R G BV AR MR E, SERZE 70% E 130%, IF
BASBAUEMIERERERT 10%. ZAEEERE, B
BFBNEAGERRE (MNKBISHTHY) PixLsRh
a8,

XEER A

RELINER ]

BRAMKATEMLN, EtikH (RS4E) HYWA Sigma
Aldrich 28], BR/REWE Cerilliant 27, =§4£WE Alfa Aesar
NE. BERERRNH®: EEREFERETRE, 5&K
B A 500 pg/mL MIEMIRHEESER. REHNEERE BRI
(5 pg/mL) KBS, B HPLC FEKk#HHE% i & i i B 4
BEHERERIRE,

RCHEBRARIR 15C,- 2 RFRMN 5C, 2 RFRBREMWE
Wellington K322 ; #MKE-d MIE Toronto Research Chemicals;
HIEFF-d, B C/D/N Isotopes K51, Hip WA SIHFEIER
SRE (WR1) . EANAERNYRASTAE, EATEA
B/ RitHir. RARZPEMZBMYE Burdick & Jackson, T
HPLC &k MIE KR,

F£ 1. IFCHERAEY

ted AL
PR it 4.190,d,
WE A-'3C,, LEFEH-C,
mEER-13c, 2FETH-C,
FEAEE-dy, LEERERLE-5C,
ZZERE/BE-dg HKER-dg
BFIT-ds IR ERTM-dg
FET F-dg o i o
ik d-d3 =848y,
R/RIE-d; BRI dg
W28

Z4:% Agilent 1200 Infinity KB BIER GRS Agilent 6460A
—EMRATR/ RBEAREHITHA ., EXEERSKER Agilent
1200 Z3IMTER. B 900 pL it EH[MZIIHEINEER Agilent
1200 Bah#tAERE. AI4RiENBIER (/1) . 1218/2 U/MvEE
i (8 2) LK Agilent 1290 Infinity i &IE, & 1 R,

2 BRT EHMERBAME, K203 5 T RERIER M.
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K2 T4 SPE £14

%3 HPLC FIE%H) ESI- 5 ESI+ MS NFE5#E

piii HPLC %fF
SPE PLRP-S, 15 um ST Agilent Poroshell 120 EC 50 mm x 2.1 mm Ef&
RE 30°C (EB4-= 699775-902)
= 2x 750 pL, £ 1.5 mL g 30°C
HREREE B 500 pL/min et A=7K+01% (v/v) ZB
SRR 200 pL/min B=2Z, 01% (v/v) ZB
RN & 0.5 mm iB1THYIE 14 min + 1.5 min/31E17AT ]
TR Bk 0.7 mL/min
it 0.7 mL/min SPE BiEHAERHE  BHEl (min) wEhiE
AL A=7K+0.1% (v/v) 2B 0 5% B
B= Z}}E/ﬁﬁ@%@ﬂ% (1 @;: ) 2 5% B
C=2ZK+0.1% (v/v) 2B
R 35 25% B
SPE BIEHAIEMBE Bl (min) A B ¢
9 100% B
0 95% 0% 5%
15 5% B
5.5 0% 100% 0% o
9 RIE{TEHE: 1.5 min
11.1 95% 0% 5%
BIE{TEYiE: 2.9 mi koo
o RS 29 min RESH ES| B, FREAL AR, HEERLEN
R E B}i& (min) s .
HERE 375°C
1 1 (ZER) .
HRRE 12 L/min
55 2 (k8
TRIEE 250 °C
135 1 (ZER) B 1 Umi
AR e {{%_;F h 45 .
EUREE psig
TREX (DRAW) BRAIRER B
ﬁz;ﬂﬁgij\mf ;H:HEJ: AERIEREN PR EEOV: RE 1800V
2, EMRKEEHHINERIH R
; . fE
(EJECT) $18 Vcap IEJE 4000 V; $iJE 3500 V
A EMV 400V
FERARIMRBEEINEERE (DRAW) Lk
HRE
118 (VALVE) JT#ZE “F@E”
1% (WAIT) 3.5 min
ITAEH (REMOTE): BZBEF&LEES “BE”
EmpihE THEH

FAERNATKRE, FARERELRPSINEAK
B, ERXKRERERN, mE RTINS KRS SR AR
YKEA 100 ppt WM. AR, EHAWE GE Whatman A FHI
0.2 pm FHIRBUERFEITIIE. REFEHERR. —4
H15mL MR, S—HR HPLC RH4AkHE5E (300 uL#
. 01200 pL7k) SR TR BT & 4SEE MR,
REBENAAE [2) DMER 1 L kRIS SPE (EARTER,

FATIHT 24 AW REBK AR MRM BFXY,



F4. BRI (MRM) ESI 5%

iA=L R BBEHiaE BEF FEF BHEE fliiEEEE ESI £
190.1 130 15 E
FT&i&R 3.1 267.1
145 130 20 E
‘ 218 176 140 15 E
P hL i 6.4
216 174 140 15 E
P4 -d g 6.4 221 179 140 15 E
212 115 11 i
WE A 6.54 227
133 115 19 i
WA A-3Cy, 6.54 239 224 115 1 f
138 104 16 I
TRE 43 195.1
110.1 104 24 E
mEER-"3c, 43 198.1 140 104 E
194 120 15 E
TREE 6.06 237
179 120 35 E
+5#EF-d,, 6.54 247 204 120 15 E
119 110 15 E
ZZEBRERR 6.44 192
91 110 30 E
ZZERERBRE-dg 6.44 198 119110 15 E
183.1 120 30 f
-4 6.91 269.2
145.1 120 37 #
T 6.28 310 148 90 5 E
AAIT-dg 6.28 315 153 90 5 E
HEFF 7.93 249.2 121 75 6 f
FETF-dg 7.93 255 121 75 6 i
wig%F 7.52 205 161 50 0 f
i&-dg 752 208 164 50 0 i
158 70 5 E
R/RIE 5.4 219
55 70 20 E
R/RIB-d, 5.4 226.1 165.1 70 5 I
170 55 4 bl
FLE 6.72 229
169 55 24 f



F4. ZRESET (MRM) ESI #4758 ()

iA=L {7 BREiE] BEF FEF BREE fliiEEEE ESI =
EHE4E13C,dy 6.72 233 169 55 24 il

98.9 133 29 i
2RTE 6.1 298.8

80 133 45 il

368.9 86 5 f
LRFR 6.72 4129

169 86 5 7]
2FER-°C, 6.72 416.9 371.9 86 5 1

99 210 50 #
L EF IR 7.79 498.9

80 210 50 i
SEERHEE-5C, 7.79 502.9 99 210 50 il

162.1 70 9 i
KR 4.85 2193

91.1 70 25 i
FNKER-dg 4.82 224 167 70 9 i

132 72 16 E
A 5.85 202.1

68.1 72 36 T

156 80 10 E
g 5.35 254

92 80 30 E
BREERTM.d 5.35 260 162 80 10 T
BER=R 7.1 285 222.8 95 10 E

99 72 16 i
BB RE 7.13 327

81 72 70 i
£ 6.5 289.2 97 100 25 3

160 110 5 f
=S+ 8.22 313

126 110 25 #
=SR-3 8.22 318.9 159.9 110 5 #

37 75 5 i
=84 8.33 289

35 75 5 #
=84y, 8.33 299 35.1 75 8 i

261 75 25 i
=R 3 4.48 291

230 75 25 i
FETIE-dg 4.48 294 264 75 25 E
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%% SPE R{ERE

Bk (REFAY) RANBSHERN 2 mL RREEHS. &
Ham (ER15ml) FATESFHRANRENEERE, ZEEH
ERERE 128/2 it EEER (TR, 2518, LE2A),
BETMEZARARM/ME, KERESNERR (LE 24) .
BE, K4 3min BEREHE. AREER (15@) IHREXER
L& (WE2B), EEEBERLBIEMREE.

BHERN 2 TYALMEZ Agilent Poroshell 120 EC 24T L, #E
#AT LC/MS/MS 9. REERBRN B (ZB/RAEE/ i)
(1:1:1, WE 2B) EikE. Tﬁ*ﬁiﬁﬁ&ﬁh, W& 1 SR
EZLHNUE (B2A), IRBEEEENT EHRTERER B
H—HEREERE, REBBANEHREHR 100% BH A (K +
0.1% ZER) . E&MTT— MR,

X FiEkiEm, BRTESFH AN SPE H@ETHITED 100 X
B, ARG 1281 25/, BLE2) RET—RIV,
BFT—#EF,

HikMaE

FELWFF & —FhIELEBEEL (SPE) LC/MS/MS Fik, Tt
HEUANERSERRINTIRIENERNRY, RE. REE
TR 24 ¥ ppt ZENITEY (R 5) . FiEM AR EA
19 min, F7E 3 Z 880 ng/L (ppt) Mk ESEE MRKEN S M
KAERZ, &HEME R2(E>0995 (A3),

#5 BEIHY

L& 23

& &R B-REBHE
DK E 0= RREF

WE A gl

L 353 FEH

ABE kL]
“ZERERE il
R AR
3] HE

AT ERZ
EEFF MABEREZY
L2 et

iR/RIE NERHY
S AR
ERTHE BRREEMER
ERFR BRREEMER
SRFRBRE BRREEER
KR M)
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=R&E B /R i

x107 Z§4% R/RE

v = 3.424333E%"x + 0.001473 229"y =0.004197"x + -0.020301
281 R2=0.99843124 fg R?=0.99942273
244 161
1 141
g2.0 13]
=3 =10
1.2 5208
0.8 0.6
: 0.4
0.4’ 02,
07 0,
0 100 200 300 400 500 600 700 800 900 0 60 120 180 240 300 360 420 480 540
KE (ng/mL) KE (ng/mL)
Iyt ZZEBXERE 3-880 ppt
x10" HikEg x10'" ZZERFER
10 Y= 0.011469° + 2.580090E * 0.91 y=0.010223"x + 0.239925
09| F=099859231 0.8{ R?=0.99818302
081 07l
0.7+ 0.6
ggg o5,
[ £04
arr ol
0.2+ 0.24
0.1 0.1
07 0,
0 100 200 300 400 500 600 700 800 900 0 100 200 300 400 500 600 700 800 900
R (ng/mL) RE (ng/mL)

B3 FEHATYRHERERL. = [EERGEEY (5880 ppt). BR/AIE (3-510 ppt) 1= Z B BRBEE (3-880 ppt)

ERMERERES TR =% HPLC RAKNERMS K6 BRI MAL (ppt)

B MRL, 3% MRL EXANBRIKEEEHEZXFEE o9 MRL ity MRL
BBk (S/N) > 10 HERIERE, R6FIHTHE 24 MWW mess 15 BB 05
# MRL, (S 5 4T3 10
WE A 10 2ETH 10
EAMA 20 ppt #0100 ppt BEARHMBAKERUERKE,  yug 05 Py £y 10
Rk E IR RIS IR EIMFREER S 90% LML EYHNEKRE oz 25 SF SRR 10
BF 70%-130% BB, K280% HUAMERREENE  —CEFFEHE 01 KR 15
BEIMEMRERE (RSD) MF 10% (R 7). B 2 i 15
ELiipa) 10 s 25
FESF 15 BE =S AEE 05
migs 10 =S 1
EEFIE 5 =84 5

HBETTER TERIFEN I,



F7. BHKEHWERRED WA EN %

%8 74k SPE it 5154 SPE FrikHIEI 3T

20 ppt 100 ppt 1% SPE E# SPE
iA=L Gl RSD (%) [EllgZE RSD (%) iA=L EMgZ (%)  RSD (%) [EME (%)  RSD (%)
W &g /R 89 08 85 6.2 P4 i 108 0.8 94 19
TR 92 28 96 14 WE A 87 8.1 97 116
HEFIE 88 55 108 29 E35S] 105 5 95 43
KR 70 11.9 86 2.3 FOFEE 114 6.4 117 1.3
FERR 107 23 100 0.9 ZZEBREER 106 0.8 96 16
R/RE 115 15 103 07 H/RFRE NA NA NA NA
i) 106 2.0 111 0.6 i3] NA NA NA NA
HRFEE 115 1.2 74 1.6 T 129 5.2 97 2.3
+OREFE 89 15 99 25 HEFF 122 48 93 2.7
2RTH 94 35 98 2.2 g% 105 3.2 92 5.7
AT 85 55 93 48 AR/RIE 97 06 74 15
P 22 86 23 99 19 FLE 111 29 89 1.4
ZZEREEBRE 138 18.4 113 19 2R TR 105 25 111 8
E A 93 215 119 11.9 SEER 135 38 121 6.4
£ 115 9.3 94 22 SRERERE 127 6.2 94 9
FLE 96 6.5 93 36 KR 110 17.1 96 15
SEER 86 237 91 14.1 2= 81 09 73 2
i3 99 133 152 19.9 LR 99 14 98 17
BE=SREE NA NA 80 15.8 HER=SAER 87 16 119 29
Wigs 100 74 98 37 £ NA NA 42 24
SRERERE 125 4.2 117 36 =S+ 111 2 97 15
HEFF 99 6.7 111 23 =84 82 103 112 2.8
=S8R 109 12 102 3.2 g g 116 1.4 102 0.9
=84 91 38 100 24 NA = 4
‘5 RER
NA = 517
5t&4 SPE BIXEL BKGH

EEER T A AR RAKERMA 200 ppt BEFRSMUNES
TR, EIRMERES SPE FiEfntk%: SPE ik # T, AME
B BEIMEREEY (R8) . FIFLEL SPE BRIMFTEH
WA (2FEBMBI) HEKELT 80 % - 130 % SEEIN.,
BRINKEFAZ=SEEN, BHAEEENAEEMS TR RSD
INF 10%.

74 SPE BB RENTE R ERTHEMREFIITEY. &
BEL SPE AiExREEREF (MNKEIGHFEHY) M5k
PUTZRFATHH (R 9) . MEUEYWMMARERH THRAEM
KEEE, NEHESBBIERET. ARERSENERNR
YIRETEREESHITRE, R9BR, BSAPHIENIHN
WRIRERT 1000 ng/L; DEENMKEST 8000 ng/L: &5
KRR, ER—LFNMRIRENST 500 ng/L. M, F&
RESTH MRL KL EMELRPABKE.



#9. FASTUEREFEITRYRIRE (pt) WE

te Ak ik BiER Sk
&R 721 43 22 30
TR >8000 A 37 26
REERE 2030 61 47 8
KR 1676 514 443 670
g 6552 3941 4223 62
AR/RiE 693 618 636 612
i) <MRL <MRL <MRL <MRL
H/RFRE 158 78 85 7
+OREE 375 307 310 275
2ETH 36 67 97 84
T 71 22 23 27
P i <MRL <MRL <MRL <MRL
ZZEREER 1383 150 93 156
M A 310 20 30 <MRL
£ 45 <MRL <MRL <MRL
FLE >8000 180 117 <MRL
SEER <MRL <MRL <MRL <MRL
i3] <MRL <MRL <MRL <MRL
BE=SAREE 1791 1338 1213 1299
g >8000 88 55 55
SRERER 148 <MRL <MRL <MRL
HEFF >8000 119 85 66
=SFH 765 25 32 11
=8% 2227 73 124 97

2k

{ER7E% SPE St R BB AIKFHREFNY, RS
AAEMBERMAN, WA, ZHETAGALELE (BEN
k) FHKESTRERETENITER. KHEK MRL
1%, SEEA 0.10 ppt E 15 ppt. EIEEELT 70% Z 130% HISE
BlR, KE2LEWH RSDIET 10%, HELRATS%S SPER
ERGEEIMERBEEE,. B, B3ESK SPE/HPLC/MS/MS
REMEMABRPREBNTENANHERLEE, TSR
BENRENN, RESENY. SHEMNITER.

SE
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