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RmEEERNE
B P AGERREE

1 3EE

AKRUERLRE 188 b A I BB A PR 5 vk
ABREEE TN (I, % R ss) &l b IR IR 1 €

F—% REMRRBRNRHECIE-FRIE/ FREE

2 JRIE

AR HERL AR 8 PE AL BRI, TERRE I "Cobric 1 DI IR I PIAR T, LAAKCA SR EVA T,
203 [ A A B B 5 [ A 3 B A Jm - DAVBURA Bl — o / o % 14 25 B 7 2 1 B 00 (MR BIGaZE 3
52 HE I (SRM) HEAT SN, ARV RE &

3 IR

S BAERE U, AEFTHRF AL, K NGBIT 668230 1 f— 4K .
X7
iz (HCOOH): fhifhafi,
FIlZ (CH3OH): thifhali,
IECKE (n-CeHua): M4, EZEJEMd
LR ZME (CHCOOC,Hs): Zrifral, BRI .
ToKERIRAN (NaSO4) : 400 C, HikE 4h,
Bl [(NH4)2S04].
fEdE+ . Extrelut™ 20 802472 5.
2 FrfEm
2.1 HMEEERE (CH,=CHCONH,) hrdEf: (4ifE>99%) .
2.2 BCy MG (BCH2="CH®CONH,) #rifti (4ifE>98%).
3 tnERIRBVECH)
3.1 AEEL AR R R ROECE
301 ETRRGRR A A VAT (1000 mo/L) = AERAFRELS IS EERGhRE S, T B IA MO E R, N
J7 B A FE ) 1000 mg/L, & - 20 “CUkFE T R7E .
3.3.1.2 AWML AR (100 mg/L): A& HU A 1Bk Fcbr s 2 7 1 mL, N FFEEFGRE S 10 mL, ff
PRI FE J9 100 mg/L, B - 20 “CUKFH PR AR
3.3.1.3 NMMENZ T/EW 1T (10 mg/L) : BEUNMGELIZ ISR 1 mL, H 0.1% HREBEMESR
1
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GB 5009. 204—2014
10 mL, A PMEEERL RS 10 mg/L. Il FH B ECH] o

3.3.1.4 WMEME TARBW I (1 mo/L) = BHIAMBEE TA/EBHE 11 mL, H 0.1% M RRIEHMH R 2
10 mL,, {EPEIEREAEE N 1L mg/L. I FH s e i .

3.3.2 "CrAKELIRAIRAIR

3.3.2.1 BC,-PIMTIE MATAE & (1000 mg/L) « HERBFREL BCa-TN A BEEAR L, FH VAR I
SER, 8 BCo- TR E Jy 1000 mg/L, B - 20 CIKA 1R .

3.3.2.2 WH AW (10 mg/L): EAFRESTM 1 mL, FIHERREE 100 mL, f °Ca-A it
ik oy 10 mg/L, B - 20 ‘CUKAHARAT -

3.3.3 tmERZKTIERR

B 6 10 mL A8, ZrAI#E 0.1 mL. 0.5 mL. 1 mL PiBERE T/ 11C1 mg/L)F1 0.5 mL.
1 mL A1 3 mL P TAEWR 1 (10 mg/L) 5 AR TARRM (10 mg/L) 0.1 mL, F 0.1%H RV
BERZNE . FRAE R T RS R 3 58 10 pg/Ls 50 pg/L. 100 pg/L. 500 pg/L. 1000
ng/Ly 3000 pg/L, WHRAEEN 100 pg/Lo Il FHIS BT o

4 U/ E

4.1 WA ETE- S S (LC-MSIMS) .

4.2 HLB [EFHAERFE: 6 mL. 200 mg, BAH 2475 .
4.3 Bond Elut-Accucat [EAHAHH: 3 mL. 200 mg, BLAH 7 5.
4.4  HLURENL

4.5 TR AR

4.6 BAKGE

4.7 R

4.8 BEISEHTRE: K 30cm, FHENE 1.8cm.

4.9 INIERER.

4.10 HAIKEE,

4.1 ST RP: BEEHN 0.1 mg.

4.12 B5.0pL: HE<10000 r/m.

(¢

DL

5.1 RXHEEHIE
51.1 HHIEE

B 50 g ilBE, SMBENUERE, - 20 CAIEIRAE. AEFFREUARE 1 9g~2 g CRERA%) 0.001 gD, ANA 10
mg/L *Ca- P L PO AR TAEVE R 10 pL (8% 20 pl), #1°4F 100 ng (5% 200 ng) (1 *Ca-PI M IERL N
ALK 10 mL, PRFE 30 min J5, T 4000 r/m 250> 10 min, B EiERAHFAL .
5.1.2 ¥&EFKL

S AR R — RO AT AL
5.1.2.1 FEFEAHSEEEROE GEF D BRI EiE s iIn N iR % 159, #R¥% 10 min, fi#
HIESWME, T 4000 r/m B0 10 min, B EJEW 10 mL, & . W0 EEHRASE 10 mL, T AR IR
R o BUE RIS EATRE, TECHESIE/ D VRIS MR O K, KIKIESE 10 g To/KBREREN. 2 g iEdEE . FRER
59 %+ Extrelut™ 20 5 FiRREE FIBERE SR, BENENR . 70 mL IE O RRkdE, SEHIR

2



GB 5009. 204—2014
N 2 mU/min, 2 IECREMYER . H 70 mL LR LB Y ARG, R HIALECN 2 mU/min, WREEZ
PR LG W IR, FF1E 45 CKIRHIRE e 7%k T, Hl R L Be P 28 ROk =k (BFR 1 mLD),
HWH BRI 1 mL 0.1% HF BRI I E et - (E RS Pk EEAVAEE, A 1 mL
IE e, WiEdRY, T 3500 r/m &0 5 min, BUTZ/KHZ 0.22 um KM ERELLSE, £F LC-MS/MS JUI5E .
5.1.2.2 [EAAZEREEE GERE 2) - RPN B3Ed - imN 5 mL IE S e, FR¥FAEH 10 min, +
10000 r/m &0 5 min, BREANUHE, FFH 5 mL 1E Uk EE R —K, RIEKAH 6 mL £ 0.45 um /KAH
FERE L 38, FRHEAT HLB [E AU 1 b AL EE . HLB [ AH 2R HOR: 8 F AT A IRR 3 mL FEE . 3 mL ZKi&fk.
R85 mL I HLB [FEIAHAEE, WERR R, 5 4 mL 80% 1) H BE/KIEHDENL, WLER AR ue it
W, 5 A AT Bond Elut-Accucat [FAHAEHUR:4k; Bond Elut-Accucat [&]AH A UK v H
3mL HEE. 3mL KiEL S, 4 HLB [EAH RS A0 I A0 v _EAE, RS e R, W4
W, ARAR PR EBORGEEIET, FH 01%FIRIERERSE 1.0mL, £F LC-MS/MS ll5E .
5.2 U/ EEH

5.2.1 Big&H

iR Atlantis Cig 4 (5 pm. 2.1 mm 1.D.<150 mm) B&5 R4k .
ikE: Crg A9 HE (5 pum. 2.1 mm 1.D.>30 mm) =52k .
BN FFEE0.1%F R (10: 90, AR .
WiE: 0.2 mL/min .
BEREIARL: 25 uL.
HiR: 26 C,
5.2.2 [RiESH
5.2.2.1 Z=EMIRBEXRIEN

T 2 RME T (MRM),

R PHES M ZE B EJE (ESIH).

EMEHE: 3500V,

HEFLHE: 40V,

SHEST L ik 30.8 Vo

B TIRIEE: 80 C.

Ji RIS : 300 °Co

HTRHEREE: 6eV.

PR BT miz 72 T 1 m/z55. &1 miz 44,

BCs Ml BT miz 75, T T miz58. TE T miz 45,

SERBT: NEMEIZ N miz 55, °C, FiIEmEIZ A miz 58.
5.2.2.2 BETHHERKRIENY

Ry e R MBS T (SRMD.
R PHE T HBIE BEJE (ESIH).
5% i E: 5000 V.
InFAEMERE: 300 C.

#5: Ny, 40Arb.

B Ny, 20 Arb.

M S S (CID): 10 V.
MifEAEE: 40V,
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WG : BHEF m/z 720 T3 F miz55. FBF m/z 44,

Be, FilsEEG: BESF miz 75 F5F miz58. T BT m/z 45.

EREBT: NEMEIZ N miz 55, °C, PikEmEIZ A miz 58.

5.3 FRAEIZERYLRE]

Y bRt 251 TAEW 5 9 N TR €t - R B /0 R Gt 0 5 R L PR R A B e B G P b (g e T A, DA
BRRUE R B TR R HREIRE (ng/L) NMEAER, LAAMEEIE (miz 55) FIMCs PO BENE A AR
(m/z 58) TR AR EL A AL bR, ZethlbniEdh R
5.4 RXHEERRHINE

AR PR N RUR (i - R RGeS P EERE (miz 55) RICL i Bk P bR (miz 58)
T AR b, AR ARAE A5 2RI ISR GEAR R (ug/L) AT E IRECA > TR IR
5.5 Ri&air

43 PR A A RRUE 2R 5 AR N VRO € - B/ A R, 0 B B IR A B OB S A
HEAL~E A2) RIMEEEEA PR ETIAR,  DAOR BRI A) e B I R B i, SR TR A
75 T e £ T U 5 1 L (SN R T 3, A Hh Ak 50 0 £ B I 1) 5 A vV R Ak & R AR B
] — 25, [RS4SR A IR AF R 0 5 = 8 LG S AR RV ARk S 0 e il e =F 8 Lk —
;, VIR ZE WK 1.

* 1 EMNERENBTFFENRARIHRE

FHXT T HEE OV B R e 22
(FEZRIE11%) (RSD)
>50% +20%
>20%~50% +25%
>10%~20% +30%
<10% 450%

6 SIERFRAE

PR PRI & B AR (1) WERIEF L

e (1D
M
o
X WEEH IR R & &, AN R T (ugkg) s

BRI BEE (m/z 55) (A ikie 5 B3C; PIIATEIE AR (miz 58) (e i s i AR HG B X 7 F)
PIEBE TR, AN (ng)s

f—— A PRI R (AARN 10 pL B f=1 BRAFRA 20 uL i f=2)

M——II N A ARES FEURE R, BRAA T (g)s

THE S R LB F MR N IR I O 25 R E AT IMER R, S5 R0 = A0 A 83T (8L
NS LALDD »

A

7 RBEBE
1E 55 P2 TR A F P RO SEI 7 45 B 1 28 %) 22 (1 AN I B R F- HE 120%

8 Hft



GB 5009. 204—2014

J7% 7 B R 10 pg/ke.

X REMRNHEFRNSHEEIE-FEE

9 IR

Ao L F AR E VE R AL AR REREAR, ZEIRAE AN Cab i 1 PRI P AR, AR AT B 71

BURE SR IGBUR FH 228 o [ AR 7 AR BGSAE « IRBGRIRTAR SR SRR - £ BB B 1S A PR 22 s o 8 e
(MRM) s AR 3 - BT 1 (5 R 46836 2 7 H U (SIM)SEAT AL I, AT e

10

10.

10.
10.
10.
10.
10.
10.
10.
10.
10.
10.
10.

10.
10.

1

R Fa Rt
S BAES AU, ATNERTAAIE AL, KRR AR .

5

1 IECH (n-CeHu): 0, HAFLH.

2 LB ZME (CHsCOOC Hs): Zrffrall, HZ&JE1H.
3 TKEREREN (Na,SO4): 400 C, HL#% 4h,

4 TRERE [(NH,)2S04].

5 HiACHREREY (NayS;03 - 5H0).

6 | (Bry).

7 SJRFR (HBr): & >48.0%.

8 RiLH (KBr),

N

2

[ U U U U G U U G U

L9 ik, BmEZE (25°C) <0.01 mS/m.
10 BRARF o

11 REEEL. Extrelut™ 20 S0A 47 b .

iR BT &

1 MORIRIK: EEL 100 mL AB4ik, BT 200 mL FkE A, N 8 mL i, 4 CEbiE

8h, EAMEARKE.

10.2.2 k5. FREGRALEN 20.0 g, InEE4lK 50 mL, {5845, A 1.0 mL SR AT 16.0 mL
MIFIVRK, $B5), FEBAUKMRE S 100 mL, 4 CEELLRTTE .

10.2.3  iACHRERANA W (0.1 mol/L): FREVERACEREREN 2.48 g, IiEE4lizK 50 mL, 564k, Ml
A KFBEE 100 mL, 4°CREOGIRAE

10.
10.
10.
10.
10.

10.
10.

2.

3

AR e oW

il
FHRBAK R BRI i RPN PG IZ AR FE 7391125 10 pg/Ly 50 pg/L. 200 pg/L. 500 pg/L.

4 VBAETER A FREX 80 g MR L fhik, INEAiK 100 mL, EFEAEM, =IEME.
trEm
1 RMEEEZ (CH,=CHCONH, ) bRk . 41 E>99%.
2 BC.-IEEEE (PCH="CH"CONH,) #xifEf: #ifZ>98%.
PR RBEC
1 BRI M S N bRIATR . [H) 3.3.1 F113.3.2,
22 bR ARV BUS AN 10 mL BHER, 2 AFE 0.1 mL. 0.5 mL. 2 mL NEBERE TAEH
(1mg/L) #10.5mL K 1 mL @B TR T (1mg/L) 5 0.5 mL kR TAEER (1 mg/L)
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1000 pg/L, PIFRIKREN 50 pg/Lo. I F B FC) .

1M1 (UEMEE

1.1 SRS - DY M BT S B A((GC-MS)

11.2 i DB-5mskE (30 m>0.25 mm i.d.>0.25 um) BR& R
1.3 HLHRNL,

1.4 FeEZ AL

1.5 ARG

1.6 IRH#.

1.7 BEENTHE: K 30cm, HH&E 1.8cm.

11.8 JWIER G2

11.9 HAKEE.

11.10 43t RF: JE&EHN 0.1 mg.
1.1 B0l #E <10 000 r/m.

12 PSR

121 ilkEHE
12.1.1 #H&ER

HY 50 g K, M BENIRRE, - 20°CA IR IRAT - HERBFRIGAFE 2 g(FE#E ] 0.001 g0, JIA 10.0 mg/L
BCo- PRI M KRR 10 uL (B 20 pL), AH4T 100 ng (B8 200 ng) 1) BCo-TN 1ML 1A%, BN
afi7k 10 mL, #E% 30 min f5, T 4000 r/m .0 10 min, B E3SAAH
12.1.2 H&FKL

FERBER I B W IR ERER 15 9, 3R% 10 min, {FHFE/0 %%, T 4 000 r/m E5.0» 10 min,

B RV 10 mL, A . W BVERA 2 10 mL, U FHMORIBR R e b2« B IR B EATAE, 7EJRHEAD
VROIEAR, TR, RUIESE TR AR ERAN 10 9. Extrelut™ 20 %+ 2 g. FREX 5g Extrelut™ 20 fEi 15
R FRE LRI S S, BNENTHE . 70 mL I CbRkEE, EHIREN 2 mUmin, 3
FIECHEMBER . F 70 mL ZF LB HeL, FEHIRE N 2 mLimin, WA L8 LB, JEAE 45 C
KB PR R REILT, H OB CFRRG R RIIRE =X (R 1mb), JERHEBEZ A 1mL
A K FVE T, IRER Y . ERIR FIRE EZAHURE, N 1 mL IECkE, wiEky, T 3500 r/m
B0 5min, HUR Z/KAS HATA .

12.1.3 1%

PR IIAT A RS BGAR H MABF 1 mL, Jmiedk, 4 CitEZ/> 1h 5, fIA 0.1 mol/L i
RIBRFRENAE L) 100 pl, WnEdR B ERIRMATER: AN 2mL L8R 486, WiEdRY 1 min, T4 000
r/m B5.0 5 min, W FEE AR NG 0.1 g TOKRBRMIIRE T, AR LG 2 mL EREAHL,
HIANAE; FFEZ/D 05h, BEEN—RE, EESM NREIET, 0.5 mL LR LEREMRERE (F
B RIEAER R, BRI N LR ORERR, @, KA RS, &
905 mL, RARGFEACRI, HAEHER 0.1mL.), &H.

PRt RINETOATA . EERAE RFNAEAS 1.0 mL, $%08 ERPEAT A 5k F P31

13 UESEEN
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13.1 ®Big&Ht

. DB-5ms A (30 m=0.25 mm 1.D.>0.25 um) BREE R .
HERE LIRS : 120 CLREF 2 min, LA 40 C/min 3#EFF4 240 C, FEARFF 5 min.
R IR : 65 CARRF 1 min, LA 15 “C/min 3 EF+ 42 200 °C, LA 40 “C/min FIEEE T+ % 240 C,
FHARFE 5 min.
WA mAlRA (4ifE>99.999%), FEFTHE N 69 mPa, AH24F 10 psi.
Aoy IHERE, HEFEARFR 1 uL.
13.2 [RIESH

gy PSR (SIM) R

R PR EHIE (ED, BEEN 706V,

fERE IR : 250 C.

BRI 200 C.

WEAIZEIR : 6 min; ST REEMSA]: 6 min~12 min.

PR WS 8519 m/z 106 133, 150 1 152, €& 514 m/z 150.

BC- PRIz A bR I 8579 m/z 108, 136, 153 1 155, E&E T miz 155,
13.3  HRAERMLZRAFIME

AT FRUE R B AR BIVENSA - 3 R G0, W05 AH N ) 9 475 B A S L AR R T AR
DA HE R 7 TAETR I P BEOHERE IR (pg/L) REARKER,  DAP AR I e B e A bR B Co P A Tk i s B
TR B G AR L N AR, 2o 2t il 2k .

13. 4 RHEERREGNE

AT R VA VR N SO (- T R iy, 45 3 7 I8 Tk AT 7AW 3 C 5 TR I B e R e TR AR L, AR 41
Bt B 2615 2 ARV T IR BE R RER B Cug/L) AT E IRBUR DT 5K
13.5 JRi&o#h

I3 FPEARE AR R UE R 51 TAEBOE NS - R Ak, 0SB TR B (L A R
A3~ AL J IR AN P bR (W TRIRR DA B IS ) S B8 T =R B s i, 3B P RG: 000 £ T fe
EREIEAE L (SIN) KT 3, RIREE Fh AR AL A9 4 B B 18] 5 b v v b B ARl & A 4 B sk ] —
B, R IARRE  H FR A A S I 2 2R BT B SARAEIE TR B AR S i g R R 5
RFHIRZEILE 1.

14 SDERPFTA

KW, AR (D R R E G S &,

AL B DLE E A N RSP LI e 45 BN AR T ME RS, 45 R =008 88U (8
NS LD

15 HBEE

FE 5 GRS PAT AP TE S5 2R 280 ZE(E AN L S AT KB 920 %

16 Hfth
JiiFE E R0 pg/kg.
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K AL~ A2 2 LC-MS/MS Il 5 PR s B H (1) Jo 22 it el A i it P

RT. 6,89
100 AA: 18617022
- TIC
Go 4
3 ]
60
40
207 |
B RT: 446 RT: 654 RT: 884
o AA 437625 AA 19375 _J AN 274807
RT. 691
100 MA: 20728141
! f T2-+55
30:' | ’I
603 fl
i i
w0 &
3 i
2 RT:4.91 i
ol 059096 151 209 279 329 358, AA 226793 575 £20 _ S 816 870
RT: 6.89
100~ MA: 3220341
| A 7558
] |
80 I
5| [
60+ [
| |
40| i \
| | |
20#{ RT. 444 RT:5.10 ! \'\
° % 061 1.07 144 2.19 204 338 AA 102397 AA 77728 556 5587 ) =S 830 872
A BT R 3 T T T T T 7 L 5 e g L) ) o o o |
0 1 2 3 H 5 ] 7 3 g
Time (min)

M EE TR FIRE (TIC), PRI RE S TR (72—55) 1 BCo- T MMl Py bIL 3 25 T (75—58).

® © O
o o ©
alinialiae Tl

Relative Abundance

A1

§5.27

4431
|

58.28

4530

44 46 48 50

E R hABERE R R RARR “C- G B RN R E RiLE

AREE

7227

13C3PkREE R

7527
|

A2 TRIGELRE B AAR CC- AR BERZ A BRI E
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A2 B A3~ A4l GC-MS JUIE P4 A Ao Jot B i LRI i

Fized Spect

Fange 8.336 min. Scan: G568 Chan: 1 lon: 254 us RIC: 1221037 BC

152

100%— -

75% .

50%— -0 106 .

55

25 133 i)

] I|||| I.I Lyl ||I|||I|I|| I||||| 1 |||| Il Ly .|| ||| 18I? 204 |||

éﬂlllllllllwﬂll IIIII1%DIIIIIIIIIZdDIIIIIIIIIZéD
mfz

Fixed Spect 1
Range 8.321 min. Scan: 652 Chan: 1 lon: 446 us RIC: G57993 BC
1545

100%— -

75%] 1

50%—] 108 3
73

fats]
25

H ‘ 133 15 235
ol i || u || | | || || wl =08 |||

T " "
miz

u] ||||

VE: R AREERG R BC M EER .
A 3 FREARERRLITEY GC-NS £ EFRILE

R

RT: 6.9 -7 62
RT:7.21 ML:245EG
100 TICF: M3
Genesis fapas 01
1]
a =
2 o0 RT:7.21 ML: 354E5
" mi>= 14351505 F:
5 PAE Gene siz
2 50 Fapas-0l
z
=
RT: ¢ 20 ML:1SES
& 100 mi=1545-1555 F:
PAE Gene siz
50 Fapas-0l
G4 Lk 6.6 G6F 6.2 6.9 T.0 71 T2 T2 7.4 75 T.h

Time (min’
W AN EETRICHRE FRE. RIEBIEATAEY miz 150 K BC, I BEIEATAY miz 155 15 & ik & .
A.4 EFHSH GC-MS FRE & iEE (TURHT)




