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MAERERE ZIEVIEE A MBRERIL . ToKBRBRBEZ TN TR A 2020 . W B 551
SrIUE AR AL S, BRI O ES, “Waters Acquity UPLC
BEH Amidef: & 5, H = H IUZA i e AMRMAE AT R, fR FE I [R) 5
EMEBE T RH(77—-33. 77-67)EN:, WiriEERE.

3.2 {X#8

3.2.1 BRLESLE, 2ml. 15 ml.

3.22 &N, 10ml. 25ml.

3.2.3 HHLHAZW AT, 100 pl. 1000 ul.
3.24 73 MR, J&E 0.1 mg.

3.2.5 &.041, 0-5000 r/min.

3.2.6 infiEiR & 4

3.2.7 HAWRGEAL -

3.2.8 8 = AR Ea s B I o B/ 5 T A
[EER7 s



%4 Waters Acquity UPLC BEH Amide, 2.1mm>100mm>1.7um;
WMBENAE: LI+ L REE W (4mmol pH=6.4) =90 + 10
FEifR: 45°C;
JiE: 0.25 ml/min;
HEFEARAR . Spul;
IZATHf[E]: 3 min;
5 il %A
BTUR: ESIE;
F#EA: HEF MRM 3
JEZ%: CUR: 40.00psi, CAD: Low, IS: -4500.00V, TEM: 500.00°C,
GS1: 40.00psi, GS2: 40.00psi;
EEEEEFEE: R
WEMEFABESHELR: K2,

£ 1. MRM B#ife & e 57X

1AW 44 Fx E = B X miz € PEE X m/z
LR IR 77—57 77—33. 7757
BC-# LBRHR 81—60 81—36. 81—60

R2 HEVETHHESEEER

R DP/V EP/V CEN CXPIV

77—33 -20 -15 -16 -14

7757 -50 -15 -17 -11

81—36 -40 -7 -15 -9

81—60 -50 -7 -15 -11
3.3 &

3.3.1 SEIHKNEETIK.

3.3.2 WM, i,

3.3.3 ZJfiF (HCN) , f{oifal,

3.3.4 LIg%:, il

3.3.5 J/KWRIREE, 4riral.

3.3.6 S AbAh, et

3.3.7 IERIREA M, sl

3.3.8 IR =4, 4rHral.

3.3.9 DSC-18 [fl /41K B 77 -

3.3.10 PSA (Z Ji-N-P 2 AELE) AR B 55 o
3.3.11 B, LM+ LBRE W (4mmol pH=6.4)= 90 + 10



3.3.12 FLBRENFRHE S -
3.3.13 FLIREN °C R 2 W bmAntE b, T SE3E E SN RIAL R 5030 = .
3.3.14 FOBRAAFUES R [p(MFA)=20 pg/ml]: #EFHFRE 1.0 mg 90 LR,
T 50 ml HEMA, HZEHRREEZIE. EBCN 20 ug/ml MFA bR i & 3.
3.3.15 GBI ARE N FHVETR [p(MFA)=0.2 png/ml]: #ERRIEL MFA BRI
05 ml, 50 ml F&EHiH, HOEWBEZRZE. WHEERAN 0.2 ng/ml MFA brifE
IS P o
3.3.16 FALIRIR BC RN &R W hrfi & [p(BC-MFA)=20 ng/ml]: #EFIFREL 1.0
mg i LIRAR BC [N R ARk dES:, T 50 ml FEMF, HOERBEREZIE.
VTN 20 pg/ml BC -MFA rEfis 515 -
3.3.17 LRI B¥3C RN 2 W AR B I [p(BC-MFA)=0.2 ng/ml]: #ERAIR U 2,
BRI 3C [FIL W AR fi 23 2.5 ml, T 10 ml &, HOERBEEZIE.
PEIETCN 0.2 pg/ml BC-MFA by v N FH VAR -
3.4 FEMBIRE. BRRESE

TEFEMIRAE . BRI RAAE e, PERAIREE, FHRPIEELR =,
DABT IEFE S5 3, RUERr IR E, A, Ak
3.5 M E
35.1 FEabAbH

HERFZ L0 mIUMLIRE . AR 2 L W2 3 715 mEER EOE S, A
1.0 mIZJE, W2 min, 3000 rpmESCabmin, H4 b iE R 28 i O E
IAN25 pIfRER, miErE%2 minfg, MMAJE/KMgSO4 0.65g, NaCl 0.15g, TR
Z8N0.099, FHIEIR —4M0.17g, wJiERZE2 min, 3000 rpm&.05min, -4°CHA
1h; F BiEWRER 28 E 08 H, A JE7KMgS0s 0.15g, DSC-18 0.0269,
PSA0.026g, imJiEfZ%2 min, 3000 rpmELo5min, ¥ LiEREERE 422.0 mI¥E kL&
O, BETRFEET, 1.0mIZKEEEH.

3.5.2 i pH £ (0 e 1) A0 8] U 5 R A T B

P 2R EC 1) L3R 3:
2 3. trtiE R
I 5 S1 S2 S3 Sq Ss Se
MFAFRHE R FH TR
100 300 600 1000 2000 3000

RFR Cub)
13C -MFARAE N FH W
" 1000 1000 1000 1000 1000 1000
R (D
LEEAFEZEIOmI

]
W (ug/L) 2 6 12 20 40 60




SRR RAE 26 A, RO il 5 S 5 = e R I e R3S, 0 ol A
5.0ul, JIE F-ARHEZR S o ATIAS ) E B 1 1 AR UEE T ASURTT P B A7 Ve T AR 11 EEAEL G AR
LA I B (ng/L) T SN 5 7

3.5.3 FEan e

PR FT AT VER R S B B BT B AT AR B, HEAT VA il
AXMRMAE G A8 , AU T ARAE S 5 B B0 UE D7 R T B30 AH L AR (R A B (ug/L) o
3.6 itH

M 5E 25 gz T A R SRR B [

C : MFPFHEIEBBAIKE, ng/L;

c : MIEBRAF R OERMIIRE, ng/L;

n . NFESRTACFR R S5, AT N, ARTERE NSRRI 45 5 Buk £ .
3.7 REEH

3.7.1 EMERERLMIFIRT, MSERE S H, W00 3 A AR S H, SR STV
ARG

3.7.2 MTEFE i 204 2 AFATHE, ARXT AR (i 22 Bi<10%.

3.7.3 I By B0 1R A RAR S YA KT B AR [, A [l i 5 R A
75%~105%.

3.8 FEEREM

3.8.1 piabFIE A, FES TN MgSO, 2533505, Moz RIHH TR EERY, LA
B IERE SR A AN 5

3.8.2 N T AT HEFERIER A 2 2, I\ MgSOs 253635, TR edRy I 250
JG, BB T-4 A 1h.



BA#RE
—. RLBRANKEER
CAS 5: 62-74-8; 4rFi: CoHoFNaOz; 4T &: 100.02; HEMAK: LA
R, AWM, ANER: BTK, NETZEEIER: 1EA 2000C R Fl
#, BULE(& )Y 2~5mglkg; A JE .

T\ FESLETACE
ETBERL 0 mMmE
MALOmMIZE
PABEIES2 mins 3000rpm 350
ﬂ Smin: P EEE
MA2S il RS
ﬂ AREEH2 min

MAD.65¢MgSO,+ 0.15¢ NaCl.
0.00ciTHEEE R . 0.17dTIER =M

AHEIRE 2 min» 3000pm 358
Smin> -4°C%%1h, Bl EE%

MMAD.15g MgSO,» 0.026gPSA
0.026gDSC-18
PABEIES2 mins 3000pm 350
Smin» B EEE

BFREET, LonlBERE, 5l

=. UPLC-MS/MS Rl X 28 4% 1

1. BAHZAMF

1.1 JishtH: LB+ ABREAT (4mmol pH=6.4) =90 + 10
1.2 i ACQUITY UPLC™ BEH Amide , 2.1x100mm, 1.7pm;
1.3 ¥Ei: 45°C;

1.4 7iE: 0.25 ml/min;

1.5 AR Sul;

1.6 IZATHSE: 3 min;

2. k%M

2.1 B1UH: ESIE;

2.2 A AUEF MRM 34,


http://baike.baidu.com/subview/653782/653782.htm

2.3 JiZ%: CUR: 40.00psi, CAD: Low, IS: -4500.00V, TEM: 500.00°C,
GS1: 40.00psi, GS2: 40.00psi;

2.4 EEEMET: Wk L

25 WAEMETFAHESHEE: WRL 2;

*£ 1. MRM A e BB F

Rl VB EE B Fmiz EVEB Fmiz
ROBHR 57 33, 57
BC-H OBHR 60 36. 60

K2 MNEPERTHHESEER

) DP/V EP/V CEV CXPIV

77—33 -20 -15 -16 -14

7757 -50 -15 -17 -11

8136 -40 7 -15 -9

81—60 -50 7 -15 -11
9. J5EEFRIE

1. PAPRHE 20 5 L tEva

1.6 -

1.4 A y = 0.0224x + 0.0261
R?=0.9983

1.2

1
0.8
0.6
0.4
0.2

Analyte Peak Area/IS Peak Area
{(counts)

0 L] L] L] L] T 1
5 15 25 35 45 55 65

concentration (ng/L)
Bl 1. 3 CERAR A AP HE i 22
ZNVEVLFE Y. 6-60 pg/Lo
2. HEHIRHRE e 2R
BN A, % 1.0ml, 25l F i 25ul KON 400ug/L KI9R 4
FRARARAE I AR EEN 10pg/L), [RII BN 250l #FEEJ 800ug/L 1) °C —
BCTRARNFRER (NFRIREE N 20ug/L), #4I8 FRRT AL B S B E S, EAL



R, VRSSO AR I S5 R AR HE R 22, SRAGTTERIR R (3 f5 AOARHE R 22D
HERMR (10 bz Wk 3:
K3 HTEHKRHREEER

bR IibrAE e (pg/L) ¥R PrifE RHR EER
(ug/L) 1 2 3 4 5 6 (ng/L) Wz (ug/L)  (pg/L)
10 9.61 9.16 8.34 7.93 8.37 8.63 8.67 0.61 1.6 5.2

3. FENWHREEREE
3.1 TR HER FE K H AR 2 L

B [ LK 1.0 ml 18 473, 23 il Al sl 25 ul %8 800ug/L (1] 1*C-MFA
WFRET (HFRIREER 20ug/L), RIS 25 pL & CHIFRIKEEA 10pg/L) . 15
CIARIRBE R S0pg/L) PIAN/KF- B9 MFA FRUETR IR, BAKF 6 47, 428 Bk Fr
AEEDBRERE S, BRI, bRV R, RIS VRG4S a0k 4. 5:

R 4 ARBTG5 R AV . (B AR RA X e 22

Tk HIFRAE S E(H (ug/L) I A% RSD
(pg/L) 1 2 3 4 5 6 (pg/L) (%) (%)
10 961 916 834 7.93 837 863 8.67 86.7 7.05

R 5. FEIRBEIPRAE A TG R ME . ECR AR b (22

Jnbr & IFRFE A IEE (pg/LD OB k% RSD
(pg/L) 1 2 3 4 5 6 (pg/L) (%) (%)
50 46.0 451 463 421 39.7 485 44.6 89.2 7.13

B3R T U R . 86.7%~89.2% ,  AH Xt A v i 22 35 BBl M
7.05%~7.13%.

3.2 JiENT H g%

I ZS (3R 1.0 ml 18 43, 43l Al e rhin N 25 ul 9% A 800ug/L [ BC-MFA
PFRIE CARIREE N 20ug/L), [RIFF IO 25 uL A& OIARIREEN 10ug/L) & (i
PRI S0ug/L) PN K MFA AREIEW, BANKSE 2 4, %8 IR AT b2
LSRR, EAUGI, WERZE R, IR EiREE s, EENE 6 K, K
ROTER H A& E 45 R Nk 6. 7:

£ 6. RREIEE RIS EERNE R

IR e AN [EJ IS T INAR A S A I 45 2R Cpg/L) B RSD
(nglL) 1R H2K HIK HFA4R FES5K HF6eLR  (ugl) (%)
10 8.34 7.77 9.5 9.28 8.26 9.21 8.73 7.97

R 7. WIRE IR AL RS 35 B A 45 R
Tnkris g AN [ S B AR AR AT 25 2R Cg/L) BIE RSD
(gL 1R H2R HB3IKR H4R HB5KRK H6K  (ugbd (%)
50 46.0 42.1 52.4 47.6 47.4 50.8 47.7 7.62




H ER AR IR IR NG &, PP R, H eSS R <10%, £ &
TR
4. TiERIRS S
W2 EH NIRRT G, HEH 1.0 mL FE&, &b &R IKE 10
ngL, RAJEET ACUKFERSE, THR. %3 K. 55K, %S —#aom
A AL BT VE A B A HERRIE , 45 2R L3R 8:
8 HEHRERLRER

00 7 7] MM EE (ug/L) THREE (%)
EPN 9.61 —
H3R 9.28 3.4
H5K 8.37 12.9

H ERATLUE H, MR+ MFA 7E 4 CUKFE 2D A DURAF 3 Ko



5. LR
20 pg/L MFA ARk i i

W XIC of -MRM (4 pars): 81.000/60,000 Da ID; MFA-isolope-2 from Sampie 7 (s10-5) 0f 20151207-Finalwit (Turbo Spray) Max. 6705.0 cos.
2.02
£
& 400 81—60 Internal Standard
g 2000
£
o - v - v v - + r - v . - ~ -
0.0 0.2 0.4 05 0.8 10 12 1.4 16 18 20 22 2.4 28 28
— Time, min
W XIC of -MRM (4 parrs): 81.000/35.000 Da 1D: MFA-isotope-1 from Sampie 7 (s13-5) of 20151207-Final witt (Turbo Spray) Max, 39250 cps.
3925 202
& 3000
2 200 81—36 Internal Standard
£ o0
0! T v - T r T v T - v T v - +
0.0 0.2 04 086 08 10 1.2 1.4 1.6 18 20 22 24 26 28
Time, min
W XIC of -MRM (4 pairs): 77.000/57.000 Da 1D MFA-2 from Sample 7 (std-5) o 20151207 -Final wiif (Turbo Spray) Max. 3350.0 cps.
202
-
& 2000 77—57
&
S 1000
=
0.0 0.2 0.4 0.6 0.8 10 12 1.4 1.6 18 20 22 24 26 28
Time, min
W XIC of -MRM (4 pars): 77.000/33.000 Da ID: MFA from Sampie 7 (std-5) of 20151207-Final.wifl (Turbo Spray) Max. 2460.0 cps.
2450 202
g =0
= 77—33
-
§ 1000
e 127 138 _1.46 1.61 1.751.8! 1.9 .87

0.0 0.2 04 0.6 08 10 12 14 1.6 18 20 22 24 286 28
Time. min




50 pg/L AR i v i 1

"W XIC of -MRM (4 pairs): 81.000/60.000 Da 1D: MFA-isotope-2 from Sampie 39 (spiked H 1-8) of 20151207-Final.will (Turbo Spray) Max. 1440.0 cps.
—— 2.19
§_' 1000 4
z 81—60 Internal Standard
£ s»
E
0.0 0.2 0.4 08 08 10 12 1.4 18 18 20 22 2.4 26 28
— Time, min
"W XiC of -MRM (4 pairs): 81.000/35.000 Da ID: MFA-isotope-1 from Sample 39 {spiked H 1-8) of 20151207-Final.witt (Turbo Spray) Max. 790.0 cps.
790 2.19
& 800
2 a0 8§1—36 Internal Standard
o - v . v - - v —— - v . v .
0.0 0.2 0.4 0.5 08 1.0 1.2 1.4 1.6 18 20 22 24 28 28
Time, min
"W XIC of -MRAM (4 pairs): 77.000'57.000 Da ID: MFA-2 from Sample 33 (spiked H 1-8) of 20151207-Final.will (Turbo Spray) Max. 1675.0 cps.
219
w 1500
g
.5 1000 TT=57
g 500
z
o r v v r v . v - - v v . v v
0.0 0.2 0.4 0.6 08 1.0 1.2 1.4 1.6 18 20 22 2.4 28 28
Time. min
W XIC of -MRM {4 pairs): 77.000/33.000 Da ID: MFA trom Samp'e 39 (spiked H 1-8) o 20151207-Firal.wift (Turbo Spray) Max. 1135.0 cps.
219
w 1000
g
2
2 500
g 013 023031 042 032 038 1.45 161,165 1,74
o > - v = = Y = =
0.0 0.2 0.4 0.6 08 10 12 1.4 16 18 20 22 2.4 26 28




