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11T fBR R K o e R SORN R 2
12 EEREBETRIENBRE
13 ®/hAH 3 RERHEE, THEERIFRKEMIRERHE R

2 SCIGJRTR

PR Shrh Ky B BEME R, 7E101 kPa (Z)— P KRAJE), IRE101 ‘C~105 CFRMHE
RITIN ERE S P TR A E R, OFERIRAK. 55045 K ALZ A FREER YR, FiE
I TR S AR EAUE T E AR A &

3 UEE5IRF

3.1 X8

PHEHIAREI: Ao 60 mm X 30 mm (idxH) ; HHEETERE, TS WA
TR iR EEN0.1 mg.
3.2 W5

WEE: N

4 KWAREHR

4.1 WHER 3 R, 45 1~3, 2SI R PRI E L TR, AR T, e
AT, 1HE 105CTF 1.0 h, fRiFfis, Boh, BT FE8smAE 30 min, &, T
EERT R OR B2 A 2 mg, BUONMEE, FEICHN ms.

42 HEURAYHISINREE 3 g OFFIZE 0.0002 g) T 4.1 FREMS, WA EE AR 5 mm (hF
MR EPHIERE), s, FRE, CRREMAERKNAREN m, BT 105 CTEMT,
MRS T, T 25 b5, salffiss, BUE, BONTRENAED 30 min JERRE, 1d%0
o FBON 105 CHRFET T 1 h, HAPRE E. MRTEERREZEANEL 2 mg, BN
fHE, IR TEERERMESNREN m. W —REES T —XER, WL—XER
;! my.

5 #HEATE

X —AEEF R & &, ¢/100g;

my —— MR ESRATARE R, g
m, — AR ERATARE TR A &, g
ms — R R, go

K EE=1 g/100 ghtf, THREURRE A0 RE3T: Ko E&RE<1g/100 gitt, SRIREM
(DREEVE S



(BT SEie) 15545

6 JFREIN

6.1 ASEEBR T 101~105CT, AERMEFELAMYRAXSNEL ARRENEM.

6.2 TIRRIRY NN R R, NEERFIER AT

6.3 BALWIRTEMMEMANMENFZRRRFE, BHIEXNHREMRENFM.

6.4 MELIEF, MEMMNEREETREMEAASFREEME, BEBAZSBHTESR
FHITIRAD, BUARGEEEE. TE[A—MRATEERMTER, ERIESTIRNERE
K, AittSEREEBRRKEAR, FET 105CTEETHT 3~4h, FHEE.

6.5 AR FHRER NV KRERD), UREMRELRNERYL. ARXFENBFEMIRE
VRN ERFFE O XHE. HREMNERTREZREIDHRFSIL.

6.6 EEMFHTRRMINEERWENEEBTBLEARFIIEDN 5 %.

7 BEm

7.1 AR S ERBHHNEERTSRIER.

72 KGMNENEALELSREBRIEIBFEMZM 4.

73 MRMEFEAFRPIMEMESTSPTRELRX, MNEEREMHNE?
7.4 BLFREMET, At AKXAEMBAREFET?
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LI i R R E

L= R ERKE
1 SWENSER

11 THREMBRENENE L RRE

1.2 B4R 7 A ik 3R A 1 REAN TR 41 g <8 44

1.3 BSOS R AT, TR R E R R R R

14 EWR/NE 2 RER, THREERIHMKERRIRES K4

2 SCIGJRTR

BT A R . SERRR. B, . RS H BB BT 10°, AT LU R
WIRBEEE, HBMBIER AT, MEERL S (pH=8.2, B EIRA M, 30s A BE) I, i
s BT T FE I BR HE VTR BE AR, TSR R A R
3 {XEESRT
3.1 UEEE

B EE: SomL 1 3, TR BEN0.01g; W RT: BENO0.1mg; 252 3,
WA 2 35 10mL SmL BE % 13 SomL &= 1 Hs e 24
3.2 WS

M (NaOHD: HRgR4li; 2028 WA A oK amE, oidl; T %4k
Tk Z&0EAK; W EIBE.

4 XBREELE
4.1 SENERERERIRIRE

FREX Sg 482K — HIREM THEE MM, 76 105 CRHBMER TERAH TREREE, B
AP IRZ DS — .

4.2 ARECH]

95 % LM : FHL 5 mL #B4iK T 100 mL BEMT, HAIXKCEEREZE.

1 %My EETE R FREL 0.5 g BBk T 50 mL BE, 95 %OBEEmM, T&.

ToE AR : B 2/3 EBAUK, BEHERAE LINAGF230A 5SS, [ 10 min,
KA INFEIR, AEISH

0.1 mol/L Z A AL AR HE T & VAR BCH] . FREX 55 g AT 250 mL Bt rh, H 50 mL
TERAEROKTE R, R, HEBRR O, EAE RS . HBEEMER 5.4 mL 1
WT 1000 mL &, HHTE EMUBKEBEZE, BABENE LS.

0.1 mol/L S A MANAbS i :  MHERAFREUIE B 1408 — HIREM 0.75 ¢ G2 0.0002 ),
T 250 mL =i, I 50 mL S ARERAK, RO\ A E Ve g s ia g, RS
SEo I 2% 1 %M A, H 0.1 mol/L ZUE ANV W & BIE ALt FFORFE 30 s A
B, PATRE 3K, FER T AR,

e bR BRI A, 202 NHEHTSESS, s 3 P AT, BN 3 SPATIN G 4G AR
(A SHE AN R T 3 I SR 22 [CRos(4) ] IAHXTE 0.15 %; P ASL 6 P47 E 45 SR 22 IR AH
SHEAS KT EH PG T ZE[CRos(D) ] IAHXTE 0.18 %o HL 2 A-FATI5E 25 S 1~F- 3 {E il 72
iR, IR IR 5 AT, IRFEE R 45 R 4 A 287 .
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43 DB

4.3.1 WL 5.0 mL i0FF B T 250 mL =, B0 20 mL o = SALERIK, 2 W 1 %M BR3E 7R,
F 0.1 mol/L S8 Ak AR vHE i 5 1AV € B o, 30 s RiEfh, 03ETHAEN 0.1 mol/L A &ML
ENFRUETE E IR R BUE (Vo B RS FAT I E P UK o

432 AR AL AWK EREE, % 4.3.1 DBEAE, 1dRIHEFEM 0.1 mol/L EE LW
PR S8 VA AR I EUE (Vo)

5 BiEALHE
51 SRUMREEERRINKREITEAR
mx1000
Sy L PR T RS (2_1)
V, =V,)xM

C—— ARSI RE TV B 2RI, mol/L;

Vs T 7 AR R R AV FE S AR T R S VTR AR RS, mLs
Vs 25 R0 I T FE A AR T R VR AR EUE, mLs

m——&0 2K AR R =R AUE, g

M—2 2K — R A 1 BE /R LR 4UE, g/mol, [M(KHCsgH404)=204.22],

52 MHENELERITEAR
y XV, —\\//2)><o.060><

JOO ceveeeceeeeeceeaeaeenieaeenianannnns (2-2)

X — A BB & E (LR, g/100mL;
c—— U EA BN BRHE R 5 VAR I AERREUE, mol/L;

V' —— 3 78 VRS Y FE S A AR HE TR E TR AR AR B, s
Vo —— 2 F R I8 I VAR S S A AR R 2 TR AR AR, mLs

0.060—— 5 1.00mLE B AL BIFR Y T 7€ VTR [c(NaOH)=1.000mol/L A 4 1 £ TR i &, g
V——RAFEAR R, mL.

6 JFREIN

6.1 AMERMEBME _RRIIFN, MAMNARRESHRERIIL, BEAMEETRX
Fo

6.2 FAFHEERMEENNRRNNRERVARSESHEM, FTRRREARMAXE
BiEM.

6.3 HMEMBAHLBEANSIE, HEMNESIBIEHIRRE, fIREE.

6.4 0.1 mol/L SE M NFRETE A RN IEL, 7 E R HFAE S E L ARER TR R R FTE 25 mL
KA.

6.5 E—#m, FRXMIDMELERNBENZENBIEAFEHER 2 %.

7 BER

7.1 AHLERE 55 ¢ SEMWNERT 50 mL KEFHHR?
72 At AEERERESE NN ERE R RRFE 2SS mL £H?
7.3 RI|SEWLER, NS EIWIRENRE R SCHRENER.
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KR = AMAPERAFINE—IIRERE

LI = ' EERNNE I KERE
1 SREANSER

1.1 YRR BIEN < & R A B 2
12 ERYRERENRIERAR, AFEFRNHEALE, B, BEXEARSETHES
13 SEBmENANERNTA 2K, FERlE 2 RER, HHER, SSRGS HP N

2 SCIGJRTR

il T E F RN AR AR N, PR R SRR & A R IR B o Ak 2K 1R
R, IR MR DA R Bk R s R RE VR 8, IRTEIR AT FE R SR A B R 2, B
HEARME &,

BT EREA RSN, EEAHAAEEDR, WO BEER. IR, 4EERSE, D, 3l
PE RIR I E (B B SRR B A LKA, B DA EE B RO LR

3 (RS, AFSHEM

3.1 &

HEREYLFCE BN K9860. £1 5 H 4% SH220N. JHALE 280 mL, 4T K CR§FE 0.000 1 ),
R CHEEE 0.01 gD
3.2 WA 5H#a

BRlR. SEMEN, THRR. HAEL. AL, BB, BRERHT. K LB A R
FRE:, RRal; ToKBIREN, TIEREUERAF; ZMAK; Wk Kok,

4 KBWARELR

4.1 BRECH

4.1.1 BRERARER E B W ¢ (1/2H,S04)=0.1000 mol/L]: #HL 3 mL ¥R (Z N 1.841 9g/mL),
AR EAZE 1000 mL &I, 257, FHICKIKEREAPR € -

4.1.2 40 % (400 g/L) SEAENEW: FREL 400 g EAMANEARE T 1 000 mL LR AEKFEE
SANANTE B A H 2 =R 5 7 R BI0AR ) .

4.132% (20g/L) BIFRIAW: FREUHIER 40 g T 2 000 mL J5 2 2818 /K Hh (A 7 W0 R 52 4 38 v ik LA
JG A ReEE R BN R A ) o

4.1.4 WID RPEGIEATERA: FRIL0.1 g HIELD, K EZRSE 100 mL; FREL0.1g IR
sk, oK OEEEFRZ 100 mL. HEELL CREE IS I R 4t SR LA 1:5 B LB BRI
4.1.5 RS- ISR/ TR 1 FREL 0.1 g ISR, 15T %95 %), F ZFE(95%) i
BEZ 100 mL; W IT: FREX 0.2 g LD, T OBE9S5 %), H OBE95 %)FikE% 100 mL; HX
30mL AW I, 10 mL a1, JRA).

4.1.6 RETRRFI GBI : HL 20 mL V5487571 T 2 000 mL BRI A EP % 1:100 1R A .
4.1.7 0.1 mol/L B FRARE I & R bR € « HERAFRELT 270 'C ~ 300°C iy R B E E 1) T
VEFEUERF T K BREREN 0.2 ¢ CRERAZE 0.000 2 g) T 250 mL =4, I 50 mL & S ALk
K TRON/INBY R 7 T e oI i, AN 10 VR ARy 2% - FR S 20487/, 0.1 mol/L
R R AR AL T VR 8 VR VR PR 2R 0 IS 4160, 000 2 min, WA HIJE 4k 4Ri € R R 2G4 6,
[E IS RS CAN [ B2 s v 3 o TV R AR A A IE B L GBY/T 601-2002 Fff 5% A



(BMIMTER) 51

e bREAR R VIR, 20 2 AT SERS, s 3 CPAT, BN 3 PATII R S R E
IAESHE AR R T B PRI S ZE [CRos(4) AR XA 0.15 %; P ASL 6 “FATI & 45 SR 2 1K AR
SHEAS KT 5 Z I TR 2ZE[CRos(4) ] IAHXTE 0.18 %o HL 2 A P47 5 45 SR 1~ 34 il
ZER, EIBEISREPORE S AT, IRFEER S5 R 4 A 83T .

42 DTSR
4.2.1 fFEIPIHEN

HERRFREUR EH 0.2 g CRERAZE 0.000 1 g), 3 g MifRAH, 0.2 g BifRHT, 10 mL KARER T 280
mL JHALE F, E A SRRSO 250 “CIHAL 30 min, 350°CYHAL 15 min, 420°CYHAL 1.5h, A
ARG R R 50 . RIS 385 .

4.2.2 YLIKERLON &

4221 FFHL: FTFFHLERA M IR, BN,

4222 JHPACGRE M IEFRHENTEVEAI, R, I SO E R B AT U
HEBR I 2 B BRSO, UG HBRIGYE 3 K B I B iR & Bs o, XTI A B U 1-2 IR,
TRUEDIRR B IR IO s 28 3 SP IR B ORIE U, X HRUSOM b AT HE IR R e — k.

4223 XA AMR: FEMGRS 1, FEFER 0, PRUERRIKE I Sehrbr € RIS, 25 AR 0,
EAREL, TR 20 mL, FFE/K 10mL, B 0, 7818 Smin, 3 IREE EEAESLE L FHEN
B0, FAEFRE FRERT GESJLIRINR, 5K @ AR AR 2 B/ /T 0.05mL A2 RN
fasE), MRS RE BoR a5 ], AR RRT B e R AT B

4.2.2.4 3507 EINE - KGR 2 A R 28 R AL, TR 20 mL, FoBEZK 10 mL, B8 40 mL
CAf AR SEBRIE B B, — BONIRBRBRRFRIY 4 ), 2508 5 min. R 58 5 A3 88 5~ il 5E 45
B, BTN,

4.2.2.5 B S0 SE < A T AL IR 28 R B ONRE i B B, R ARV, BRI 20
mL, Fif/K 10 mL, H% 40 mL, 7818 5 min. #F 5K TE UG Bon e 45 50, EPFFTEl.
4.2.2.6 WEHEVE: AR — S, DOTERNIRTE BEIE B, b7 S S AT 5 2
N L B A R TN R A PR ARK (70-80°C ) 19 250 mL BSAf . MR S T A A\ e R 40
mL CSENIR N ARZEEZKO) . FRE/K 10 mL. WEAFN 20 mL, ACE SHEAE, HIEZEME (5 min),
RIRGERGTE G, BUFHAEEIRRR, Bibmil. B 2 JCRHBE R B o

42.2.7 FKHL: BB R ARHES, (2 R — A, R CES BT LA E kK
MRS, R PAES IR KU

5 HiEsLE
5.1 MEFMERERRIRETELR
c( EHZSOQ =L000 .................................... 3-1
2 (V, -V, )xM
C——FR R b AE R R ¥ TR BE ZR R, mol/Ls
Vg ——J7 R T /KT B B T B B A R R VA R B PR AU, mLs
V2 2% R 6 IR BB b A T 5 PR I AR R E, mLLs

m——JE KB BRAN R R HE R EE, g

M——%*%@%%@Kﬁiﬁﬁ,ymhDﬂéMﬂ@Fﬂ%ﬂo
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52 WEMNEERTELAR
X = cx(V,=V,)xF ><O.0140><

100 seeeecercrssraesiscnionciionceness (3-2)
m

X WP AR S S, g/100 g;

c(1/2H,S0,) T FR A THE G S VA TR O HER BUE., mol/L;

\ 78 R VR P YRR T R A HE VR S VA VR AR AR (4 B B L I AT BN B | “ Vi g A
*/[l ” ’ mL;

V, 2% R0 S T RE AR IR A v S8 TR AR AR (4 B B PLIR e BT BN B | “ 28 Ak
%/El ” ’ I’IlL;

0.0140——5 1.0mLAR B bR 1 € VTR [c(1/2H,S04)=1.000 mol/LIA 4 A M i &, g;

m——iAFER &, g;

F— RN E AR R (ARSI ES. 7). — & 6.25; 4i3L 5 FLH] 5 N6.38; T
N5.T7; EoK. ERRN6.24; TEHENS5.46; KOKNS.95; R KM In TH 5 8571 KE&EAR
MiN6.25 RSN 6.25; K32, /K. #MigE. BREENS.83; 2K, M HZEHS5.30; EAH
77 B ihN6.25,

DA SRS TR B OB S e S5 R E AR IER R, R EE=1¢/100g B,
SERBHMHERH T BEARGE<1 g/100g I, 25REBWAA BET
6 EEFH
6.1 JHUALEEMARERAE AT 10 mL.

6.2 HUELFEESIMMEE, URAABRASEIRETEEETE, ZERSENE.
6.3 HUWEBN BB AITARE SAKE, MLERAEIPER.

6.4 HUEARARARUEREHHARES L, ZEEASEF EMIBIELAN, BHILEHXEIER.
6.5 ETHRERNGKIBN, MASSUNARELT 40 mL, ZIEKEFRDTF 30 mL, 24FR

LT HACERRW 1/3. BRRIFEEMBAEENE, FHLE#ER.

6.6 FTERHZBEIELE, LIAFMENEREFE, EEELENTH. F5EERE

EMIZ, BHLEZR.

6.7 TRB&ARECHIFTEEHEMAKS, HEBMOES.
6.8 HRIHIFNER ST MARIKF, FEEKMASELHE F+.
6.9 MiERAR . SRUMBRNETLER. RN EEREA LR EMEMEAREET.

7 BEm

7.1 MBI RS FREANER R A2
72 AFLAEMATENSSHWBR?

73 PRERMIEIE.

74 NBREASKAIZEAMXE?

7.5 LWIREREP MG RERENERBML?






IR DY ZEAMRIBOEIERE F T 500 £ it B BURL A

SEIGIT  AHMRBOLE R TS5 & mE
S RS YR R
1 SWENSER

11 7RSSO E R TR R . TR MR BOGEE X & B 3R B R R A AT
ZariE il in) ez

1.2 BIRAAMRAHOLEA I 6L T7 ik

1.3 AN TAES I SR

14 XEARFFRERE 5 B EHATIRR Bk

1.5 W SR I b R B ARG SCHR, TR RS, SRR ML e AT A
B

1.6 B/ 14, 2#. SHYEPE (BEE 3 KIEED, 4SRN

2 LSRR

2.1 LRI

B i B R R 3 T T 0 N OJR(PE). RA LG PVO) AR R A L G(PVDC)SE . Bkt
i &, PEAMIPVDC2 %4 1], PVDCEEH T KR 552 & ™ m it f%e, PEMPVCH FHE{REE
JEE; PVCIREFE HR 3R B (1 & 0 skt o N R A BUs/ERH, B a =ik —,2-43
O35 BE(DEHA) B, SEL AR RS, BEIR RN W RS, QPRI AT A
KA BPE R ANk . RbeTk, SIS, HAmsRiS PR fait; aaMRoosig e s, R
. FELAMGIE R AT LB FIPEZE2 920 cm™ 12 850 cm™ & W HI H:-CH, ) SR IR AT R A 45 41
W, 1450 cm™ N-CH, MIABEARS, 720 em™ A-CH, M A IEIEIRSh . FIRF, L2 900 cm™
A L L2 & T LAHIWR TS S HPVC, LARARYET40 e BHHE (R 4E TR 506, S 2 75
B B S IDEHA .

3 (UFSEH. RAFISHR

3.1 X

BRUKER TENSOR 27 #5724 21 40 1A B B 2L AR 1A
3.2 Bt

FEMFRZE. B, JURefELRss.
3.3 Hm

RAGERBAERD (14, 24 3#). 0] BLEAT YOI SR £ i EL b BRL AT s
4 SREZM

4.1 W& PKAEF2.5~15 pm( %4000 ~ 400 cm™);
42 THAY R TR

4.3 FRRE32, 5 RS em™;

4.4 EWNIRE: 18~20 C; ENHXESE: <65%.



(BMIMTER) 51

5 IWHAESLR

5.1 R4 BIECR/NT 20 mmX 15 mm (A AL B T REPERE S FEAR MR 2 ) R AT
BT E -

5.2 SKISHEGRINE LR

5.2.1 FEHL: ATV ENLA R EALHIE, B A EALI R E status T84T RAZ BT 52 )5 3)) Windows
XP, Xt OPUS HiEsE, N (OPUS) JG &%, s OK #EA T MEu: A,

522 WM. s “mEEERA” PR, SHE . AR CFEmiR T, “FERIERT R
MESHER N7, EHIKE D PEPE “defaultxpm”, AT BREMERE SFCEEHON
FEm i, s “MEE SRIEEGE”, BT O85OSR SR AEREERE RS
FIAFE R, Al CIEAE IBTEDEIE Y, B, BT AR K .

523 WREE: Sl “UEERR” PR, EHIRE DS RRIEEY, IR R
5 e b P e R

524 WEEROE: s AN “OPUS JIYEHE”, AR MBS —MEE%, Sl “ L
o, dgrh R, gl CBET il CRRROE” YU, sk ROET sl P R
TEEE, s OPNE s R CARIEnn” PREERE, 7E R BT AR EARIEECE, T AH R EUE,
AR A, PRI NEoHD, S “Fpigfr”. iRV S RAr A, Sl B
Bk pEd E, B Hhr) “BRTaE”, WIEZE I FRALT 20 % ~ 40 %y N A2 ARG
B, AR IR, IR A 0 () s I AN S5 RS I R R B B B S, (049 38 1) i P B 5
WK 4-1. B 4-2).

5.2.5 FTER: gy “4TED”, BUWTHTERHRIEE, 78] RAFRCHL T304

5.2.6 KHl: BH TAES,. SRAENFTHENL. KB,

527 B HE4EY 544 5%: R EHL LI status bR 155084 AR 4, W FTIFENL
b, EHRTRAR ST, RN RN, 9T B, SIS, £ 150 TR
M 24 h, TETJEREE PRI ORAT 25 A o R b 2 rP 38 R e AR 8 17 00 T

- .
=3
X
~
® o < = o o
2 85 3 z 8 i "
w O o —_ @ [ o
g =g g z 2 B o
g e g g g = 2
5 & & & 8 kS 8 g
‘
3500 3000 2500 2000 1500 1000 500
c/cm

[l 4-1 {REEFR (BRZM PE) LISMRUIETEE
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IR DY ZEAMRIBOEIERE F T 500 £ it B BURL A

T/%

138076 —
127663 ——

172382 ——
1599 77 —=
158029 —

g [0m7 ——
S losnas ——

& 4-2 BRIEE (BRIEPVC) LISMRIIER
6 FEEM
6.1 ERFEANEFNEFEENBHNEBE, SNSTE.
6.2 EIHRENEHRMNEERFHKSHIZET, FHILEBESEIEN.
7 BEm
7.1 A2 REEKERNZEMIEEEE"?
7.2 LIIMNRUIEAIE DI ERE R EE B AEK?
7.3 IHMNRUITAIE A ERARKEER? RS ERR?
7.4 F FT-IR Wi #F AT A ZE AN A E = ?
7.5 WAL ELFERBEVMAREERD?
7.6 BN{ATHRHE LT 7R AT S 1 ] 3o ASHAE O ST e i 1 T HRB AT o

- 11 -







ST AR T IRO TEE DI E UOR K R R B

SR H KA R T IROE RERI E TR 2K RO

1 SSIWEMEEXR

L1 TR IR (U TR R IR FAaE

1.2 F I EREFRBOEE R TIEH

1.3 EiENEFHMACHELRTE

1.4 EiEfMERZENE TR EMRIE

L5 |/NMENEBNRKE 2 REE, SETFRRBIEENNESREITHR, HBETERE
HERE.

2 SCIGJRTR

JER MR WA B v R JER MR AT 0 Y o B2 AR AR B 0 J5 7 A ) SR~ 28 VO R U G IR IR Wk
ITEEDITHIAR . T3 IR 57 AT DA H R S 2 KA R R AR S 42 o 2406 R 5 1)
F—RHE K R 1 2R, R AN Rk R M RSO T R P RE R S R AR AR
B IBL, XN R T 2R RS, ka8 R A 5 2R % u R IR BE R EE
W R A A —Le HoE (LK 6-1)

A=1g = KCL ..o (5-1)

MG 6-1 v LA FRME I 2 R e ARSI b e — o = S &2 B KIA R FIRIBOEHE 75
e, SWTONER R B METREL . ST IRIE A A B 2 A PR, B 5 P AR A %
Ah, TEARKRFEBE LT SR00 2 e 38, TRk, SefEseib &Rk e AN E B 0 . Ask
BOXF E RO AR EA T e I, A3 KT R BRAETERE . BB SR AT IR
3 & HFAEBHR
3.1 &

AA 7003 B 51 WSO B A BOAH R SR IR LL A A s R 1 & AR 50 mL
1, 100mL8 A\ 500mL 1 H: FVKE: 1mL13. 5mL23. 10mL1 3,

3.2 WS
FALEN (99.8 %): fLgral; gk, WFE: BRK (HETFE 200 £5).

4 KWAREHR

4.1 BRECH

4.1.1 BNFRUERE 2T (1000 pg/mL): FREVEE 140°C Nt E4E & &L GEEIRFFD 0.25 g O

B2 0.0002 g), AN EAiKF, TN ImL50 %EERIETR, HBEai/KHBEZE 100 mL.

4.1.2 FOFRAE AR TR BUNFRIERE & VAT 10 mL, B T 100 mL &&HS, #BaKER, %4,

EI2N 100 pg/mL fMARvE TAEEW . 70 5IHL 100 pg/mL HIANFRAEIEW 0.05. 0.1, 0.2, 0.5. 1mL

T 100 mL FEMT, BHBIKE AN 0.05. 0.1, 0.2, 0.5, 1.0 pg/mL fHhriE TAEEWR .
SEEGHL 1 pg/mL MENARAE TAE A T A A PRI .

4.2 mAEFHIEE

421 FENLERS TAE: BEdT RS, ST 20U B faas, v NFLET B, AR oo

-13 -



(BMIMTER) 51

FAT 2R BAT e LI AT (R AR S B Al R 2 ) o B P KR TIL 52,
FTIFR RN, IR S35 0.3 MPa, $THF ZIREIR LT 1132519 0.07 MPa;
422 FTIFCFENLEIE, BEN win98 J&. 2HIZE DOS #1417, i\ AA70032 [ %4, # 4 X lenter],
HEN TAR S TG, FTIFACR NI o 2 S B 2], Bl AN BT AT XA,
S R F R S S T B Ak, (i, SRR e BT (R e TG R IR
sl AR T R ] SE SO AT B . R EGRA M, M LA TR E RS,
(Bt BEFNF ORISR 2 30EEE . G B E T EEREUBERT.) EFLT
BLE E5E e 2T KR E WK a ) WAE ] (AT e (EETE R
KRS ZARREE YIS, BEAYEERE AT K ERT S B FE RN ERNEEHER
BERET 400 V). eSS T AN IR, EARA B B SRR GEM 1.2 Limin /£
FO, A F AR RN, ST OB R TR LR AT e K B
EBNIT IR S mA, FREETERE 0.4 nm.
4.3 KIEIEFIRBUE N E B ok S B4
431 SR TAEMZR MRS LUBADKIEZS [, B TR, 7EHE T BEAENiHET, A4
R B E AR AR . S TSR] AR, SRR, HARWEE, S
[N skl 2], 73 e R ) £ b v 2 A vk FE (R TG s OB 1 LT R AR Tk N
FERDFNG PR B R, R B v MR RIS T, AR
AERRES I, e BAK, IR TRS, S S B B A, R RER
3 WHIIEIRER S 1o B i s F AL ] BOIRERR S, HE S A 8 0 SV v o
MBI Bk BERERE, FUOR R R I, $ SR EIR (3 0, & ill5e s,
Skl R, SRR A R R TR, Skl AR TR R B R
KT 0.99, URIHEAT R — 4, (7 00 75 2 F 00000 o e ) 0 R bV v )
432 PEGRBOIIGE: A RAR A, B bR AR, SR LR D
[, sk B, A, AHERRE I, SeNRRAK, RS T A R
fE, T RREIOREEE. R 5E — /MRS, 75 B T R Ak o i SO BE (B AR A
AR, BTSSR, 18 [AA 7003 SRS F i ], o g
WBRE S IO FE(E . WRBESELE IR, RS ], SRR SoE (B 8 AT, R
RSO, ARMEIEHRIA, TR SRS C/windows BEFE T . s BUBRATSE, B HAR RS
., AECCEAH], AHRE DOS, HEA win, A3 win 98, AN SO, word
I, WTLAE R4 3. 76 win 98 K, B3 AAT0032 GZ S0 50 Ml i SCAFEE R —#12 R ),
HEARHE 28 ST, B2 (3% Print Sorn 48, SCH TAEYE, b v i 2R AR RV 26 43T 0 1%
1 word SCRYHY, GRS, ATENRG . KM LI, KRS, S E A
Gt SHRGER] SRR, SRR R, SEE R DOS|, 3 R TR OE A
Bl SRJERMITHENL, FE DI R
5 EEEGEA
5.1 PRl TIEsEARE R EDEIAT) 099 Bl L, BUESHEEAR, SHMR.
5.2 AR AR TIreigssE, ERBER, EHNE.
53 ZRASH. BIBSH, WIRBIBESERIT. AAZHEBESEBEIR. SHER
[, %XTH, BXES.

- 14 -



ST AR T IRO TEE DI E UOR K R R B

5.4 ZHRIRIRIIIABEFIARK, TN, SEAFIREHR LMW A EREFEEIERLE.
55 EFUNEZER 1 %RERAR-

5.6 EMISCIEAM S MIEER M RHERER (1+4) RiB48hfF, AEKRKHE, BAE
ikt =R, BEshT&ER-

6 BERM

6.1 KIAJEF IR E B B4 a2

6.2 AR ESFHAEETLIRNENE N .

6.3 AT LHRENARRGEEATEGFER, mMiEEi&Re UK B FR?

6.4 TEAKREMIERARMTA?

6.5 JTELSHT AAS F0 1C ME BRKEFERFHEERMERS .

-15-






KN BRIRYCR 2 B R 1 I — e RO (il ik

LIS BRIRDORE A 2R R I S — 1 S50VBURE B ik

1 SLWHMNSEXK

1.1 RN THAZESYREEIEEN S BIRE

1.2 EiES3URE eI ERRIE

1.3 #—% >]{EH Empower Pro 3 AR & i T {Euh A IR B4R

1.4 EERR AR BER RN E 75 3%

1.5 ERIMEEEBIA A

1.6 §/MANEESEHR2REER, HEERIFKEMRERHE R GREPARE 2 /MEED

2 SCIGJRTER

Feredhi pH ik, 1085 mRORAH A, S il o> B s, AR OR B A A
e T AR AT R PR AN E B ) T

3 KA. Wi, BEMKEA®

3.1 X8

AR R4 . 5 E WATERS 600 k%%, WATERS 2996 7 A 5 [ 514G Il 4% Al
Rheodyne 77251 7538 (R EFE 2% ;. Empower Pro HSCAR B TS ; BS210S B HLF- 43 #1KF; 100
pL R R SS
3.2 RS HMm

ZHE (99.9%): HPLC Z¢; AHFEREY (99.5%): Jrirdl; gk, wfE: FHH,
4 SHBHEHBEARIERYE

TEhil: NG : OBRE KB H=5:95;
WMBEMAE: 0.5 mL/min; ZAEIEM A
il AL Waters RP1g(150 mmx3.9 mmx3.5 wm) R HIHE:;
EFEE: 10 uL;

FElf: 25 C GREZRWNAKRT 2 C);
PR K 223 nm;

KFHEHEZ: 1.0;

SrHER: 1.2 nm;

N E i P =l

3D HfE R

PREERSE]: £ 5.5 min.

5 SIS

5.1 BikECH
5.1.1 20mmol/L ZFREZIEWR: MREL 1.54 g LIR%EE, I/KIEMHMBER 1L, SMILERIL)E.

-17 -
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5.1.20.5%% K.
5.1.3 1000 mg/L 2K H ERFRAEAE &3 : FREUH ST 0.1 g KHBRIIZKF IR (99.5%, T RECN
0.8475), M/KIEMIFEZA S 100 mL. X5 FHZKMBERCH] 100 mg/L 1 AT ARAE A W -
5.1.4 50 mg/L 2K HERFRUE TR WREL 5 mL 2K F R A bR, BT 10 mL M,
KW ERZRZIE, Rrdtrt.
5.2 HEmLTE

FREX 2 mL BEA CREBZE 0.000 1 g) T 100 mL A&, M%) 1 mL %K (0.5%)
pH ZiE i, Ik 8omL, AR 5 min WWE EEE, EREZE, WA, KMk
RSt EALIEEREE .
53 E#H9h
5.3 FEHLIEFE
5.3.1 ffifH HPLC Zeiishtf, R HATHIS: ACH ZIREM/K. FRIFHELE 0.22 pm 3.
5.3.2 WEAEBA: FTHASR (99.999 %) =R, 8RO B H R 77 0.5 MPa. #fiAE)
AR LR AIAR G B I S 26 . FFARVEIET, BA 100 mL/min R B E /> 15 min, 2R)5 DL 20 ~
50 mL/min MFRAERFML R, B 20 TAETE .
5.3.3 JFHL: iy #2i8 WATERS 2996 600, T H-1HH ML, i3 X WINDOWS XP, Ji5 3)) Empower
Pro H STl (i T Ak
5.3.4 HERRIE =S MIEE TARRUE N SR 0K I 8UE i, S — B TR R AT
TRHEE R, BB VE 10 mL/min, RS0 GRS B A % E .
53.5 WEAE RS, @ aHmiE . Wis i mn, I EH . ARAE SEBR A RE S FIEESK
¥ B WATERS 600 ARG 2810 TAESE. 7 At s SR, #ERTFma .
5.3.6 HEFE: KNI TFARE T LOAD RE. EEHBRSM, FMEIFERSERE, AN S 5T
E R ERFRAFEAWG 2SR S B TR £ & T INJECT RS,  [RI2Wr 21) g nd 7
KFEHR, X TR IRIC T, . FrbRE S 2 ~ 3 min, K FARFE R LOAD 7 &, XA fE
NHERERS, BEFEUER IR N IR R AL AU U S T TR RS, BRI A, i
BRI o AR RN E [ = BOBAR S T 26 R, ArBEERPRR S, TS NBUE bR UE TR AN ARV,
ELEARLL P ET G TAR AR AN T 1.5 %, R AT, SRAFA R ik B 13-1 A 132 (SRR
B, THEAER AR,
5.3.7 KMl MWEXTEEE, JeH 100 %Kt 22 6 /1, RFZE 10 min, S5C0h H B0 2843 16 116
FF4E 5 min. WEFUEBE Y 0 mL/min J5 T ¢ WATERS 600 2996 HLJEFTF . S & SR
o AEFREIEAT BN S, SR PTE B BTG

- 18-



KN BRIRYCR 2 B R 1 I — e RO (il ik

5
<
<L o
t/min
A 6-1 50 mg/L ZK F B B vHERE O YA VR R SO g T
5o
<
3o
A‘V” - _
t/min
FE 6-2 2 RIS SR A E
6 HIELIR

6.1 IR IRPETHIEM

FRIEARAERE SR 4H 73 (1) 8 E AT OR BR INF IR, XHaRE I VR R 2H 23 )R 475068 B e PERF A
6.2 MHEBRRPEHNSSENIHE
6.2.1 AMRIETBNTHR e ok R 1k B

A SER R H € B MRS

AR SR G5 b o 2602 B r OO SRS T T 20 . AR S0 SR FH B RS IRl 2. AR
DA (R AR AE AR BN R B S B I TR . 4250 (6-1) TR P R IR IR E X
(mg/L):

A

-19 -



(BMIMTER) 51

C) — FRFEVEH 2 FRRIIRIE (mg/L);
A1 — FRREI 2 R T AU
As — BUREIEE oo I T B
6.2.2 F Empower Pro " SCHR (818 T AF 5k B B F SR H oK IR R B
e PEBRME TARIEMCH, Wil A8 1, 223 nm JREUEA R, 5 {lb IRy ) S
KPR 7%~ RO FER AL PDA—|F — 25|~ F ]~ M BURHEAUE A Wi B = F — 2B~ F 25~

R RIS 4, A O i 28R R ~[F - [F SRR IE—

[F—H~[F —H-[F —F-wE—mA ik a4 @A “0”) ~[Eml~ “0” [
s, SRR AT RN T I B8Oy, Rt BRI
I T B 1 PR AR BRSO, oIl OB B S 2750 B R S SO bR R, i
PebEsE, BUbR ST ETELG] R, A R R, TR €07, BB A A
Wi, AAORH. SAEUE & O hER], BRI ARERE . BLR, bR T,
A ARUERE RSO, R IFE A AR, 405 MBCHH AT FFDT AL O Jndk, R iF h 2t
B, BERCE SR IE 2, FUIRAE T, SR, RN R R ARMEATRE RSO (R
U ZERRHE SR 1D, S NSCE T DEAL 0 Jndk, SRJ5 sa[CpHimA A, e B[R]
[ 3D @il mpopeE . SMam, mEmERm. ShEE [EE & Eae
IS SO o PSSO RN 6 F (B RS ZEARAE SO D A, [/ R, e fi )
LR iR i, Fhok#fE SRBOCH TR0 H Gz [foeltsanss . sl
. SO RSO PR ERE L SCPE (PDF R, SOPEBRAE A “FRIOSCRY ™. ek “ F—
AR, RTE. FTHF PDF SCHHTEIHRAS
623 HRHERRSBMITE
BRI IR I & b (mglg, M T gyt (62) 5
CxV
m
b X—RER PRI AR, RN gk
C— i LRSI A B FRIREE, $A0A mg/L;
V—FE e AR, BN L(0.1L);
m—PE ST, SRAA g
TG AR B W B AT
7 GBS
7.1 EEEMEEHTRENAERIMINELERNETEERSBTEARTHEN 10 %.
72 BFERWNTEE-E W, HRRETEN, MANREEESFAERETFEERE.
7.3 HEETIRRIFE I SR NNIBEA, ENER SR
8 BEHM
8.1 RABBIRI QLS TRBR IO h KRB S 2 A2
8.2 BRERT PR RRRARBARER S IR RS HAERRENE?
8.3 ELALRATIE P A AZEMANEKIBIAR pH Zohit?
8.4 AT EAAUEOE, THAKR LERBOE? WMART?

X = (6-2)

-20-



Lhe-E UK IAER . B E TR E

SR WAL FETR
TR
1 LWHMSEK

1.1 2B OO (1 AR I ] S R

12 THRBETRZHOEED B &M T iR

13 AT EEMNEBRKTRHA. FETHEE

14 EFE BRERFA TR BRK B 1. WERE T aEEAK. FRERR. &
AV BOE I . RIEARAE, X EREHEAT RN A

2 KRR RIBRN 25454

Bk 20 tH4E 70 AL I H. Small 25 A\ K B o & 2 R i s (1) — AN B4 5,
FEHT LN AIME TR SRS WE. 58F0HHE AR O T ERAET
A i I e AE, 8 DRSS R A I o
2.1 BFXHREIEHNSSRIE

BT A i (1) 2 B AR A RS A R I T A G, X RS IR A L
I A AT A B ] (AN PR R BORIR L) T T FES T 85 7 I FE Ay R R 4]
Nzl THTHE TR E. BT RSN TIEN, B0 RS T#85 E e
G5 L R g Btk 8 Y B P = o - 7 N e AN e o W N T S R e e s ol 9 AN R 2
AN BRI o 2 5 S R PR AR FH D KNASRD, B Aer 2 FE KBS 1 5 A8 3 L A AR 0, [
MEMT EREREN K, TRERARNE TRk A S 8K B b A% B A B (A
K 7-1.

L Owamr

o N
e BT

\\\C)
B 7-1 BB FRHBIENEE
2.2 HNHIZRAO1E A Fnfp s

IV 52 7 A2 ) i 85 - EEL I P v R ABURE R B M (O R IR R, 0 3k 438 40 B A R AR e Y e
B EERFZE. bR EEERMER: — BRSNS SRS, ZEmy 1
W SE, M EREL.

P2 R AT T VUSRI B : BRI 28 (fh2E30H88), EEH AU ANEEIELL T
Vi, FEARBIRECR; EPRAFSERLIMH) 28 BAESL TAE, AL RS MYUERE i 2 PR
TSNS 28 S TR, i R AR S ME AR, e MR E. Bt Lk
BE 282 B FEAE I8 SRR AN A A RSk R A H B O, 1 @i L A 7k ok
PRALAL A0 T 7 2L H 8 OH .

2.3 BESBERIFIETIERE
ABH &8s A ) B & A s s a8, S E RN TR B (R, 75 dIgfE

-21 -



(BT SEie) 15545

R, R, KA HRE S M, KR EE R OH A <. EHEIBEH T, Na
TR B A B R R R, RIS, HOEE P A N B R, S T4
A RS AR PR R T . ARSI S F AR OCR A B & F A 88
2.4 XEREEH

OISR EAR AR E R . g (3. Hmlds . RIES A TR (W
Kl 7-2), MbAME T E — A B R 4

wk a8 ol xR

B 7-2 BraliiEnzE
3 R ERRE. W, BREAR

3.1 &

B N DX-120 81 REACHC % FL A I 35 SR B2 1K B8 i N 2000 H SRR (i T
YEsl; BS210S BUHLFor#r K-F; 1 mL RS 8% MLt RSt
3.2 WA 5H#a

FRAEIK; BRER (95 ~ 98 %) To/KERIREN (99.8 %) SALAN (99.8 %)+ Ml A4 (99.5 %)
btk (99.8 %) PRl HEE (36 ~38%). AL (98.0 %), MEASEREN (99.0 %), IR
L8R (99.0 %) FHEREN (99.0 %)\ Jo/KBRFREN (99.0 %) FALEL (95%). FALH (99.5 %),
BIE (99.0 %) Z/KEAMAS (98.0 %) FALER (99.5 %) ¥ Amtral; HRAKFES.
3.3 Bk

6 mol/L #HFRIEM; LAMIE FIRGHRME T/ (F: 10 mg/L; Cl': 20 mg/L; NO,: 40
mg/L; Br: 60 mg/L; NO;: 60 mg/L; H,PO,: 160 mg/L; SO, : 60 mg/L); -LRFHE TR
WRAE TAEVAW (Li™: 5mg/L:; Na': 20mg/L; NH,™: 50 mg/L; K™: 50 mg/L; Mg®": 30 mg/L;
Ca®": 50 mg/L; Sr™": 100 mg/L).

4 BT EIEMHRERN

4.1 KRB F I ERIERY
22




Lhe-E UK IAER . B E TR E

iR W22 A T AS 9-HC M5 1B 140 Hr
9 mmol/L BRERENAMIEI: 76 1 L HB4i/KF AN 0.954 ¢ Na,COs3, FELIVAR)G, THIT/K AR
FLIEME (0.22 um) HHJE, A7 H;

WiE: 0.50 mL/min CZ7R{E);

R 2R =

EEE: 25 uL;

REAEITE]: F: 25 4.1 min; ClI': 2] 7.0 min; NO,: #] 8.8 min; Br: #J 11.2 min; NO;:
#313.1 min; H,PO4: #J 18.8 min; SO,~: %] 21.3 min.

4.2 KFEBEFHBRIERNG
ke EEBZ AT CS 12A RS RHE FrHrkE;
20 mmol/L FRLERARRM S : 76 1 L EAUKF A 1.3 mL FAERERR, #&5), AJElidK R
ALIENE (022 pm) HHUE, WAFEH

Wik: 0.60 mL/min (HER1E):

Far 28R =

ERE: 25 uL;

fREEIFIA]: LiT: 2738 min; Na™: %1 4.6min; NH,": %153 min; K: £ 6.7 min; Mg
#4199 min; Ca’": %) 11.9 min: Sr*": #J 13.7 min.

5 SIS

5.1 tRERRAIECH

5.1.1 BB P AR AL i e

5.1.1.1 1000 mg/L #xifEfi 2 FIBCH] 373 Z9FREL NaF (0.225 g)+ NaCl(0.165 g)+ NaNO, (0.151
g)+ NaBr (0.130 g). NaNO; (0.138 g). KH,PO,4 (0.144 g). Na,SO4 (0.149 g), #EHiZ 0.0001
g, BETHHAMN100mL ZREHEF, FBAKEREE, RENGHE TS

5.1.1.2 LR BH B TR A br i AR 7 R I e )

FARWE 4> %L 1 mL NaF. 2 mL NaCl. 4 mL NaNO,. 6 mL NaBr. 6 mL NaNOs. 16 mL
KH,PO,+ 6 mL NaySO, fif &1 B T [ — 100mL 25 & i -h B 4K 2 R A3 LA B & IR A hn e
TAREW -

5.1.2 1000 mg/L PH & 4 V- 1) T 1)

5.1.2.1 FRiERE S TROECH] 2 HIZIFREL LiCl (0.643 g). NaCl (0.254 g). NH4CI (0.297 g). KClI
(0.191 g) )5 (0.101 g, %cH 2 mL 6 mol/L #HFERIFMIEAE) CaCly - 2H,0 (0374 g)+ SrCly
(0.305 g), K54 0.0001 g, BT HEM 100 mL BEM S, FHAKFERE, 5, BRERE
B 75 BH 55 7 it & W

5.1.2.2 A PH B TR A AR AE TAE TR B

PR %3 HEX 0.5 mL LiCl. 2 mL NaCl. 5 mL NH4Cl. 5 mL KCI. 3 mL Mg*". 5 mL CaCl,.
10 mL SrCl, fiff &L & T [7]— 100 mL 25 &) B 4l7K E 25 BN A-C R BH & IR A FrifE TR
e
5.2 FFHLMEHE S
5.2.1 MREEFES M BB, BIAMEH 230 B3 AR R k.

522 FHFES (99.9%) W, WHTHIHE A 0.3 MPa.
5.2.3 FLEE A THENLRIE, ZEAR]N 2000 7ELE T RN, EPREIE 1.
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5.2.4 HRIKTE B FOIEACERVETH M ) Eluent Pressure Pump, #2218 4 230191 28 FE IR CR IR PER 2min
J& o BB o It 4] 2% FLAL 100mA; BHES 120 BT 4 28 FIR S9mAD . RS K AR, wE
IS EHURTTT, TIHHRR IR, HE5 <0 (38 FEIT L AAES ) - K HHER RIS, 55 054% T Pressure
WL L 17284k, & IReME RS A BRI BRI AT, ™48 F i S A )

5.2.5 FTHFENLET], PR EIRE ERF5E, IR Se sk, W4 A%, % Flow setting,
MR B IEATUE 5, B E T4

5.2.6 1 Offset Cond, /M2 HL 3B, REEFH 20 min /&, Ji s 28 5 H-31E, % Auto Offset
FHAMER 0.

5.2.7 {E“N2000 7E2E TAEuhH i SLIe 5 B, S “SI0 AR @, «“SEos Nk 447 <simi s, sk
%ﬁﬁ%ﬁ%ﬁﬂ,ﬁ%%ﬁ%ﬁﬁﬂﬂﬁlYﬁﬁﬁﬁﬁ@%?ﬁﬁfﬂﬁEQ%%E
FURHIE] (min) 7, SHEA SdEUERAE R, SEEEREA] [BARIE, ML
P

5.2.8 HHFEHT: B TR T MM Load RS TERUEM N EIESAM T, AL PR
J&, F ImL VRS 88 I SE N B bR AR A ARV, R AT EREIUT A Atk . 7 PRI ES
TEPHES TR A PR BRAKFRE | AR ISR, B SIS, 75 2 i 4K
TEVE 3 YO uESk, BRI E 3 UGS UESk, BB 4 UCK R S VETREE AT T BERE AL AT
%7 Load/Inject 8, RS U MFET . (£ 1 min J5 R B 21T E Load RZ, &k Him
) (REE( Load/Inject 85804 iR RIS . REME FEIESZER LA 7-3~6.
KE G EREBIRAA AL

52.9 XML FERIATERE, FWREGEBRSE 30 min J5, MKIROCHIAMERHI S IR, Pump (54
TSI ABEIRIE) . Eluent Pressure WM FHLHIE. F N 2000 226 TAER b FEE R, K
P EHLANS HE .

S

260
240
220 2
200 5
180 1 4

4033
— {1
t\H
11.237
13.097
18783

21293

N v e

T LI T T T T

0 2 4 & 5 10 12 14 16 18 20 22 24
t/ min

1F; 2CI3 3NO,; 4Br; 5NO;; 6 H,PO,; 7S0%

B 7-3 LME LS FRSREREE TRk =&
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Lhe-E UK IAER . B E TR E

1,000
Q00
300
700

G600

E/mV

300

200

100

500

400

21.242

12340

- —_————
3 04 5 B 7 & 9 10 11 12 13 14 15 16 A7 18 19 0 A 22 23 24
t/ min

B 7-4 A TR HRKF AT RS T = A

320
300
260
260
240
220
200
180
160
140
120
100
504
B0
40 4
209

E/mV

3833
4612
[\
9912

—
5293

850
S00
7S50
Foo
650
&00
S50

> 500 4

g 4s0
=~ 400
350
300
250
200
150
100

S0 -

6 WAL

T T T T T T T T T
2 4 [ g 10 12 14 16 18

t/ min
1Li"; 2Na®; 3NH,": 4K 5Mg™"; 6Ca’"; 7S
B 7-5 LRE LB FRERERRE FaitrEE

20

ofy
o
b7 4
-4

1848

1

o0
o
o

2 4 6 8 10

Ly AN

5 18
t/ min

B 7-6 {b LB ERKFHETFHE TR EE

6.1 AR TETBIE M
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ARAE AR AR it i VU 2 70 R 25 B ARG DR BRI 8], SRR P A 0 14T 00 L 2 PR A
6.2 WFEABRTPHENZENHE
6.2.1 SMREFEN U HFE R S 410 IRE S &
ARSI R AR e B, IAFAR AR & AR RV R b AR L 2H 2 (R e T A
UK R & H &/ X (mg/L), #%F (7-1D 5.

Aeh
C— FRREVTET, AHRIZLAMHIIREE (mg/L);
A — FRRET, HHR 24 T A AP 45018
A — SRBEIEHET, HREZL S TR F 18
6.2.2 FI N 2000 FF1 S AR (03 T 1F S 1 B0 7 A il 280 T RE o 4% 44 R FE 4 i
ST N 2000 B2k T AT ], ST RS AR TARVA RS il s Gt 1 e
S aiE E o R A SRR E] PR PR R S A
B, 0t FEE . B R, e dhR, AR A H R,
Al T, AR T, SR S5 Ade s, R
bR VR BE RN, i O], A ahInNKERE: FTIFARRT BRIARRE SO, 1A
IR A 5 BRI BRIRR RESCAR S 2 — 5, AT E s s Th{Be IE e et s o il e
B DS R AFAERE R
ST 4 AT IRRRAEK . RAPREAR . W RE AR s R,
SBARAFII IS AR TR, BRI B R RE AR R “ T
. B, BRI . T D T ER

7 AEEm

7.1 BFRBENES, HBTEN, BIEFGSBRARE.

7.2 {FHRRNEFIEEE T RIS MUREAIEC F BT REITIERRE.

7.3 HHER, NERFEFRTHSIEEANBIERG T,

74 e, AELRIER, U—EEFRAAEMREE, T REFE TRERFIH.
7.5 TEBMABREERRTZRTIEERERBERFHIHENEERT 6 MA.

8 BEm

8.1 FIBF Li'y Na'v K HIEIRFFH1%RRE .

8.2 FARKAT LS HEIE.

8.3 kB & EAENINFIREMIER.

8.4 BFBIEHPIIERSSMIREEIEENBIARE?
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KR\ BN B I € —GC-ECD

sEIg )\ NP A EERN 2 —GC-ECD
1 SLSWHKNSEXR

11 THFERSMGE R THFE NS ER T T

12 ERRESTHETLE PR

1.3 2 RGZREIMRER T

14 G BEOHRER . SR SNEEER (0.5 mg/kg #ANKT) R ER M ik
A

2 SCIGJRTER

B A EES R, IRIGRE S IERAG 5, KA D BakLigfl, MRSk
&, FENSAHEIE, fO08H 0 85 Bl gE (ECDY A, AR R B I 8] & 1%,
HMRIE T B .
3 NEFEE. RAFEKERRA
3.1 XEBEE

SRR : VARIAN CP-3800, HETffisffill#s (ECD), VARIAN Star 6.0 53R a1l T
YRSl AT RFs 10 pL P redt . S A 2R AL
3.2 WAL BRSHER

M EE: 98 %; Ok, GCHWEHTER: 4f5. WlH: HPLC 2 SAbh: srbrdd;
ToKIREREA: 34, FHHT 650°CHIKE 4 hs BIUEG . Celite 545; #H% HfE+: 60-100 H, &¥%
SRR, MIEAFAFE N

4 SHEEEMERERNE

% DB-1701 (30 mx0.25 mmx0.25 pm) A JEEHMEH J&W).
RAE: 270 °C; fI=: 300 C;

FER: 60 C(f4F 1 min) 20°C/mig 260 C(f4F Smin);

B =AE, FERTE: 138 Pa;

Syitt: WG off, 2 min J5 20:1;

R 1L

PREGESE]: 29 11.85 min.

5 SIS

5.1 i REC

5.1.1 WP, HEE-C ke (104900 IR (R340 : B 450 mL 2%, 50 mL PR 55550,
Ao

5.1.2 1 000 mg/L F B i ARAEAE 2 VAW : HEFFREX 0.0255 gCRE A A 0.000 2 @) H HIE AR FE T 25mL
AR, AR, ARG EE.

5.1.3 10 mg/L 7 B 5 br e b ()77 : B 0.1 mL 1 000 mg/L 1 S ARAE G VAWMU 9.9 mL ek
FEA 10 mLo. Sy T-amEL.
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5.1.4 0.1 mg/L ArAE TAEW: HX 0.1 mL 10 mg/L & B iEbrdEfE &3 9.9 mL S lefifE s 10
mL. BRI A T HEREAE A B sSURE TR BAR AR -
5.2 AL TR

FEEL: HUUY ik ] 4 0 1 5 TRE i 25 g TALZUSIERLF, N 40 mL 28, 213 2 min,
AR IR 1 em JEBIUER, 12U, H 40 mL 2859 3 IEVEISREEL, e, IS IR HhuES)
A EIEM RN 8 g &AL GLEAD, TS, HEE 100 mL 2 # E 30 min,
LA NUZAER, B 1/5 LIZIEm (S8 THeZMT, 40°CRIE Rl ERSgE EiL . A 2
mL CREE IR, #Eg AR

i BT b BT AT S g KBRS, g4 ¢ BT HAEEL, H 10 mL
PIER-C e (10+90) Tk, 5 mL e VT, ##% EAE, H 20 mL WER-Cbt (104900 ¥
W GERIRATHE A& I S P, AR D IR S s R i e 4, RIKE R HH B2 TE KB

BRANIZIS NN, WSCERIMR P, 7E 40 CoKI Bl i@ e il 4 2230 T, TE =i, 2 mL ChtE %,
EALIE -

5.3 FHLNEH R

53.1 AR AERE: ST OO, 2RO, & YIEE W e, RIEAN RS
53.2 1B ARG PR R RN BRI Ny 0.5 MPao AL E
Rl (BB AT B K, WERTH AR A EREA R GRS, iR, 2D
BR 2 m B

5.3.3 FTHFHHENLETR, 2N WINDOWS XP #:1FE £ %, Ui Star Toolbar, Ji5h TAEu.

53.4 FH GC FEHLHIEH L. KL 1 min, Wr B &FHRENIERS &5, LRSS Waiting 284 A
KR NOT READY .

5.3.5 BN ITESCE: 78 T AR LT Method [, Al A A7 AR, AT T SR 4,
OB BRSO, W AW, RALE: S [Injectord, Rear Injector Oven [y [On], #5E i,
J 270 °C, AMARELBEE off, 2 min JE¥EJY 20, A ] Injector Oven [ Off; JE77: s
[FLOW/PRESSURE|, ¥ il ifi A1 /8] () EFC & /779 0.1 mL/min, J51f EFC Jk /14 138 KPa; 4
I 7 [Column Oven|, 7EAEIREE R4 (T4 E 60 °C, F#F 1 min, % f7h¥E 260 C,
FHESEZE BN 20 *C/min, ARHF 5 min, A 16 min; £W%$: [front FID [/ OFF,
TN 300°C . RAFEE IF %A, BERBUEZ I IE O, Pl s, S B pST AR sk,
B AT R S HT

53.6 FEaIE: £ BRI RAMT, FREPIR)G, S NBEHFRHEETR, B 2 AAME 1)
WETRIARAR AN T 1.5 %I, EREZ AT, FFAEAH B 20 A 25 A SRR AT g, W IE 25 4073 IF
THEEER, SRARIFRFE. FE A IR 1 o 1 L 8-1~3.

53.7 kML MRsEEe, FAEREERN 50 °C, S, TOCH TR . ENERE. BRI,
AR, FTERR S SR VRS RO
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1264

1004

>

3% a0+ J'

L

U_—th——/—’—’—_k’_’—\/,‘

b5 %0 s oo 25

t/min

& 8-10.1 mg/L HHEEAMESHEES>EE

1254
100

76

-24 T T T T T T
25 5.0 75 100 125

E/mV

t/min
Kl 8-2 3/NZ Ffta SAHEE > B E

754

E/mV
(________

254

-24 T T T
25 5.0 75 10.0 12.5

t/min

& 8-3 #JIVEEM 0.05 mo/kg s EI WS AR G4 =

6 SEIuEIRALIE

6.1 F VARIAN Star 6.0 =X hR &1 TEM Bt B E R TR BEERBRRE
B TAEBEAR S5 K2 /2 B0 = A EIFF [View/Edit Chromatograms|, A #84T TFHRE SC4F (ZEHERE
IR E MR T ). Wil B BEiE b CIUR AT, HEFESE —AT) AR s v B S
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P CEOTRE R RN ESRE D, s AFerh . S di F AR Open Files, 57
Method/—{Calibration Setup|, Calibrtion Type(f21E3$%)i% external Standard(¥M73i%). Numbers of
Calibration Levels( & 1E/K 220~ 1. Curve Defaults(H1£8152 )N Force, HAMTBUAGRE(E,
S c il [Edit Method— [Peak Table], 7£ Retention Time £ P97F & H 1 NFRRE (1 {7 57 I &) (AT
DA EE I AH W Tl 8 3, AN IHS 40 M 18] J 91 16 min) . Peak name "N AFRAF ) 71 3C
YIR(A W), Aik b std, 7 Level 1 &I AFRFEIIREE(0.1). Al save TRAF. [RINFTHFAREE
SR BRSSO TN EE ST . %68 [Results —|Reintergration List (FRAHZM5 50,
TR, FRBE SO E A Calibration; B 5 S04 B A Analysis. #4117 [Intornal Standard), 7 [Amount]
[Update listl 55 [Save changesl. multipliers ¥ & ¥ 1; divisor W&}y 1. %5 |Clear Coefficients af
[Start of Lis, #if7 [Calculate Results [B14iH BT 48 . fRAFALER 7%, Al [Results R T4
SCEAE, [View Standard Repors 453, s [Results Options [PR##%E, ¥ [Amount Units [#* 11 5
N mg/L ¥ Number of Decimal Digits [f2345 & 2, OK. % —#, i |Chromatogram Optiong
A7) 1% [Time Events, [Chromatogram Events|, , s OK.o ARFEL RS BdE SO [R AR b
o KR FRER G, TEIE R .
6.2 IMFEFIITERIFRTAEEENZER

ARSI K AR, A B IR PRI AR . DA mg/kg TR B R H
FIE SR X, A 8- i

’

Baseline

Xlz—rzxlevzxc ........................ (8-
I, xV; xm,
e
r— FRFEVERT, R T R
r— RFEER, BEEEmRIE:
c— HARIGAAHERTIKRE, 0.1 pg/mL;
Vi— B REERBEFAAT, 1 uL;
V,— FERVEBR A E R, 2X5 mL;
Vi — FESETOEFEARAR, 1 L
m— AR R, 25 g.
6.3 IMREFIITERIERPBEFRMEWER
PA% 27 [R5 TN A I D e X, #2520 (8-2) 15
X, = V, x5xcC

2
A
Vi — TINFE S 2 e AR, 20 mLs
c— MK 0.1 pg/mL A BB RIS V00 A EIEWRE, pg/mL;
my— WNINE] 25g B TURE S () B BTG P&, 12.5 pg (10 pg/mL 0 1.25mL) .

7 EREM

7.1 #HEFIHREERERTE, MIBNBERKRERXKE.
7.2 RN ET SRR, £S5, REEHBEZEFPEHE 30 min.
73 REEMHHNEIERE-—EHEMITIE, IHMIERFERRAESTEREER.
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74 HREAZETRELRTANEZR, BXAESR.
7.5 GC-ECD ZERS@4REATS.

7.6 GC-ECD M AiB A se 2 B mFBR A MR,
77 WIBRMERMER, FTAISEENHN—EEIL.

8 BEmm

8.1 HmFrERNE AT EMATERLR?
8.2 A mIEARNEANEEXRETR?

8.3 EIEZHTHE SPE #EHIX 3 ?

8.4 RAGFREB S MFREIAIE X ?

8.5 AWM SRERAEML, SHMEMA? A GC-ECD MR, 4ERZL?
8.6 RAGFZENINE AN NREWL, SaFEEMEMAERE?

9 &EHEK
9.1 NY/T 761-2008. H3ERIK R MU A HLE . $005 dug s A g 5t T IR G 2K 25 2 7k B 11
WE[S).

9.2 GB/T 5009.105-2003. 3% JI\ A 7 1 175 5% B = A 2 [S].
9.3 GB/T 5009.146-2008. AE )M £ i A HL AN B2 g 28 A 245 %2 4H 4 Ak 245 5% BE & A I [S].
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LI L AKBIERTEEIIREE . 2 B — UM il BUE BRI (80R)

LN KPEREEIIRENE. EEHh—HEE
V5 B BX A (B )
1 WA

11 TRFRESRBRA N E e BT
1.2 B35 T MSURBAL W 77 ¥ S A E AR
1.3 23KHPER RN (VOCs) KA N7

2 SCIGJRTR

KA GA R /K B R AR ALY B N UM Bl e BRI IR A3, X7k
& 7 s AR R [F RS HE RN IEAT EVE . E R T

3 B85 &, IRFIFSCIE A

3.1 X%

£ E 2 HEE A 7] Agilent 7890B-7000C A €213 it i B FH 4 ; 35 [l TEKMAR /A @] AQUATek
100 WRFHHAEAL: (il 4. Agilent VF-624 ms(30 mX 0.32 mm X 1.8 pm) 7 S B4+ .
3.2 Kl BRSHER

HESNLE: 2000 mg/L CHEEEFD: B LA R-d8 TR FR: 250 mg/L CHHEEIEFD;
ARG 1,2- 5 dys FENARIRILIEW: 2 000 mg/L (HRESIAFD, HEE, Gikai, 99.9 %,
H SRKAE i

4 BERN

4.1 MEARHEEH

RS A WHEEAR S mL; IR =iE:; WHERE: 40 mL/min; WA
11 min; FABCPHIEEE: 180 C; MEPHIEEE: 190 C; MLPHEFAl: 2 min; HUERIE: 200 C; 4t
FERTIE]: 6 min.
42 SHBERIESHTEN

HERETTRLEE: 220 Cs

BRI A RIEERE, ARG 20:1;5

SrtE: 30 mL/min;

PR3 E: 2 mL/min;

FERE: 1.5 mL/min;

BARNEAA;

BN : 280 C;

FEFFHE: WIEHEEE 35 C (2min) _5 C/min y 120 C_10 ‘C/miny 220 C;

BFYRSEM. EIVE, 70eV;

BT ERE: 230 C;

VURRATIRE: 150 C;

AFIZEIR: 1 min;

AT I 8] 5 S B SRR TR IS R]AR XS 29 min;
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3.2 PEIR ML
M (SCAN) HFEHER: m/z 35-270 amu.

(9157 AW SIMBERE T .

Hirfb &4 HBHFMEE (min) BEHEF (m/2) BB F(m/z)
EVa 1.00-2.40 62 64
LI- =& LS 2.40-3.10 96 61, 63
—E Rk 3.10-4.00 84 86, 49
-1,2-" RN 3.10-4.00 96 61, 98
L1-Z® ke 4.00-4.70 63 65, 83
AT IR 4.00-4.70 53 88
ifi-1,2-— 5 2 4.70-5.30 96 61, 98
2,2- ANk 4.70-5.30 77 41, 97

A 5.30-5.72 128 49, 130
=5k 5.30-5.72 83 85, 47
L1,1-=& 25 5.72-5.96 97 99, 61
IR 5.96-6.20 117 119, 121
1,1- =& N 5.96-6.20 75 110, 77
P 6.20-6.70 78 77, 51
1,2- = LK 6.20-6.70 62 64, 98
BE (WA 6.70-7.20 96 77
=& 7.20-7.80 95 130, 132
1,2- 5Nk 7.80-8.40 63 41, 112
—E 7.80-8.40 93 95, 174
— IR S 8.40-9.00 83 85, 127
b7 SRSl o 9.00-9.70 57 49
Jigi-1,3- SN M 9.00-9.70 75 39, 77
FH 3 9.70-10.40 91 92
k-1,3- = E A 10.40-10.90 75 39, 77
L12-=& 25 10.90-11.22 83 97, 85
IR 10.90-11.22 166 168, 129
1,3- =& Nk 11.22-11.92 76 41, 78
E A 11.22-11.92 129 127, 131
1,2- IR 485 11.92-13.40 107 109, 188
EkS 11.92-13.40 112 77, 114
1,1,1,2-V0E 2.0 13.40-13.80 131 133, 119
7% 13.40-13.80 91 106
1,4-—H% 13.80-14.47 106 91
13- H % 13.80-14.47 106 91
12-—H % 14.47-15.10 106 91
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% 9-1(%)
Bisb &9 HEMEEBE (min) EEBF (m/2) BT (m/2)
o 70 14.47-15.10 104 78, 103
= 15.10-16.10 173 175, 254
AR 15.10-16.10 105 120
4R 16.10-16.54 95 174, 176
R 16.10-16.54 156 77, 158
1,1,2,2-PUS 2. )¢ 16.54-16.83 83 131, 85
123- =5 Fike 16.54-16.83 75 110, 77
FRZE 16.83-17.30 91 120
2 16.83-17.30 91 126
o 17.30-18.00 91 126
P =S 17.30-18.00 105 120
BT R 18.00-18.80 119 o1, 134
1,2,4-= HIJEHE 18.00-18.80 105 120
T S 18.80-19.10 105 134
13- 18.80-19.10 146 111, 148
4o S T e P 19.10-19.80 119 134, 91
14-—&7-d, (WD 19.80-20.25 152 115, 150
1,4- 5K 19.80-20.25 146 111, 148
1,2- 5K 19.80-20.25 146 111, 148
FTHRE 20.25-21.40 91 92, 134
1,2-ZR-3-E A b 21.40-22.80 157 75, 155
12,4- =5 22.80-23.80 180 182, 145
ANE-13-T 20 23.80-24.20 225 223, 227
2 23.80-24.20 128 -
12,3- =505 24.20-29.00 180 182, 145

5 SLIUHTR

5.1 iBiERYECH
5.1.1 BRI ]

¥ 2 000 mg/L AR SRAGIE bR I it R B R 21 25 mg/L. Fi¥g 25 mg/L P bR¥E A FEIE
MRS 10 mg/L, JAENKFEAIR-18 CEH .
5.1.2 JRAARAE ARV 1

¥ 57 PR A ARAERRAERE AT (2 000 mg/L) F BB R 2.5 mg/L {E AFRUEF R, ik
FIUKA H-18 CHA A .
5.2 HEmALIE

B 50 mL ISR, IIADERFNKEE, A% MRS 8L 0.02 mL 25 mg/L bRV
ROENBKEES, FARRKRE A BN ZI L . e 56 BUE 6 #2140 mL BIAE SO k4T ik
EHE
53 EMEEN LI RIE

-35-



(BMIMTER) 51

WA - 0B BB AR 2 A A 4 7 DU MR : 7331l /& VOC TekLink 2G f) TAFRLER,
7000C ) TAEREH, EVEHrEiE, SIM %E & Hriib.
53.1 ¥ He. Ny U BHLERLY, HEBMEH L, WiN.
5.3.2 FTOFENUBCA MBI, B
53.3 TP ERLRIEIFE, M7 VOC TekLink2G [FF5 A1 [7000C [FIbF, A1 4 62 450 S5 1k
A0 AL
4.3.4 WAHESHUE: H RIS VOC TekLink2G |FIbr, % B I E M40, %
AR, WHEAEAE S mL. i open, S5 mL151217; ¥ & purge ] purge flow 40
mL/min, purge temp 20°C, purge time 11min; desorb preheat temp 245°C, desorb time 2 min, desorb
temp 250 C, drain flow 300 mL/min; Bake time 2 min, bake temp280 C, bake flow 200 mL/min,
conderser baketemp 200 C.
534 SMGIESHE: Wk [7000C EF, 7E TR SSRBEHBUEIISI T, AEE T
TSR — AN RGE L, TR KPR MR NLA-SIM” J7i5 30 Save /& 473X, Save as I
A A E B A AT TR AR AN, BT SRR T el bR, k8%
FHE 18740-80200, BEE ML 200 'C, JK7) 138 Pa, FEVE 1.5 mL/min, 73¥itk: 20:1;
s AR T SE B A, RS R B DR E . IR A N B (g R
FERA IR, AR TP AR R PP THR 28 K40 B0 FA8% 1R B2 B0 280 °C
535 MS EMESHIE: s T MS 24, i EISATIA] 29 min, JEFTZERRE 1 min,
B FURIRE 230 °C, MS1 #%f (HI SCAN £34i), W E i 5 35 amu A2 £{ 270 amu, %
I IE) 3.2 PEAA A /ED . R IR, e SIM S E =8 T HE S T.
53.6 MS EESHWE: £ MS SR E I, E#H MST SIM Kz (R SIM 434 £ I 5 i 8
BB FREA MmN E & 8 5 MUE Ik B 1 S 3 18], CRAFTTVE SR, I 1A BRI 8 288 1
EVEE T WAL 16-1.
537 fEsREE e, LGRS — AW, SRS N HAmE TS, s ASR, B
W, EEETERRAR . TR Bl AR B S, SRR, RRATE ER, RAF
Fr oo WA AR RO 51, BB vial XN RTEEREIC S, SEREATH S 7 544 FK , SR #% water,
HAagag, RAFFPIIAFR. midi load HAIEAT.

X EMN, REXCEEMNRENSRBEEEDHNMEIEERETE, BUEMERTS
i, BHIRF
X EMERNEEEWMIR, TaEIRBEE.

6 MELRTHTALIE
A SRR FH PRI 4 2R
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LI L AKBIERTEEIIREE . 2 B — UM il BUE BRI (80R)

X 9-2 Gt e BE

=Rk INEREA * SiES

o H - - — _ _ -
WEE OFER R B B OB B R B BER

LR B I} 1E] (min)

e T AR
HHIEE X

(ng/mL)

BHaEE OO #ZmRA7-D)IE, FE5 B LR 9-1 ~9-3,
X o= 2 9-1)

AV
r— PRREERR, AR 2 S N AR TR AR L 2
Ff—ﬁﬁﬁﬁ¢,ﬁ@ﬁﬁ%Wﬁ%ﬁﬁﬂ%%?ﬁﬁ
c— PR E KBTI FE (ng/mL);
V—HE AR (mL)s
7 EBEIN
7.1 EEE&RFBP MR EIG B SHRAZEE —T .
7.2 BB EEE A iR
73 ANEEZRELHBNINEERFHE.

8 BEW

8.1 [EERTF N RARYIET A A B A RN RE AT ?
8.2 ST ITES AT Bk iR ?

8.3 WMAMMUAMSHEETRRIINLAMRNERS, EEAZZFAR-—HEIE? &

ta?
8.4 BR/KFERNIZELMEEHIINEHL? 2 F=4E/7?
9 i
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(B DHTER) BT

gt

Fi4

1- &L 2-1L,1-2& LM 3- Z& W5 4- RA1,2-Z& LM 5-1L1-2& Lk 6- & T 20 7-2,2-2"& &Rk 8- -1,2- =& LM 9- WA F K
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5-ZB ¥, 6-4-R AR (WFR); 7-1,4-=508-d4 (KR
B 9-3 AkART 4FHAEFRGHHELXEANBRER

10.1 GB 5749-2006. A& K BAARHE [S].
10.2 GB/T 5750.8-2006. AE3E UK FH /K bR HERS I 77 A HWIFE s [S].
10.3 HJI 639-2012. /K548 & 1A HL)EII 2 WA 52 /SO (- vk [S].
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LI+ SEERERT R L ERRE S T-ER
RCBURE % B B B V% (B )

1 KE/

11 WA T R AR RO L 026 0 T S RO 2 X 5

12 SRR MR £ 5 TR B 7o

1.3 3t 2% 3 PG T o AT

L4 BBERFHIES ER M R Tv

2 LRI

P F B- 5618 10 41 W T e/ 05 B IR IR G RG AR,  CPRERZ MR, Chelhifls, KiEHR
VR AT P 3 A8 e [ AR AR B 1L, UPLC-Q/TOF Jli%E, 4AhhridisE & .
3 LW E. WA, AR
3.1 X8

A = RORURE €0 3 - DU A KT/ AT I 1) 5 % 41X (UPLC-Q/TOF ) : £ [F WATERS ACQUITY H-Class,
Xevo G2-XS; MassLynx B R il TAEu,; PEAK BAKAERS; Falk#: SANTAK (an Eaton
Brand); Waters ACQUITY UPLC BEH C18 1.7 um (2.1 mmx50 mm) ti%4:; BS 2108 53047 K°F;
Feike: 50 uL+ 200 pL. 1000 pL.
32 WS

LN (99.9%). HEE (99.9%). HERE:. HR: Fiikal; CWee. fikal; @aik, Wk
FR: B8 36%~38%; ZA/K: FHE 25%~28%; KL EIZEmREE (98.0%); JERFEM.

4 BEFAREEIE-FIERIERY

TENARYE AR BEEEVE, VEMRET 2R 10-1,
% 10 -1 RahAaH B RBLAR X

s It [E]/min Z.JE 1% 0.1 %K/ %o
1 Initial 20 80
2 0.2 20 80
3 1.5 90 10
4 2.0 90 10
5 3.0 20 80
6 5.0 20 80

WENAHAGE: 0.2 mL/min;
ISR : 800 L/h;
HESL RSO E: 20 L/h;
EMEBE: 3kV;
HEFLHLE: 40 V3
HFERE: 100 C;
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BIAF SIS : 350 C;
HEFEE: 3 uL;
PREFITTE]: S 2 %2 1.1 min.

5 SIS

5.1 A RAVECH
5.1.1 RXFIESH

B -SRI 4 pE IS B 05 SRR R BEVA W : & B -EhFER A AT MR ECEE 111 000U/mL; 7% HEAi
PRI 1079 U/mL.

CIRE PR (2 mol/L): FREXZMRER 77 g, HI/KFREIFE A A 500 mL, B2, M
R pH N 5.2

0.1 % WEREH: 1.0 mL B, H/KMRIFERSE 1000mL, R .

0.1 mol/L #HFERIAWE: HL 9 mL ¥KERER, I KHikEZ 1000 mL.

50 %FEEAEW: 50 mL FEE S 50 mL /KIRA].

VeMi: 50 mL 282 Z.Fg. 45 mL HEES 5 mL & /KRS .

5.1.2 FRAERIKRECH!

1000 mg/L 3¢ 7 % EUe b v A 4R BCH . HEFRFRI 0.01 g CRERAZE 0.000 2 @) #RFET 10 mL
R, CIERRE TR

10 mg/L 3¢50 % EL kRt A 1817 BL 0.1 mL 1000 mg/L #EfE & 9.9 mL ZJEMBRE
10 mg/L.

20 ng/mL FrAE TAEIER: ¥ 10 mg/L 350 2 B AR HE A 1A 0.1 % H IR FE 500 £ .
5.2 FEAMETALER

FREL S g CRERAA 0.01 @) ikFE, BT 50 mL EMEHEE RN E 08, I 20 mL &
BT, Y 1 min, BN 40 pl B -0 25 B 05 FE A TR e BV TR 78 A IR R 1 50,
37 CHE§fi# 16 ho 4 CEAEF 8 000 r/min B0 Smin, Y& EIEWT B2 e R EEE O,
AN 20 mL 2%, RFEST. 4 CZA4FF 12 000 r/min .0 5min, FECKZE, KMEBR LA
SYEAITIE, R 2 mL LRGP IRAR, IR A IR, RrEHL.

#k: HLC (60 mg 3 mL) PHES 722 #At, F 3 mL HEE, 3 mL /KR 3 mL $hERVE O #E
FHATIE . KSR LMK T 1.0 mL/min PR INECE SPE 4 b, FKRAH 3 mL G, 3
mL 7K, 3 mL 50 % EEFI 3 mL Rkl /ME, 3 RMBEMR, HA2HT 2 min, A 3 mL BEMR
BEAT R, WOERBEM, 7E 45 CRESKT, A 1 mLO.1%INRRVE A RIS, i 0.22
um JEESE,  EHLIE .

5.3 FRHLNERE S

53.1 JFHL: FTHFERBEEIF R CERIBIFIS), #H8% 5 A I, 32 28 A L i f
TP, Frihiles DIIRe s e MM S5 BAT (GRAT) K, ARSI EoR, HBEEGIER; FIFES
RAEZRWTHEIET ¢ (WELIE /718 3] 0.69 MPa). 17 Sample manager-FTN (AZ#eHl) HIFF%, 2
min /54T JF Quaternary Solvent Manager J¥¢; H4BTHEA 5 M 1) electronics (R FFXHFF on
FPIRZS, YIC B EARS. TR (mai&) B, T2 ERE /N 0.04MPa. 777
ENLHEIE, #E WIN7 248, 5min f5 £ Masslynx V4.1 PefEs#, 24 System status N [H T2
Not ready M Source turbo speed I, FRAXEF ML TE K

5.3.2 fiii Ms tune IR, i Vacuum—Pump, FFIGIMEZS, 0] LLE B0 TR 2 I 460 A T
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fEIS ). AR 3% backing 1A% 3.7¢%, Collision A% le?, tof I5F S, {XAEIATIEH TAE. I
RIS G ) Tof AR 1e7, AR &, &5 MRS 5 ERIE .

5.3.3 Detector setup: IFEHEBEAAE: /£ MS tune F1H HIEF+ESI A sensitivity i, 7E
Fluidics #1 -~ Lockspray flow control i T[] Reservoir ##% B, siili Purge, Status f275 idle
Ji, siif Start infusing, 47 B9 m/z 556.2771 BN RN AEFRE )G, sidF MS console R, EHE
Xevo G2-XS QTof, Intellistart, “4Ji% Detector setup, sii7 Start; rii7 Next, Reference compound
T i%£F¢ Detector setup (Leucine Exkephalin), Positvive polarity %+ Setup detector for positive
polarity, Mass(Da) N4 A\ 556.2771, Negative polarity Fi%# Do not setup detector for negative
polarity, Options Fif#% Desplay report; sl Next; Fludics Fif#% Tune page, Aiifi Next; ki
7 Start; AZIE5EEE 5 27~ Pass.

5.3.4 Lockspray setup: i MS console fiHt, 1% Xevo G2-XS QTof, Intellistart, 2Ji% Lockspray
setup, siili Start, Next, Lockspray frofile editor, siifi file, new, 7E profile name " N\ X444,
4 LE POS 20151224, fiifi create a lock mass based on a reference file, 7& F fi7 5 i HH %+ Leucine
Enkephalin; mode FiE#t MS, positive polarity &A% HIEFE 556.2771, negative polarity A
EF#E, Collision energy JEHE offs W1 Mode FiE#E MSMS K, Positive Polarity 3 A [ it =40k
B R EAHZ—f%, Collision energy 1E#F on, M AN LB REW = Ak e W& 5, @
N 136.0762. 425.1825, il ok. Select lockspray profile XJiEHE Fi%&#% LE POS 20151224,
Next, Custom, Options Fi£F Display report, Next, tune page, Next, Tune page, Next, Starto
K IESE R G iR Pass.

5.3.5 Create calibration: £ MS tune 1 H i +ESI Sensitivity £, Fluidics 1% F ) Sample
flow control ] Reservoir &+ C, Flow state %% influsion, it Purge, Status {7~ idle J&5,
Rith Start infusing, A5 B FAES . % Sampling cone, 4 HEREN (MULEY) KR EHUE
5 R R T R A S e RAE ZE A Z iR RT DL TAR IE T o mi 7 Calibration profile editor, 17 File,
New, #ii A\ Calibration profile name, %1 20151224, i i Mass range | ] Edit, 7E Custom mass range
T N4\ Low (Da) A1 High (Da) #({H, #150,1200, 57 ok. 7E Type of calibration | #%E$
Assisted; fiil7 Positive polarity ] Edit, i%#% Calibration reference compound, siifi Enabled,
16 Reference compound ] Sodium formate, fifi ok. 7E Type of calibration T IEFE Assisted;
Riif; ok. Calibration profile X ff N IR &) 20151224 A4, s5i5 Next. 7E Calibration to perform
HHEHE N Sensitivity, Positive, Sodium formate Ji i XJ M X5, HAN5 X, JedbiTiE
BT AR IE . Option R i%£$ Display Report, Make the Calibration Profile Active, Next. Positive
polarity H' mode Ti&4% MS, collision energy Fif# off, i next. Postitive polarity H1#] Cone
voltage T 1%#% Tune page, Capillary voltage T tHi%+¥ Tune page, 5ithi Next. Fluidics FiZ$ Tune
page. st Start. 2#R75H RMS Residual Mass Ui /N T 1 ppm I, ®IELERHRE, T#E%.
BIESEEE I , # Fluidics i1+ T Sample flow control T [ Flow state %% Waste, Sample flow
control ] Reservoir i wash, s Start infusing, HPEIEFESS ARG E 28, F5A4 M5 B AH
AR 5 BRI S e 52

5.3.6 UPLC “Fffj: start up system-%EJE RS : & Masslynx F 5L, H.ii MS Console, 3 A UPLC
A HERGH, R control > start up system. £ QSM, %EFE A,B,C,D, seal wash, HJ AN
3 min. 1%E#E SM, EFE wash solvent 4 20 s, purge solvent A 5, H.i; Equilibrate to Method, ¥
WMIEW R 0, i Start FFUGHEE . &€ RE, “FHEEAH: 7£ Masslynx F 52, 47 Inlet Method
Elbr, FIHEWAR T E9m%E % 11, R status >R ACQUITY Additional Status, #ENEARIRE B
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NG, B A BB B C 8 D B E GUE A E, HILUE . PO E X UEAE, 58 A TR
e, wIBGE GE 0.2ml/min, A AU 5 KCH 1 EE1 2 20:80.

5.3.7 #ALIIH: 7E Masslynx £, s File, Project wizard, fE create project X iEHE 4 A
project name, GIEIIHZ . riif file, new, BILJFHIFHK; YmfH file name, LA [E+HE ST 5
4, U 20160112ractopamine 001, Zi’E MS file: s5iili4i%#, browse i FH i 70 1F. nt
Inlet file: miThifi B, browse, PWMHEAHTTESM . Jith Bottle: sy AR A4, AutoSampler Bed
layout, & HEFEALE, Aiif L AR Replace Samples. IR AL IR bkt FE . IRAFE.
FRAEIIT S, FRAEDl e i e B LI 19-1, s P O 19-2.

5.3.8 K#l: RIEFEE G, ¥ Fluidics T T 1) Sample flow control T[] Flow state i%£#F Waste,
Sample flow control ] Reservoir %&#¢ wash, i 7 Start infusing, WPESFESS RIS ET 28, £F
A I P o R AR - BRI S B TE . BA 90%7K+10% R UE UPLC & 4t£9 15 min, FEEL 10%
IK+90% FEEIH 34 15 min; Prime seal wash, 5352 k%) 1 min; Prime needle wash, J&¥EidiF:
£ 1-2 Ik; 1E MS concole 1% & UPLC L A 0, Column I off, siifi MS Tune #1445~
F 1 Sorce standby, f.i7 Vacuum H ) Vent, 7E5# H ST UEHE 1% $E Yes, Turbo speeds FF 45 F%
% 4 Finfe L IER) 3 LURRy, RIR[K XS] Sample manager-FTN, Quaternary Solvent
manager , %S HEIY Electronics (D JFRHFE| off BPRZAS (VIiE EHITFRAZND . KHAHE
AORKAERBIRIE, THENLRYE, MRS R EEoe, KR RBITOS, HimEIF K.

100

E/%

NN R

025 050 075 100 125 150  1.45 200 226 250 275 300

t/min

B 10-15 ugl X% % ARG
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100~ 1641074

121.0853
2841648
°
X
= 107.0497
[a o]
3021751
-
1s5.1108
31789
o T T T T T T T T T T T T T T
50 100 150 200 250 300 350 400 450 500

m/z

10-2 X% 2 BRI PR AERIER
6 BIEALIE

IS TARRGTHE ARG BV IR R, Jhdd Fahit B B w 2 ORI & &
TAEw e B0 EP . AT, A Chromatogram Fbx, FTFEE . i Display, iy
Mass, 5N\ BHbr m/z, fidi ok, HeHH bR, @RS Fik: 5 Process, fiili integrate 3 i
Integrate chromatogram X 1EHE. £ smooth, Z3%3E A Window size(2)F! Number of smooths %{
fH(1). M peak detect 437138 N\ Baseline Start Threshold %(0)fll Baseline End Threshold %% {
(0.5). £ Threshold “4)i% Relative area {3 Absolute area. &7 process i integrate fi7 copyo
ok HARE . [F1 3] Masslynx FEHEEATRE AL, s 220 Quanlynx, giifi Edit method.

o B
B RTINS, S Klbr, Compound Name SEAFEM AR, mdi— K&l
bR, fE Concentration of Standard: Level JEHUIEFE vk Xt N AL SR E G 1ZIKRE&TE

&
g

~l

Sample List H C\ 4w I o mith == Eltx, st Edit, 7857 BIARH114E3% paste. 7E Integration
Window Extent 8 A 2.00 8¢ 3.00. fiifi File s Save As. fit N A 44 &7 Save. ZEHL Samples
List HAREFTIEAT « Riili Process samples Elbr, HELA1 T XHEHE (Samples List 12505 KA »

A Yes. /2% Integrate Samples Fl Calibrate Samples, 7E el rR A AE B bR, &
PORWBIFAEET L, S Open. i ok. HEIRHEMLZ, s File s Export fiii
Calibration. ¥ A\ % % fith Save, TRAFARHERZE . ri i oCb, X UGHE, S AFE &4 midi Save.
TE AT 75 %€ T4 MR fl 2%, Sample Type 2 8# P T i H Analyte . 46 H BT 75 23 BT A i 2% s Process
Samples. ‘2Ji% Integrate Samples FI Quantify Samples. st Method W T & A3 0 J7 i 3, A
i Open. i Curve W H AT & CurveDB J7i 30, 153 2RE 5 _EHLIATR IR E .
BB e R 42 20 (10-1) 15
y=hxhxe (10-1)
V, x m

Hefr
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Vi— FESESRAE, mL;

Vo— Wt T3 IR BORAA R, mL;
Vi— FEHUR AR, mL;

c— FEa EAUEIIREE, me/L;

m— BREARFE R, g.

7 EREW
7.1 3% % B BRI IRATEEARA I 2B K

72 HmELERREE O, EERBRTHERTL.
73 ERZEERNARRENTES, BUNSSRASR.

8 BEW

8.1 35 % BRI A ERGHR ?

82 KR ZERAREAHET BRI LS TE?

8.3 f&jif UPLC 5 HPLC HU4Fs.

8.4 i5iAH Q/TOF MISERRLEMI R R EM MNP EY R EIERARIE.
8.5 183k UPLC-Q/TOF AEIREAXHIERTEE.

8.6 #rRliEA Q 1 TOF & BHHZ A4S,
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