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GB31650-2019 (BmREEZRIE BRmPEARAKERE) KEH

EHRERERAENK

N=KRE, HR

EHUEMIM B PR AKEREMENEL 104 M, ATATERMY), EFREGIERE
[REMESZ 154 MUUKRARIFIERT A, BASESNERETREBRIEE 9 fh. BRI TFR:

—. EMESMERATRAZKEBRENENSH

HS ga=x? BHHE BaFEAE (ADD) TR EBATICY) A=/ E3°&
(B ESYNENIZ Albendazole S-oxide
(EESYNEZ Albendazolesulfone
1-1 [BE SN Rz 0-50 pg/kg 1AZE Albendazole-2-
B[R A ML -2 - EL A
aminosulfone
PRI A DA Albendazole
I ER K Amitraz
1-2 XU B REY 0-3 ug/kg & —
2,4-—HERS 2,4-DMA
1-3 FRIEPEAK B-MEERZ LA R 0-2 ug/kg k& PRI EZFEAA Amoxicillin
1-4 M B-NELRRET AR 0-3 ug/kg A= TR Ampicillin
1-5 ) TIKRZ 0-100 pg/kg 1AZE =) Amprolium
1-6 TEBR SERBEENER 0-25 ug/kg 1A% ZEER Apramycin
RURHER /B T e . o Arsanilic
1-7 X BRINMER / SURRREL 7% 5 ) e _
pai acid/Roxarsone
1-8 IR Z= TMERY 0-2 ug/kg &2 fj4EE %= Bla Avermectin Bla
" A ) . Dichloroisoeverninic
1-9 FILERI B R BRERAEER 0-2000 pg/kg k& “RERER(DIA) "
aci
RIKEZ Azaperol
1-10 RUKER HEEH 0-6 pg/kg 1A=
RIKAR Azaperone
HERKA Bacitracin A
1-11 AR ZREMER 0-50 pg/kg A= MERL B Bacitracin B
FERL C Bacitracin C
BER/EEF 5 o o
1-12 B-WEERZEIEZR  0-30 ug penicillin/ A /X E8H Benzylpenicillin
HAEEH
1-13 B TS e 0-0.015 ug/kg &= R Betamethasone
1-14 RRIE/R 5 EIREED 0-0.1 ug/kg K& RHIE/R Carazolol
1-15 kK| KPEELEMER 0-54.4 pg/kg 1A= K|RF Cephalexin
1-16 RS KPRELEMER 0-3.8 ug/kg AE LIRS Cefquinome
1-17 SLFAMERL KPR EALEMER 0-50 pg/kg AE BRI Sk PR RE Desfuroylceftiofur
1-18 SRR - AR BB 0-50 pg/kg AZE TRILEER Clavulanic acid
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1-19 KIEMLIE IR / KNI Clopidol
1-20 KE AR IR R 0-30 ug/kg 1A= SERAIIER Closantel
1-21 SUMFEHK B-MERZ LA R 0-200 ug/kg A== ST Cloxacillin
N N HEZEA Colistin A
1-22 MER SHEMER 0-7 ug/kg A= — —
MEXRB Colistin B
1-23 AR B RERZ 0-20 pg/kg AZE EE R k] Cyfluthrin
124 =HSf8%E REBH 0-5 pg/kg K=& =R Cyhalothrin
Hig/a . Rk Cypermethrin
1-25 AR 0-20 ug/kg A2 puy
ki i alpha-Cypermethrin
1-26 HRRE REBZ 0-20 ug/kg A2 HRRE Cyromazine
1-27 rKEhE BB S RIES 0-20 ug/kg 1AZE rEhE Danofloxacin
1-28 A ErE FIRRZY 0-75 pg/kg AE Ze el Decoquinate
1-29 REHES REBH 0-10 ug/kg &2 RE B Deltamethrin
1-30 HERA MRy / HEERA Destomycin A
1-31 HIEESRAN S e A 0-0.015 pg/kg 1AE HIZERAN Dexamethasone
1-32 RN REBZ 0-2 pg/kg 1A= TER Diazinon
1-33 R RRY 0-4 pg/kg K=& HER Dichlorvos
1-34 e BRF) FIKRE 0-30 ug/kg AE h5e BRF Diclazuril
1-35 HEER KRz 0-7 ug/kg K& HIE R Dicyclanil
1-36 “abE EEER K S RIE 2 0-10 ug/kg &2 “aheE Difloxacin
1-37 = Al MHERY 0-100 pg/kg 1A= =ABK Diminazene
—hHfERR Dinitolmide
1-38 ThHHERR FIEKRZ / . 3-amino-5-nitro-o-
RS .
otoluamide
1-39 EZILEE ML RZ 0-1 ug/kg k= EZILEE Doramectin
1-40 L& MR ERFIER 0-3 ug/kg K& il Doxycycline
. BiEhE Enrofloxacin
1-41 BEHE RS AIES 0-6.2 ug/kg 1K= -
HRDE Ciprofloxacin
V% ==Y N CHREMER R ‘ .
1-42 p &Ry 0-10 ug/kg A2 Eprinomectin Bla
EEES Bla
1-43 AR KIFARBE LA =R 0-0.7 ug/kg &= ABERA Erythromycin A
Z A B R L X . o
1-44 " TIKRL / BEEX R Metaphenetidine
=]
EBER/R Fenbantel
R RIR/FFE . s
1-45 MRS 0-7 ug/kg A& AR Fenbendazole
R4 /BRZSIR D4
BSR4 Oxfendazole
S o e Fenthion and
1-46 T KRR 0-7 ug/kg K= B R s =4

metabolites
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Fenvalerate (sum of

. BXFBE S
1-47 S HE ARy 0-20 ug/kg K& - RR,SS,RS and SR
Z
isomers)
. o AxeE Florfenicol
1-48 ALEE BRREE LA R 0-3 ug/kg A= — : :
AAEER Florfenicol amine
1-49 Eal 5 IKRZ 0-40 ug/kg &2 Ealas 5 Fluazuron
1-50 AR MERY 0-12 ug/kg A2 AR Flubendazole
1-51 el MHBRLEL 0-0.03 ug/kg 1A= iRl Flugestone 17-acetate
1-52 A= IEVERRE S AR ZY 0-30 ug/kg &2 FAE Flumequine
o o (Flumethrin (sum of
1-53 ®AEERHE REBZ 0-1.8 ug/kg #E AMAARE W ,
trans-Z-isomers)
1-54 AL SR R 0-0.5 ug/kg A& Eali e RS Tau-Fluvalinate
1-55 RAREZ= [EEELNER 0-20 ug/kg 1A RABZ Gentamycin
1-56 B LWLEA TIKRZ 0-0.3 ug/kg =& & LWLER Halofuginone
1-57 PR %< MEFRY 0-10 pg/kg AZE PRk Imidocarb
1-58 REIEIE MHERY 0-100 ug/kg 1A= RAIEIE Isometamidium
22,23-Dihydro-
. ] 2323~ SM4EEE
1-59 RERR TkRZy 0-10 pg/kg 1A= - avermectin Bla
a
(H2B1a)
1-60 RWEER [ERELEMER 0-8 ug/kg A= RIER Kanamycin
1-61 HMER RIFABELEMER 0-500 pg/kg AE EHER Kitasamycin
1-62 Fik Rz FiERRZy 0-10 pg/kg 1A= RI7D& PG Lasalocid
1-63 a7 N LE M&ERY 0-6 pg/kg A2 Pam)id/ N Levamisole
1-64 MEER MEIRRET AR 0-30 ug/kg 1A MEER Lincomycin
P Maduramicin
1-65 DEXER TIKRE 0-1pg/kg 1A= OMEREH _
ammonium
1-66 VR REY 0-300 pg/kg AE SHInE Malathion
1-67 R 2R TRz 0-12.5 ug/kg 1A= A EMYSHM  Sum of mebendazole
) 4-aminomethyl-
1-68 ZThik RARERIAY 0-10 pg/kg 1A= A-FHRE-LEBLM o
antipyrine
1-69 SRR TIkRZY 0-10 pg/kg AE SRR Monensin
1-70 EERT MRz 0-2 ug/kg K& SERT Moxidectin
1-71 FEREER FIRkRZy 0-5 ug/kg K& FEREHEA Narasin A
1-72 WMB= SERELETNER 0-60 pg/kg 1A= WMEERB Neomycin B
L - N,N-bis-(4-nitrophenyl)
1-73 =B KR 0-400 ug/kg &A=& 4,4- Z BRI T RER
urea
1-74 hHBRE IR TR Ry 0-5 pg/kg A2 I i Nitroxynil
L -FREMEIEW-2-F2  3-Methyl-quinoxaline-2-
1-75 &2 k2 BRINMES 0-3 ug/kg K=& o
i3 carboxylic acid,MQCA
1-76 FDLFEHA B-ABEREE T AR / FDLFEHR Oxacillin
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1-77 BRI M&ERY 0-60 ug/kg &2 /SN Oxibendazole
1-78 e i EIEERE SR TTER Y 0-2.5 ug/kg K=& DEEEEL Oxolinic acid
TEX Oxytetracyclin
1-79 R IR RFEER 0-30 ug/kg A2 7S~ Tetracycline
- ®BH Aureomycin
1-80 B2 KRR 0-4 pg/kg K=& SRR Phoxim
1-81 e MRS 0-250 pug/kg AE U Piperazine
1-82 HFIER MAEIRRETIER 0-8 ug/kg k& HFIER Pirlimycin
aYisegi propetamphos
1-83 Yt REZ 0-0.5 ug/kg 1K= desisopropyl-
B B R Propy
propetamphos
1-84 il TR R 0-2 ug/kg A2 PRI RZ Rafoxanide
1-85 SUEM TIRRZ 0-5 ug/kg AE SN Robenidine
1-86 HER TUIKRZ 0-5 ug/kg A& HE= Salinomycin
1-87 R E IR S AR 2 0-0.3 pg/kg K=& IRV E Sarafloxacin
1-88 BEMER TIRRY 0-180 ug/kg 1AZE BEMER Semduramicin
1-89 ANEHR SEREENER 0-40 pg/kg 1A= ANER Spectinomycin
o B eSS Spiramycin
1-90 EHEE R RIFERNEEETER 0-50 pg/kg A= — : :
IBES R Neospiramycin
HEBR/MNAHE e HER Streptomycin
191 SEMEELALES 0-50 pg/kg 1AE — - :
5% WEHEEER Dihydrostreptomycin
1-92 TERRTEEIE  ERLSHIES 0-50 ug/kg A2 TR — FRIEnE Sulfamethazine
1-93 e IERRE SRR Z 0-50 ug/kg AZE TERZ KR A 2 A Sulfonamides
IR Thiabendazole
1-94 AT HE R 0-100 pg/kg 1A= 5
SRR IAM
hydroxythiabendazole
1-95 BMER BrRRRE R 0-5 ug/kg K& BMER Thiamphenicol
e ) FUEE/8-a-BE Tiamulin/8-a-
1-96 RIWEER mER 0-30 pg/kg A= . N
IOIREVACIEIH) hydroxymutilin
1-97 BAREE RIFRBELEMER 0-40 pg/kg 1AZE BAREE Tilmicosin
1-98 FERRERA] TR R 0-2 pg/kg A& FERRIAFIR Toltrazuril sulfone
1-99 HER MRS 0-2 ug/kg A2 HER Trichlorfon
1-100 = SEBAM TR R 0-3 ug/kg K& = SRR Ketotriclabnedazole
1-101 R FIE TG G 0-4.2 pg/kg & B RIE Trimethoprim
1-102 REEZ RIFABELEE = 0-30 ug/kg &2 TEREEA Tylosin A
. L RAEZR Tylvalosin
1-103 RHEZER AT RNEEEMER 0-2.07 pg/kg AE — :
3-0-Z R RE R 3-O-acetyltylosin
1-104 #ERIBE ZIRREMER 0-250 ug/kg 1AE HEEZ ML Virginiamycin M1
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BrREFIERZEREBINEH

wS Ga=x? HEMEXH IEYEES
2-1 i Acetic Acid 5

22 REEIM Adrenosem . FFEHK
23 a|ia Aluminium hydroxide FiE B et
2-4 [ Ammonium Chloride S 4 FEORE
25 REER Apramycin R HBFE G
2-6 BEIEE Artesunate F

2-7 fe] =] LT A% Aspirin 0 B B 5 F
2-8 I+t Atropine Fi BB o)
2-9 BR AL e B Azamethiphos i 3ez)

2-10 KIREZ Benzalkonium Bromide PE B mh¥)
2-11 1NEERR Berberine O F OB R
2-12 FH SRR Betaine PR B ash¥o
2-13 PRI TUBRER 51 Bismuth subcarbonate FRE B mh¥)
2-14 I SUAEER S Bismuth subnitrate P B mh¥)
2-15 i Borax FrE B moh¥)
2-16 RS R HEh Boric acid and borates FRE B msh¥)
2-17 UIiElPS Caffeine PRE B @)
2-18 R HEER TS5 Calcium borogluconate FrE B moh¥)
2-19 RERES Calcium carbonate FRE B mh¥)
2-20 SLES Calcium chloride PR B mh¥)
2-21 AR Calcium gluconate FrE B mohi)
2-22 RS ES Calcium Hydrogen Phosphate o4 Fz OB
2-23 RAFRES Calcium Hypochlorite FRE B mait)
2-24 2 BRES Calcium pantothenate FiE B et
2-25 TEMES Calcium Peroxide IKF=Eh
2-26 PR S Calcium phosphate P& B et
2-27 BRERES Calcium sulphate FRE R moh)
2-28 i Camphor FiB B o)
2-29 ACTE Chlorhexidine PR B mh¥)
2-30 a8an Chlorinated Lime FrE B mh¥)
2-31 T REREh Chlorite Sodium FrE B msh¥)
2-32 SFRED Chlorocresol P B mh¥)
2-33 REHR, Choline FRE B msh¥)
2-34 MR Citrate PRE B @)
2-35 KEIYIEE Cloprostenol AN NI
2-36 WRERER Copper Sulfate FRE R Mo
2-37 I Cortisone 9. FOBF
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2-38 B Cresol FE B msh¥)
2-39 ZEHIRER Deciquam FRE R Mo
2-40 A ErE Decoquinate 4. BE
2-41 HTTHEF) Diclazuril W3E. ¥
2-42 THRERE Dimercaprol FREmMI LT R
2-43 —HREH Dimethicone SN
2-44 EXS Domiphen FRE B et
2-45 TR Dried Yeast ENE N
2-46 BLERE Epinephrine FiB B o)
2-47 Ok E= Ay Ergometrine maleate FrEHILE R MY
2-48 i 2 B Etamsylate = NN
2-49 2k Ethanol FFE B mh¥)
2-50 BRERT B Ferrous sulphate FRE B mait)
2-51 ARAXEHE Flumethrin Big
2-52 FEEZZIN Fluocinonide FE B mh¥)
2-53 R Folic acid P B moh¥)
2-54 EIma= Follicle stimulating hormone FRERmoh¥)
2-55 EREE Formaldehyde FRE B mait)
2-56 FRER Formic acid P B mmh¥)
2-57 AR Gelatin FrE B msh¥)
2-58 BEEE Glucose . FE K
2-59 R_EE Glutaraldehyde FiE B et
2-60 HM Glycerol FRE R moh¥)
S el ETNE’%;Z%&?%W Gonado;rsr?;r;;eleasmg ——
2-62 BF=FR% Halimide FE B msh¥)
263 AfRIEE fluman chorion FrE R
gonadotrophin
2-64 EhFR Hydrochloric acid FRE B moh¥)
2-65 SRER Hydrochlorothiazide &
2-66 SR A Hydrocortisone FRE R moh)
2-67 dELE Hydrogen peroxide FiE B sl
2-68 BHE Ichthammol PR B moh¥)
2-69 K IEM |dazoxan 2
lodine and iodine inorganic ~
2-70 AT &Y FRE B mh¥)
compounds
2-71 GhEVEETE Iron dextran FRE B msh¥)
2-72 Bt Kaolin . FFE K
2-73 SUBZER Ketamine PR B moh¥)
2-74 It Lactasin FOOBE B
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2-75 FLER Lactic acid PR B mh¥)
2-76 FZ+HA Lidocaine =
2-77 (e Luteinising hormone FRE B Mo
2-78 SR Magnesium chloride FrE B msh)
2-79 aivE Magnesium Oxide FRE B moh¥)
2-80 mEREE Magnesium Sulfate . FEHK
2-81 HEREE Mannitol FE B moh¥)
2-82 HAR Medicinal Charcoal S04 FE OB
2-83 AR Menadione FRE B mh¥)
2-84 ERERH Methionine lodine P B msh¥)
2-85 DIZ= Methylthioninium Chloride . F B
2-86 =5E Naproxen =
2-87 HrHTHIER Neostigmine FrE B moh¥)
Neutralized Eletrolyzed ~
2-88 FRMEERARE LIK o P B @)
Oxidized water
2-89 JRERRZ Nicotinamide FrEMmILER Y]
2-90 Yl Nicotinic Acid FrEmILLEmIY)
291 ERE FIRE Norepinephrine Bitartrate =N SN N =
2-92 FRLHE Octicine PR B moh¥)
2-93 FEEHR Oxytocin FRE B R e
2-94 W Rz Paracetamol b}
2-95 auE Paraffin N N NI NN
2-96 BEHM Pepsin FiB B o)
2-97 TR Peracetic Acid PR B msh¥)
2-98 N Phenol P B moh¥)
2-99 B2 Polyethylene glycols FRE B moh¥)
2-100 138-80 Polysorbate 80 P& B et
2-101 FERFH Posterior Pituitary S04 FEORE
2-102 ilizE=Ee Potassium Aluminium sulfate KRN
2-103 et Potassium Chloride PR B mh¥)
2-104 SRR Potassium Permanganate FRE B )
2105 ImEER rotassium PR Y
Peroxymonosulphate
2-106 FARER £ Potassium Sulfate S04 FEORE
2-107 ER LR Povidone lodine FrE B mh¥)
2-108 MRARRAE Pralidoxime lodide FrEMmILE R mEY)
2-109 IidI=FiTe Praziquantel BF. B
2-110 Ze-rE Procaine PR B msh¥)
2-111 ELN Progesterone &5, F. 8F. U¥E
2-112 phEEE S Jiing Pyrantel embonate 5
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2-113 REERER Recombinant Lysostaphin P ¥
2-114 IKIHER Salicylic acid PRESMNIE B MmN
2-115 e Scoplamine . FOE
2-116 M= Serum Gonadotrophin o4 FOBE R
2-117 BRER S50 Sodium Bicarbonate O 4 FEORE
2-118 RICSH Sodium Bromide FrEmIL L BRI
2-119 Svsh Sodium chloride PR B moh¥)
2-120 R REIRER Sodium dichloroisocyanurate  FREMELE R MRS,
211 R | sodum 3. 4 %
Dimercaptopropanesulfonate
2-122 Ek=R& Sodium Hydroxide FRE R moh)
2-123 FLERTH Sodium Lactate . F. E K
2-124 NIZISfizeen) Sodium Nitrite SN SN N
2-125 I HRER Sh Sodium Perborate IKFEEhH)
2-126 IS HRERSH Sodium Percarbonate IKF= BN
2-127 = IREL TR Sodium Periodate FRE B moh¥)
2-128 FELIRER A Sodium pyrosulphite FiE B s
2-129 TKIZER A Sodium salicylate FRBINTE R M)
2-130 NI TifizEen) Sodium selenite FRE B moh¥)
2-131 TERSERTA Sodium stearate FRE B mh¥)
2-132 iz Sodium Sulfate . FFE K
2-133 BRACHTRER T Sodium thiosulphate FE B et
2-134 L= Soft Soap FiE B sl
2-135  RioKLIENEZ = hEeRS Sorbitan trioleate FRE B moh¥)
2-136 L5 Sorbitol S5 % F B
2-137 TMT Strychnine 4
2-138 RO B A £ Sulfogaiacol P& B et
2-139 i Sulphur G0 B WFE BFE S
2-140 TREA Tetracaine FRE B mh¥)
2-141 T IE 22 £ Thiopental sodium FRE B et
2-142 HEZR A Vitamin A FrE B mh¥)
2-143 #4ER Bl Vitamin B1 FRE B st
2-144 HEE B12 Vitamin B12 FRE R MBI
2-145 HER B2 Vitamin B2 FhE B s
2-146 #LEE B6 Vitamin B6 FRE B st
2-147 HEZR C Vitamin C FRE R 5]
2-148 HHEER D Vitamin D PR B msh¥)
2-149 HERE Vitamin E FRE B msh¥)
2-150 HFER K Vitamin K1 5%
2-151 FhIR Xylazine 4.5
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2-152 R Xylazole O 4 F OB

2-153 afvsr Zinc oxide P B msh¥)

2-154 MERSF Zinc sulphate P& B et
=. AFERITH, EXAEEIYMRRPREHNEL
wS Ga=g7 EhFPE #EAAN TRRRITIEY) HEMEH
31 ]S P B mh¥) FRETIRAR SRE Chloropromazine
3-2 HFE¥ FiB B o) FrErIBAR HPEF DiaZepatn
33 HhSEhiE P B mh¥) FRrERBAHR HSERE 0 Dmetridazole
3-4 FRRMTE FEEmY FRrERBAHR KRR 2 Estradiol benzoate
3-5 HMBEB NP AIRHER. BE WMEERB Hygromycin B
36 R A PR B mh¥) FRERIB4AR ERAH I Metronidazole
-1 XREMER FIEEmY FrERI AR KARER®EN  Nandrolone phenylpropionate
3-8 AR =2 FiB B o) BRI BAR AREER Testosterone propionate
39 FhIl% PR i FHIMR Xylazine
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BRERBMEMEER

2 (8) KRBMERAFRE I MELKERNITERR, B2 THNAN™REE
A%, NEARBRER. FmetE~m. SESTAeERE. BREERSFHENERM
EHUNTREERR, NENSHRBNRSIFN.

1. GB31660.1-2019 REREERITE K=mRPRFAEELLGMZREHNE
RABBIE- B FIE X
=R FIEER = A ®"S

R AMRFEHEIRCRER 100 ug/mL 9 MAMFREERNERBITNAR

TR 380-03424
RIS K2R &R, (100 ppm, 1 mL)
RS IREMEZEEAT: 2g/6mL, B SHIMSEN Styra AL-N 2g/ 12 mL,

E Y TIpS LS 380-00865-06
EHEE, 50/€
C18 ®i# (150 mmX2.0 mm, 5 Shim-pack GIST C18 ( 150

B 227-30014-07
um) SAEHE,; mmX2.1mm, 5pm)

BRBERESR ERHFLEE: 0.22um B FLIE R 380-00321

2. GB31660.2-2019 BEmZTE2ERITE KF=mPFEE. TEE. WE A. CIHLEED.
BEER. 17o-ZWRHETEZ. 17Q-ME"EF. M=ERABEMNNE SHEGE-RIEE

FEmER FEER et "ws
L FIEABHBREZZE, IKiRERN 8 MENBMNSEERERN
AT R . o 380-03425
1 mg/mL BITREEE B Ko (100 ppm, 1 mL)
HLB EfBZEENAE: 60mg/3mL, 3 SHIMSEN Styra HLB 60mg
380-00855-03
LEEE= /3mL, 50/8

FmAlE 500 SR R ERER R
RUBEZIHEBRIBRLUEEEN  Bio-Beads S-X3(REUFLIE) 1003-S-X3

R,
HP-5ms AEEMEE (30mX0.25 SH-Rxi™-5SilMS (30 m X 0.25

BEST 221-75954-30
mmx0.25um), SiEHE mm>0.25 um)

3. GB31660.3-2019 Em&ZL£EXRINE KERPRRREZBZENNE SHEEIEE

P E FEER = R s
T EChABABRRBREZE, RHpk #4AR (100 ppm, 1 ml) 380-03429
FE 100 pg/mL FRAET &R,
HRFAE BT BEETERZERE: 1g/6 mL, SHIMSEN Styra FL-PR 1g/6mL,
\ 380-00862-07
EREEEN 30/6
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BEDH

HP-5ms AREMERE (30 mX0.25
mmXx0.25 um), SIEZEHE

SH-Rxi™-5SilMS (30 m X 0.25
mmXx0.25 um)

221-75954-30

4. GB31660.4-2019 BEmEREEXRINE st RMPEEPMZIMERPEZRAER
HOME RAEEIE-BERRIEE

==}

[l eyt FHIEER = mmiER %ws
ZHEAMHAESMRKRERN 0.1
s " L 2 MEMSEERERR (100 ppm, 1
TR mg/mlL BIEEER Pt 2 ER. BREAFR#E D 380-03426
m
RN AN &R
EAMBFEMENM: 60 mg/3  SHIMSE Styra MCX 60mg/3mL,
ES TIPS " - e/ g e/ 380-00853-01
mL, FEZEE, 50/8
C18 it (50 mmXx2.1 mm,1.7 Shim-packGISTC18 (50 mm
BIEST 227-30001-02
um), SAEHE X2.1mm, 2 um)
WAERER  BFLIERE: 0.22um A FLiE AR 380-00321
5. GB31660.5-2019 BERZ2ERFE thEERPERNIEIZTES E89NE
R GBIE-BEXRIEE
A FIEER = mmiE ik ®"s
TR RESAMRHEHEIREN 1 mg/mL  HEEENIREE (100 ppm, 1 mL)  380-03430
B9 MIGEREAT N &R
BREARHAIREIRAERN 1 mg/mL HERENIZA-D15 (100 ppm, 1 380-03431
B D15-& MIehtm AN &R mL)
HREiE  PSA(ZZRR-N-RERER), fiE 40 SHIMSEN Styra PSA  200mg/
380-00859-04
pm 3mL, 50/€1
BIEDT C18 (150X2.1mm,3.5um), 3%t Shim-pack GIST C18-AQ (150
227-30721-07
HE mmX2.1mm, 3 um)
WAEES  JEE: 022um PTFE fFLIERE 380-00331
6. GB31660.6-2019 BmEL£ERINE MR &SP 5 Mo -ZEHFIFZEEHINE
R BIE-BEXRIEE
KA FIEER = mmiEik it
BRESARRHESIECR E9A 1 mg/mL B9 e
- L e 5 b a2-RAEBIF R AR
TR HhEREILEE. thEAENE. RERE. & 380-03427
o A (100 ppm, 1 mL)
AL R E IR o] RETE &R
L N \ ) SHIMSEN ~ Styra  MCX
F@ETAE  BEAEEEE MCX A 60mg/3mL, FIEZHE, 380-00853-01
60mg/3mL, 50/8
‘ Shim-pack GIST C18
C18 (100 mmXx3.0mm, %If2 1.8 um),
BIg DT ] (100 mmx3.0 mm, 2 227-30001-04
FAEYE
um)
BRAEER  JEE: BYAE, 0.22um PTFE fFLIERE 380-00331
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7. GB31660.7-2019 BmEZX2ERINE BALMRRPERRE R AIREZLSENE
RIEGBIE-BEKRIEE
[l eyt FIEER = mmiEik Bws
RREAMRALGBKRED SR 1 mg/mL o
o - 3 FRtr (GB 31660.7-
R R AUERFAZRERNE . hBA PRI ARAE « ZhER —KHIAMAD 380-03428
o . 2019) (100 ppm, 1 mL)
HE P R E-D4 FREE R,
L SEAEIRE FEMEEEUE,60mg/3mL 3 SHIMSEN Styra MCX 60
EST TIPS 380-00853-01
MEE mg/3mL, 50/€
X X Shim-pack GIST C18 (100
BN C18 (100mmX2.1mm, 1.8um), SEYE 227-30001-04
mmX2.1lmm, 2um)
BAEFEMS R 022 um, K48, e AL 380-00321
8. GB31660.8-2019 BEMEZLEXRINE FrRMAHARARFIHPRIIEEZZERNE
RIEGBIE-BERIEE
[l eyt FHIEER = iR ®"s
o EHERREIEIE (CosHaCINT, CAS  EREAREIEIE (CAS: 34301-55-8 )
trAE 380-03432
5:34301-55-8), 10mg
FERATAME / / /
. BEH C18 (100 mmX2.1 mm,  Shim-pack Scepter C 18 (100 mm
BIEDT \ 227-31012-05
1.7 pm) e EE X2.1mm, 1.9 um)
B EE FEAE: 0.22 um PTFE 4 FLIERE 380-00331
9. GB31660.9-2019 EmZR2ERTE REARMUARPZEEBEEPEXREENNE
BXREGIEE
[l E it HIEER = iR 'S
o MEBEEARAGRELE, Hid @RS (CAS: 59-06-3)
FRf dR . A 380-03433
HIBERE 100 ppm BUTREMEE R (100 ppm, 1 mL)
o PERREEEIMEZEEVE: 100mg/mL,  SHIMSEN Styra FL-PR 100mg/
E RN TIPS ) 380-00862-08
FAEHE, 1mL, 100/€2
. C18 (250 mm X 4.6 mm,5um),  Shim-pack GIST C18 4 (250 mm
BIEDT 227-30017-08

B

X4.6mm, 5um)
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LCMS-8045 &l NP AIFAEEMER

WE: ASC2T T —MMERDRESMREEIEN LC-40 M=ZMRATHRIEM LCMS-8045 BX
RRENEERNFARIFNERNERN S Z. BAFRELER, BBESXRERE LC-40 2
5, —EBMRITFRHEN LCMS-8045 #1707, 9 MAIFAESEIMEZRE 1-1000 ug/L RESEHE
WAMRY, RELREXRIIYE 0997 LILE; X 1ug/L. 20 ug/L #0250 pg/L B S &R
TR R TR E KL, ELE 6 XA R B IR EARN AT ERZE 2 57E 0.02% ~0.20%
F0.72% ~9.41 % (8], (N EHEH E RiF. MATRETE 5 ug/kg BIE AT fh, BIWRTE 76.3%~96.7%
28,

Xigia: AMANERNER BEaXREEEN ZENRTRE

KM NESZEI 4 Z (Macrolide antibiotics, MALs) 2T E S/ B E = £ —LKintE
%o MALs BEE N2 HAZRENHEREE KERNERY — BT MALs BB IENE
R, AHRME=KIAMR. XREAMBOE=KAME, B 2N BFEFE. 4. F.
IFRREBHNMFREMESERER, HEETNETEAEAIFUEESMELK LT, KIF
WEEL YA B 0I5 [ iR M SBUEHMAE FREKY 8. MEMSE—1, KIFRNEE
RAME RN RERPHNEE NS EH EAZ T LER OEREBNNESEEN.

(GB 31650-2019 BmZLERINE BmASARAZKERE) AT, ABRTENE
AL HRIRAEBIEE(MRL)A 40~200 pg/kg; SMHBER. BlSE. BAXZENRK
B EEEALE MRL S35 200 pg/kg. 200~800 pg /kg. 50-2400 pg,/kg 1 100-300 pg/kgo
AXERSEBESIOREEEN LC-40 M=FMERAFFHILEN LCMS-8045 BXA, 8% (GB
31660.1-2019 KRR RIRABERZYEE EHNE RIEEIE-BERMEE) B TNEER
h 9 MAMABEENER MIBR. 48X, RUBR. HFBXR. FHER. XIVEBA.
IBiEER. BKZE. RERER) WAL, ZAENMRER. BEEMY. REES, pIHiE
KIMAZEE,

1 CIEERSY
1.1 142§

AL FERABEBORAEEIEN LC-40 5=BMHRMFIZN LCMS-8045 BER RS, BT
F 9 LC-40D X3 X2 Wi&R3R , DGU-405 TE£ERE S, SIL-40C X3 BopifttFss, CTO-40C 858,
SCL-40 41228, LCMS-8045 =EMRAFFTIE(Y, LabSolutions Ver. 5.97 ®1& T {Fib,

1.2 SHREH
WEEIERG
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DITINES: LC-40A R4t A E: 0.3mL/min

B 3% 4+ : Shim-pack GIS C18 (150 HEEAERR 2 UL

mmXx2.1 mm I.D., 4 um, SGLC, P/N: 227- F R 40°C

30097-07) TR AT BEER, B ABIIETRERN 15%,

mah M8 A—0.1 %FREIAKER;, B—ZE
= 1. BERHYEERF

Time (min) Module Command Value
1.00 Pumps Pump B Conc. 15
6.00 Pumps Pump B Conc. 65
6.50 Pumps Pump B Conc. 95
7.50 Pumps Pump B Conc. 95
751 Pumps Pump B Conc. 15
10.00 Controller Stop
g
BHTR: ESI, [EBEFIER DLERE: 250°C
BFREOBE: 1.0kV MPRBUREE . 400°C
=S AN 3.0L/min BORE: 300°C
TIE=: S 10 L/min ARz % [ N7 850 (MRM)
JIIEE Z=5 10 L/min MRM Z#§: W& 2
i E=: bz I ERBYIa): 3~25ms
7 2. MRM 2#1
Q1 Pre
mS MW T ass ECPM v ey BF
E7F BEF Bias(V)

)
1741* 240  -360  -120

142.2 -24.0 -34.0 -15.0
174.2 -24.0 -45.0 -19.0
696.6" -24.0 -42.0 -26.0
158.1 -20.0 -28.0 -17.0
544 4* -20.0 -17.0 -20.0
174.2% -26.0 -39.0 -12.0
772.6 -26.0 -31.0 -30.0
158.1* -32.0 -25.0 -12.0
590.4 -32.0 -16.0 -20.0
158.1* -22.0 -36.0 -30.0
5914 -22.0 -29.0 -22.0
7 AR Erythromycin 114-07-8 7344 1582 -26.0  -32.0  -29.0

1 BIES= Spiramycin 8025-81-8 8435

2 BAEE Tilmicosin 108050-54-0  869.6

3 TIHkEZE  Oleandomycin 7060-74-4 6885

4 REREHR Tylosin 1401-69-0  916.6

5 THIZZE  Clarithromycin - 81103-11-9 7485

6 fZ3E&H  Azithromycin - 83905-01-5  749.5
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576.3" -26.0 -21.0 -28.0

) 109.1 -24.0 -35.0 -21.0
RIVBE Josamycin 16846-24-5 8285
174.2% -24.0 -33.0 -18.0

o 1091 220 410 -22.0
9 SR Sineptina 1392-21-8 7725
174.1% -22.0 -32.0 -12.0

(0]
><\

CRIEEBT
1.3 HEE&E
AR ECH :

MEESMBR. 48R, RUBER. WHER. SHER. INVER. BREx. B
KELZ, FREZR I MIREYR 100 ug/mL BUEESITMETLE AR, BEEEUNET SR
ImL, F1omLiF@a&EMRT, BRESEAREEZIE, ERBEREN 10 ug/mL KPR
FERAMPR B ELIFR.

BEEIRSIVELIFRES, ATEFmBEURAMERRE, EhI A NESEAYR
E79 1ng/mL. 5ng/mlL. 20ng/mlL. 100 ng/mL. 250 ng/mL. 500 ng/mL # 1000 ng/mL
NRFIESIVELIESR, TEIMA,
=P EY S5

BAFGIRIAE S (GB31660.1-2019 BERREERINE Ki=RmPAARITHNES
KM AHBERNTE BAERE-HESUEE).

2 FR51Hie
2.1 R By MRM 8iEE

(x100,000)

BT 7 749.5000>158. T000(+) CE: -36.0(2.00)
B % 843.5000>174.1000(+) CE: -36.0(2.00)
27579 ! 869.6000>696.6000(+) CE: 42.0(5.00)
h : 688.5000>544.4000(+) CE: -17.0
2505 734.6000>576.5000(+) CE: -20.0
8 : 916.6000>174.2000(+) CE: -39.0
» : 772.5000>174.1000(+) CE: -32.0
2257 < 748.5000>158.1000(+) CE: -25.0 e e
7 < 828.5000>174.2000(+) CE: -33.0 i g
2,004 {24% =
] B &
1757 ; I ] i
] TBR ki &
1509 A ey H 5 2
f El H 1o W | X
1.257 ; B¢ ge |
| s ]
1.007 ST ‘*
] ]K%/\ 7 ‘\ \
0757 N
: ]
| 1T
050 / \|
1 L
1 T
0.251 ) ~ J ]
0.00 J—L

20 25 30 35 4.0 4.5 5.0 min

B 1. AFABRRGTE REFATAR G MRM BiEE (5ng/mL)
23 &M4XFR

BEREIESMELFREE, BTRFmIERRSHERRE, BAREN 10 50 20. 100,
250, 500 A 1000 pg/L WARSITETIERRK, % 1.2 FRDMEEHITNE, LURE @R,

IEEFR AT, RHEIBOEHLZINE 2 Pim. 9 MAMWESLGYIE 1-1000 pg/L RESEENLZ
23
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HTRITF. &M FE. BEXEABLBURHAFITESROEHEMNMEEMR N X 3.
5 T #(x1,000,000) T #4(x1,000,000) M #4(x100,000)
40— 3.0+ 75_
3.0 1
] 2.0 5.0
2.0 ]
] 1. ]
103 253
0. . e 0. — 0. - —_—
500 e e 500 et
fIZFER BEsxR BAEE
T #2(x10,000,000) M #H(x10,000,000) T £H(x10,000,000)
3 1.00 ]
2.0 ]
153 0.75 1.0
1.0 0-50‘5 ]
] 0.5+
0.5 0.25] ]
0. . e 0.0 - —_— 0. . e
500 T3 500 vk 500 e Jbr
TSR AR TERER
T #4(x10,000,000) T #(x10,000,000) T #4(x10,000,000)
. 4.0 5.0 )
2.0 ] ]
] 4.0
] 3.0 ]
1.5 ] ]
] 3.0
1 2.0 ]
1.04 20_
0.5 107 1,03
0. — 0. - e 0. -
e 500 e 500 e It
EHER RHBR RIVEBER
3.9 AV HEERIEZNE TEfL
3z 3.9 A LIMEZNRERLE S
No KHIR TEMR
B KA BXREHKr HAEHE
(ng/L) (ng/L)
1 MWHEEX Y = (4926.10)X + (2305.84) 0.998 77.9~112.3 0.081 0.271
2 BREEE Y =(3499.21)X + (-1287.64) 0.9990 82.6~115.7 0.193 0.642
3 EEKEE Y=(955.844)X +(-22.1847) 0.9994 88.4~114.7 0.235 0.784
4 IHRER Y=(21538.8)X + (21212.1) 0.998 71.8~117.4 0.002 0.005
5 AR Y =(10443.0)X + (10719.7) 0.997 75.3~116.7 0.020 0.067
6 HTEREER Y = (13773.0)X + (5926.66) 0.998 79.0~115.5 0.029 0.096
T EME=R Y =(21836.2)X + (15719.5) 0.9993 77.6~114.3 0.025 0.083
8 BHEE Y = (40631.0)X + (51880.8) 0.997 74.6~119.4 0.005 0.017
9 THEB=E Y = (40631.0)X + (51880.8) 0.997 85.6~124.7 0.011 0.037
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2.4 BEHELRE

3F 1ug/Ls 20 pug/L M 250 ug/L SR & EFirEARE
REBYEIFMIEEFNEE HERUFR 4 Fm. 3 OREAMVERIARZE B EMIEEFAR AR IR

EREDANTE 0.02% ~0.20%F0 0.72% ~9.41 %z [8], Xa=tE

x4 RENEMIER

%6 RENE, ERMNGEFER

REEMER (n=6)

ZE R,

RSD% (1 pg/L)

RSD% (20 pg/L)

RSD% (250 pg/L)

=R
RT Area RT Area R.T Area
fZER 0.18 7.84 0.07 3.82 0.06 1.52
BRREE 0.20 7.20 0.07 2.42 0.07 1.57
BAREE 0.09 9.41 0.06 4.40 0.05 1.98
MkE= 0.04 6.13 0.05 4,01 0.09 1.46
AR5 0.05 5.01 0.03 1.22 0.06 0.72
HERBER 0.11 3.35 0.02 2.04 0.06 1.95
e 0.06 5.04 0.04 1.64 0.05 0.97
RS 0.04 6.68 0.05 2.62 0.06 1.66
RIVBE=R 0.04 4.59 0.04 1.63 0.05 1.03

2.5 EFainseie

NTERTTENVERE, B A&RAERTIAR, MRERN 5 ug/kg, FATUE 3 X,
ARBIRMR 1.3 P afl&E A AREVF N ERERF LA DT, ERIERTE 76.3%~96.7%

zl8], BREHEIR 5

& 5. EANIATEIRER

Pl 25

g

K

Tk

St

eHI

XUy

2/

aBE ”

B Bz =8 B B B B B

B ERY% 84.5 82.7 76.3 93.0 89.6 79.5 95.4 94.3 96.7

EEM% 8.65 9.77 11.44 437 8.46 7.87 6.83 6.40 5.49
2.5 EFERDO

BhEsREm, FITHRIERD,

No

25
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(10,000 _

1.50-3: 7 75 7 749.5000>158.7000(+) CE: -36.0(2.00)
1 843.5000>174.1000(+) CE: -36.0(2.00)
)

% it 869,6000>696.6000(+) CE: -42.0(5.00)

bkl % 688.5000>544.4000(+) CE: -17.0

¢ 7346000>576 5000(+) CE: 200

| % 916.6000>174.2000(+) CE: -39.0
772.5000>174.1000(+) CE: -32.0

% 748.5000>158.1000(+) CE: -25.0

% 828.5000>174.2000(+) CE: -33.0

T e

100
N N__n

076+————

0.50
0.25+ - Y S
] N
0.00 S
R T A T R T T R R T e e
2.0 2.5 3.0 35 4.0 45 5.0 min

& 3. LfrtERER MRM &g E

3 4ig

B TR SEBESRREEIEN LC-40 F1=E MU BTIE(Y LCMS-8045 EXxFEINIE &

W 9 M AMNEEEIMAE RV A, T ADITERER, RYES, RBERL; MHEER.

ABR. RAUBR. WHER. ShER. WWERE. BREBxR. BKEZE. RRERE 1-
1000 pg/L MRESEEINAIERY, FrAFmEvITERLBIERXREIYE 0997 LUk, 3 1
6 R AR B [a) A

pg/L. 20 pg/L #0250 ug/L REEFIMES RHITIERZERLYK, &

EEARMEXATERZE D 57E 0.02% ~0.20%740 0.72% ~9.41 %2 /8], NIFRKREN 5 pg/kg BY

BRFEmR, HEWERTE 76.3%~96.7% 8l
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AN

~—

GCMS MK = Reh B AR RS R R MR
28

BE: AR T SAESE-FUSERAMCNENRT mTFER. TEE. W AL SHik.

WA 17a-ZJRIEER. 17P-HE—BR. WE=ERPARRERINN A, LEREH: 7 3.0~200
g/L BURESEER, SUEYIRIELMEMEXRE RIYE 0.999 UL, &MEXRRI. HiERE
PR79 0.002~0.233 pg/Lo B—1REMITEREBREEEF 6 X, SADIEEREVENIRE
RE (RSD%) HE3IWUT, BEER. KHMFMESEN 3.00~10.0 pg/kg BIMARK
T, SHEDNEBINREEN 74.5-108 %, A5 72Z8I5E GB31660.2-2019, 1#R{F(E
B, RPES, IKTmbFEER. TEH. W AL SR, 1. 17a-Z R "R,

17B-HE— B2, HE=FERBEEBMNERHESS,

RIEA: TEEE-RIEERAN KTm WREESER

RIS R LY UM RIRE . AR BYIEEEITOENIRE. 7 T RepiER AN
2. MELRHRRSEME, REKENEF, BRBFKNIKT M. X RHANEDEG
REIAARIFRRIRE, SIELERER. KBREMNELEEE, HeEEslEettR 7z
Ko

WA RAFERTE 2019 FF 9 B 6 HER AT GB31660.2-2019 (/K™= R EE). TEE.
WER A. BEMEEEEY. BEER. 17a-ZJREETER. 17B-BETER. BE=ERARBENNE SHEIE-
FUEED), ZATEME T K s IR A ER 254 B BN B A AR &% - BUBNE 7575,

AXZZE GB31660.2-2019 OKFmFEE. £EH. W& A. EEIER. HiF. 17a
-CRBETRR. 1TR-METER. M= ERARERINTE SHERE-FEE), XABE GCMS-
QP2020 NX SAEEEFUIEEAN, B DK™ @RPIMEMBENION %, &5 ERIE
BE. RYED, TERERENENR.

1. EIRERS

1.1 Y88

GCMS-QP2020 NX S48 itk Bt Bk F{Y
1.2 3FH

GCMS% ¥ HEFELDRE: 250°C
IR Rtx-5MS (30mX025mmX0.25  #HSITHIA: BLERE
um) ZIRE . 37.5cm/sec

HEFERE: 120°C(2 min)_15°C/min_250°C  #HFEAT: O mHE
_5°C/min_280°C_20°C/min_300°C(2 min) HEFE 1ul
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BFIRRE: 200°C Al SIM
¥IEE: 280°C HNESEB g AN TIFERE+0.3 KV

1.3 #amaiabiE
1.3.1 el MEREN TE 1.

R 5 g HREHSTEOESR, 3 mLREWER, 20mL ZEEZE, il

.r RENZBZEETRR—K

S EER, WEZET, BS5mLS0WRCIRZBZEESR, &H

¥

BERREERRFAEL, B S0 fCRIRIEMNE

.

HEHRERET, BB 1mL FEER, N mLKHRE, &H

p.

¥ EiEd HIB EFEZEREE, F 50 %WEREZ KRk

=

H10mL BEEZEEE, WERMR, ARET

p.

MEFRTRELIAE 30 min, BRKRT, EHRIMA 0SmLIESH, HIESH

1 AIEREE

2. £RWie
2.1 frEmEiE
AR EmIT EYIEE E2, BXaWERRER]L, RECIEENEIFR.

n( 100, 000)

1.0

3.0

B2 fUMinERITEYIEE (60~200 ug/L)
28



AN

x£1 FIMLEYMEENETEYISISE T
) s _ RERE @ TEBEF EMEEF
No. R ZHR &2y i CAS S .
(min) (m/z) (m/z)
1 FEB Octylphenol 140-66-9 6.269 303 402. 345, 275
2 TEE Nonylphenol 25154-52-3 7.257 303 416, 345, 275
3 - 20 BB Diethylstilbestrol 6898-97-1 9.471 660 631. 341. 447
4 INER A Bisphenol A 80-05-7 9.547 605 620. 331. 315
5 R = -2 IBBEED Diethylstilbestrol 6898-97-1 10.237 660 631, 341, 447
6 17a-ZJRIE— B2 17a-ethinylestradiol 57-63-6 12.289 474 459, 446. 353
7 1 =F2 Estriol 50-27-1 12.915 449 663. 409. 356
8 173- — B2 17B-estradiol 50-28-2 12.960 664 409. 451, 356
9 I ER Estrone 53-16-7 13.475 466 409. 422. 356
Q303.00 (+) 6.43e4 Q303.00 (+) 2.51e4 Q660.00 (+) 6.23e4
6.0e4 | T 40e4 ] 6.0e4 -|
5.0e4 -| 5.0e4 -|
3.0e4 -
4.0e4 40e4 |
3.0e4 - 20e4 - 3.0e4 -
2.0e4 | 2.0e4
1.0e4 -
1.0e4 1.0e4 |
0.0e0 - 0.0e0 -| 0.0e0
518 610 6I.2 6:4 616 618 710 7:2 7:4 7:6 910 9:2 9I.4 9:6 9:8
FEMH TEH IR - 2 0 i By
Q 605.00 (+) 3.42e5 Q660.00 (+) 1.03e5 Q47400 (+) 762e4
1.0e5 4 80e4 |
3.0e5 -|
255 '] 6.0e4
2.0e5 - 6.0e4 -|
1565 ] 40e4 -|
4.0e4 -|
1.0e5 -
s oed ] J 20e4 ] 20e4+
0.0e0 0.0e0 0.0e0 -|
912 9:4 916 918 ' 9:8 1 6.0 16.2 16.4 16.6 11.8 12I.0 1 2I.2 1 2I.4 12I.6
XERA & I-SIE IR 17a-Z )R — =
Q449.00 (+) 460e4  Q664.00 (+) 1.04e5 Q466.00 (+) 1.15e5
5.0e4 -| 1.0e5 -
1.0e5 -|
4.0e4 | 80e4 -
8.0e4 -
3.0e4 ] 60e4 - 6.0e4 ]
2.0e4 - 40e4 -| 4064 ]
1.0e4 -| 20e4 -| 2.0e4 ]
0.0e0 -| J 0.0e0 0.0e0
12‘.6 12‘.8 13‘.0 13‘.2 ' 12‘.6 12‘.8 13‘.0 13‘.2 13‘.4 13:.0 13‘.2 13‘.4 13‘.6 13‘.8
H=E 17P-4f —f2 il
3 FNMARERTTEYN RS 6K

2.2 tnfEdh SR

FChIS DA EIRERTRELB R,

MANERTERETITE, BIRFEER. CHERIRED

795.0¢ 10. 25, 50#01100 pg/LEVEERSI, £EE. WEHAREY3.0. 6.0. 15, 308160
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ug/LBBE RS, WER. 17a-ZJRHETFE2. 173-M "F2. ME=FREYH10. 20. 50. 100
200 pg/LRIBBE R LUREWIRANR, EERAYNEAR, SHITTERL, SUEYIRE
B UIEIAFTR. RIERINRATIFEE, DBEERIL(BEE)HESADH AL, &M
MR R EA G PR I % 20

120065

100064 ]

o7
)= 1159275 + 1044164
Ri- 09393043 R - 09996521

260004
Jas
240004
220004
200004
1580004
160004
14004
120004
100004
800003
500003
400063

2000e3

NP
280004 Jy=454.3936¢+ 400.4262
R - 09934487 R-0.9992240

DES
= 1703557 + 2687.910
- 0.9981922 R - 0.9990957

oA
y=6285.112¢ - 695004

1
375065 Fe - 0.3358340 R - 09994168
c ar)

3.250e5

3.000e5 4

2.750e5

2:500e5

2.250e5

2.000e5

1.750e5 ]

150065

1.250e5 ]

1.000e5 ]

7.500e4

5.000e4

2500e4

T T T T T
20 40 60 £ 100

T T T
20 a0 60

T T T T
20 40 60 80

T T T T
100 20 Q0 o
Cone.(ya/l) Conc. (ug/l) Cone. (ug/t) Cone. (pa/l)
FEE EEE W B XERA
= ==
Are: Are Area Are:
= & e a
1.100e5 4, - 537.3977¢- 1756235 7.500e4 |y = 367.5268x + 1109.765 1.700e5 3y - 54012641 -2451.204 |y = 1002.322x + 3341.143
- 03385575 R - 09992786 7= 03501188 R- 05995593 - 03360380 R - 09990486 200065 % - 03588295 %~ 69994147
Curve i Defut Lnean Jame a nea -
1.000e5 | Weighting: Defaut (None) 7.000e4 3y el el
Zeret Defaun (o Frced) = 1500e5 2 erc Defaut
650004 ] 1.800e5 ]
9.000e4 - 1400e5 3
6.000e4 3 130065 1.600e5 4
8000e4] 55004 1200053
500064 1.400e5 ]
7.000e4 110065 3
450004 100065 ] 120065
6.000e4 4000e4 9.000e4
1.000e5 ]
5.000e4 3500e4 3 8000643
700004
3000e4 ] 8000e4 ]
4.000e4 600004
2500e4]
500064 3 6000e4 ]
300064 ] 2000e4 ]
400004
200064 1.500e4 ] 00004 ] 400004
1.000e4 ] 200064 ]
1.000e4 | 2000e4 ]
500063 ] 1.000e4]
0 100 150 200 0 100 150 200 0 100 150 200 50 100 150 200
Cone. (pg/l) Cone (ua) Cone.(ya/l) Conc.(ug/l)

17a-ZJRIE— 2

1731t — B2

El4 frNimEmiT EYRIR R &

K2 BYEARERALME R BANREE (ug/L)

No.

AX R
(R)

a=xv/E=Tu

ivdun]lE
(ug/L)

No.

EMRAR

& H PR
(ug/L)

BXEHR

NN

FEE)
FEE
C IR
XXER A

0.9996
0.9992
0.9990
0.9994

0.049
0.127
0.014
0.002

o ~N o U

170-Z )R — B2
= E2
17R-lE—F2
AR

0.9992
0.9995
0.9990
0.9994

0.155
0.233
0.051
0.065

2.3 ESHER

ERUE TR R AT

g N

AR
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&3 EEMER (n=6)

I#ER
No. a=xyE=3) RSD%
1 2 3 4 5 6
1 FEERE 20135 20676 19933 19400 20718 20278 2.44
2 TEF 5063 4748 4922 4955 4912 4672 2.94
3 [y 27544 27690 27401 27228 28060 28162 1.33
4 INER A 59900 61137 58289 59195 60616 59570 1.70

5 17a-ZIRIE” B 17091 17202 16576 16667 17508 17464 2.30

6 = F2 12312 12407 12354 12476 12095 12357 1.05
7 173-4 —E=2 26894 27288 26743 27460 27425 27830 1.46
8 1 ) 33681 34386 32693 32714 33815 33401 1.97

2.4 HFminrREukEe
5 g WREN=BFm, AMITIYPEREIVERR, ZIR ERAER ZAER £
M, FATRIE 3, HFaIARNELSRAAREIRERERTTE 4.
7= 4 ¥ mANAREIRERES

Jijikyi==s [ElUE (ug/kg) TR
No. hEMER

(ug/kg) 1 2 3 (%)
1 FEm 5.00 3.77 3.81 3.87 76.4
2 TEE 3.00 2.46 2.17 2.45 78.6
3 oA IEED 5.00 4.48 443 4.49 89.3
4 WE A 3.00 2.24 2.26 227 75.3
5 17a-2 R — B2 10.0 7.50 738 7.47 745
6 = Fz 10.0 9.48 9.25 9.21 93.2
7 173-1 "B 10.0 10.8 10.8 10.7 108
8 HEER 10.0 8.13 8.12 7.82 80.2

2.5 #Fmallizt
IR BT RWAYKEF BN, YA S g iFm, &R 1.3 PENFMETHE, 1§
FFmEEE, WE S, MALERNE S Fimo
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(x100, 000

5 HmtiEkE

&5 HFmNAER

No. 2 B AR Z2(ug/kg) No. 2B B R E=2(ug/kg)
1 FEMH 0.934 5 170-2 JRIE—R2 0.779
2 TEE N.D 6 1= N.D
3 OGRS 0.629 7 17B3-E—Fz 2.60
4 W A 0.502 8 i3 1.66

A N.D RRAKIEH

. &t

KT ERFEE GCMS-QP2020 NX 27K = AR E=EE . TEM. W A, SIEIEE.
BERR. 170-Z )RRz, 170-1f " B2, W= EERREE, IMERITTERBRE 3.0~200 pg/L
REEEA, SHEDTEMALERI, HXREH R HE 0999 L, FEKRHRER
0.002~0.233 ug/L EX—ARAERITEGERHLE 6 £, IEEIR RSD E/NF 3%, 7E 3.00
~10.0 ug /kg 9= BAF @INARKFE T, B4 73 BVEBUINAREIUER Y 74.5-108 %, A 75 75 .
TYES, EBENNENK=mPFEER. TEE. X A, CIEIHEE. B#iE. 17a-2%
BETER. 17P-METER. M= ERSIMRIEM R IR A S E,
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GC ZMEK”mPRAFRIZEE

BT 202 7 SRR ANEKTmRERRAB SN E. BR&KAF: 7 0.25~20
ng/L BURESEER, ZUEWRILMERRXRIR 7 0.999 LLE, &LEXRREI. 50 ug/L
IR ERREE T 6 X, BRERIENITTEREZ (RSD%) 7 0.69%, HBRER. KR
FHmESEN 5 pg/kg BIMMARKTE T, ZADBIERMARLEIERR 79.8%. A&T5ESMRIT
/£ GB31660.3-2019, #BIFAE. REER, FJNKTRPRALTAZENNERHESE,
Regia: TEEEN KTFm BRR

ARRE—MTHEEREEREN, TERTHHRRE. MAEEA—FERE, B
BHER. HtE. AR A SELEFTEIFRR. HABRS, WEaXs5,
HABNEK, 17E%, BEERENEISE, ERIUERIDEAREREEHR LT
FBEBEYIR, EIE, BRRIKTmRBYS IR Z B K.

RARAFETE 2019 F 9 A 6 HERA T GB31660.3-2019 (K™ mHAa/RRAEEN
WE SAERIEXR), ZAVENE T KT P aEs R B SR EIFESEEENET %o

AXZE (GB31660.3-2019 (KT mPRSRRZLEENNE SHBIEZE), XAHZE
Nexis GC-2030 SARBIE, BIU DMK mIABARRELNTTE, B ARIEER. R
ER, TemeinENER,

1. EIRERS

1.1 %88

Nexis GC-2030SHEBEN, BB FIAMMNEs (ECD)
1.2 3FH

GCE# HAIEHIAN: BLRE
EiERE: Rxi- 5SMS (30 mX0.25 mmXx0.25  £&IRE: 26.9cm/sec
um) AT RomEE
HBF2EFE: 70°C(1 min)_30°C/min_185°C  ##F&: 1L
(2.5min)_25°C/min_280°C(5 min) KMgs: ECD
HEFCDRE: 230°C NzsEE: 300°C

1.3 #maiitig
131 FmpERE LT E L
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B 2g¥REHESKTREERCESR, I010mLREE, B
‘ REMARESRI—X
AHFLER M30mLECHK. 10mL 2 WHRERMWAER, =il
BLEER TEREBFMECREFRR—X
BF AR, RE BAVORGBE1mL &8
B LR ARSEEERE, AECkEE FRBRE
AL0%—SPRECHRERER, WHRERRE BEREELT
AFMS mL ECkA@ugsy,. #HSEeElE
1 HMEEIMIERAE
2. ERiTie
2.1 tREmELS
SRR EmEIEE W N E2F .

90000%E95L*
sooooé
70000% o
60000 <

] ®
50000-) E§
40000%
30000%
2000[%2
10000%

)

‘ ‘ 2‘.5 ‘ ‘ ‘ ‘ 5.‘0 ‘ ‘ ‘ ‘ 7.‘5 ‘ ‘ ‘ ‘ 16.0 ‘ ‘ ‘ ‘ 12‘.5 ‘ ‘ ‘ ‘ 15‘.0 n“\in

E2 REREREEE (20 pg/L)

2.2 IREHESIEHR

ERLE SR BIESIS M RRIRENIRERAR, SIERERSE, BRADREDDIN
0.25. 1. 5. 10120 pg/L. LURE N#EASR, EEIANNELER, LEIFERLE, CEYRE
HALRAEIRFT . 1RIB0.25 ug/UnEEEIRE, LI3EERILITEMNENER, LM EXATRR
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HRIL &L

T #(x100,000)

1.00

00 25 50 75 100 125 150 175 = WJE

B3 @URRITE R L
&1 ARTAVERZEERIAQHR (ug/L)

(=g k=R [EFRI(R) HMPR
FRR 0.9996 0.06

23 EEMEGR
BURENS5.0 pg/LBTERR, BEEHFOR, ERNBEEE, HWEYIEEIRRRSDY%
MLFR2,
F®2 BEMTHRER (n=6)

A @BR1 @R @RI ER4 @Rs  @ER6 *ﬁﬁ RSD (%)
aRR 35106 34737 34607 34584 34476 34952 34744 0.69

2.4 HaintrE U
2 g YhE=BiFam, AMNARIIVERR, R8N 5 ug/kg, BB ERFINER
EAERE B, FATRIE 3 M, HFaiIimlE SR MAREIRERER X 3.
= 3 PR EIMRER

MELER (ug/kg) RS ElES
L EYEHR
1 2 3 (%)
BRR 4.02 3.94 4.00 79.8

2.5 Famillik
EEBH R KEEER, HREME 2 g Fam, &R 1.3 PENHFRATAE, B2
mBEE, WE 4, MRASERIE 4 Firo
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uV.
25000(&@
200000
15000&?
100000
5000(}?
I S
oo 25 " Tse 7 T ds T Tage T T a2s T 150 min
B4 HFatigE
*4 HERNHER
No. B4 FR {3 B 5} 1] (min) FEM 2 (1 g/ke)

1 TR R 7.802 N.D

A N.D RRAKRIEH

3. £ig

737K HR Nexis GC-2030 SHHEEMIDNK AP R A TBIEEE, £ 0.25~20 p
g/LRESBER, tEMSLAME R, AR RE 0.999 LLE, HERERN 0.06 pg/Ls 5.0
ng/L AEARFRE 6 £, IEEIR RSD A 0.69%. £ 5 ug/kg A= BEEMIATKET, 1Z4A
DEVERARLEIRERN 79.8%, &7 5. REES, BEBEAMBIDNKTRPRLRR AT

=
[Z=R=ER
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AN

~—

LCMS-8050 N E¥E N P ERES B ith = B FIBGER R 2 2P AR 7R A

B B ASCGEY 7R BEBERUREEIEN LC-40 M =E MR FIE(Y LCMS-8050 BXF
MEFERNPEEEL R R EERR R R 2R E &RV 770%, ZJ77ARTE 4 min WSEp fRlYBI
M, BEER FR I 2 ERAIEEER FR 2 22 H07T 1.0 ug/L~100.0 pg/L ‘RESCEARLME RIF, ROERRE&LME
HXZRE r £ 0.999 LI L, BRFREEMOIRERKLRERRBI . ZAERBES, DMEEE, 4
REW, PR TREADEER BRI R R 2 &R IRER .

K. —BIURMTSIE A EREMPE ERPEZH

BAEFPEERKEHRNERAERNNEKMENEmE 2P, BERFMZ MR
REFAHLEATLSHEEDY), BIEAEBERK, Re@EAKXR, BFFTEARR.
BEZHRENRRTHNAERRZEEHRERR, EEAFEENERMESEEE. B
ARKRAILEERER. QEARENFERARE LABSRRPEHRRZAEE R, RER L
RATEBFAE 2002 F&RMAYSE 235 SXHRFANEEER FME2EENMSEDY)E R MR L.

BN ERART RS AT BB EMEREEUA. QUEChERS JA. RRFERUES. BEIfEE
BUEHRT AR . BRIEER. AR, REAIRSEXABILIET %,

ANZREFAVERNT % GB 31660.4 -2019 (BB EEXRIME st R P EERF
W EIMESER R ZERRVNE RABEE-REIER), HFEIBIRE, ECkiRE, REH
BFHRN, REEAREER 2 LCMS-8050 REEXBARNE, NITEER. L ERBE
=, OTEYERE, EREN, IR TERNERR R EIAESER B i1 22 ER A BB R PUER,

1 I8R5y
1.1 Y88

AL FERABEBRAEEEN LC-40 5=BMHRMTFIZN LCMS-8050 BXR RS, B
EF 9 LC-40D X3 X2 H&R3R , DGU-405 TELRRE S, SIL-40C X3 BopifttEss, CTO-40C {558,
SCL-40 44228, LCMS-8050 =EMIRAFFTIE(Y, LabSolutions Ver. 5.97 ®1E T {Fub,
1.2 ShFH

USRS

&1+t Shim-pack GISS C18 (50 FOE: 0.30 mL/min

mmXx2.1 mm1.D., 1.9 um, SGLC, P/N: 227- AR 10 uL

30048-01) R SRR, FIRRER BAE
TnohAE: AFE-0.1%FERAKER; BAE- 20%, BYEIRER AR Lo

0.1%FRERZIEBR
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*® 1. BERRER

Time Module Command Value
0.50 Pumps Pump B Conc. 20
1.50 Pumps Pump B Conc. 90
2.00 Pumps Pump B Conc. 90
2.50 Pumps Pump B Conc. 50
3.00 Pumps Pump B Conc. 20
4.00 Controller Stop
S s
BFIR: ESl, EBFRI DLERE: 250°C
BFRZEOBE: 35kV MPWRBUREE . 400°C
EH=. A= 3.0L/min EOEE: 300°C
FIE= R[S 10L/min PR % R N M (MRM)
s 5 10L/min MRM Z#4: iz= 2
ht1E= St T BB AYa] 47 ms
7= 2. MRM 2%
s . Qlpre Q3 Pre
wEWEIR E &= WFEI CAS No. HEES T W) CE W)
BER R 385.40-267.30*  -11.0  -19.0  -19.0
Megestrol acetate CasH04  595-33-5
L2 385.40>325.40 -11.0  -15.0 -23.0
BERER¥E  Medroxyprogester 387.40>327.40*  -11.0 -13.0 -16.0
C24H3404 71-58-0
Z2 -one acetate 387.40>285.40  -11.0 -190 -20.0
mAEEER Megestrol
Ca4H29D304 - 388.40>270.40* -11.0 -180  -13.0
HZ acetate-D3

R TEEET

1.3 HmaitiEsE

Bt 2g CEMZEIE20mg) F50mLBOER, MAFFIIER(L pg/ mL)40 L, S0 0.2
mol/L ZERRE AR 4 mL, SRIERSENINB- R B BB T i/ 5 B MEAESAS 40 pL, F 37°C
TESCKCAMRRIR, BSR 12 h HIFEESMRS, MZRZEE 10 ML, FieRik % ERIZUR
% 10 min, 4000 r/min &0 5min, BXEBERERTMA. FHEMIERZEE 10mL EE1EH 1
R, BHLEBR, 50°CHIREZEAZET. MZE 10 mL. ESkk 5mL AR, #%ZE 50 mL B
B, ERANE 10s, 3000r/min B0 2 min, RIECSKE, FERT S50°CIREREAZET, M
30%FERKCAR 3 mL, AfE, &F. RAMABFEMEZERIFARE. K& 3mLE, BEA
I, BORAK. S0%HEDARS 3mLE, T, AEEE5mL AR, HERRT 50°C A
ST A 0.2 mL YRR RARRIERY), JREERS, 15000 rpm =R 10 min, BY
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EBEBRENNE,
1.4 ¥R RAYECH!

BRENEERGTVE TERNNIMTETIER, RAEREEGEREN 10 2. 5,
25. 50 #1 100 pg/L MIRFIARERKR (RIRER 20 ug/L). LISENE RARRHES FRER
BIEEREEAYER, EBBRRELLNRELIR, NIRESHITRERL,.

2 FR51He
2.1 tRAEHRE MRM 8i%E

Q 385.40>267.30 (+) 153e4  Q 387.40>327.40 (+) 1.08e4
RT=2421 RT=2438
1.5e4 JR185.20% (92.61) 10ea JR1 57.98% (111.51)
] Oe4- {4 £ Y T R
74 = izl ==l
] B R FR Hh 22 " T
1.0e4 ]
5.0e3 4
0.0e0 ] - i
N L L L L
150 175 200 225 250 275 300 325
RT (min)
ISTD 388.40>270.40 (+) 3.68e5
RT=2418
v
=T =
305 4 ACEE ER R it 22 B
2.0e5 4
1.0e5 -
0.0e0

— T T
150 175 2,00 225 250 275 3.00 325
RT (min)

1. 1ug/L EEFRFRHIZRER. FEERFRF2Z22E0 MRM BigE (AR 20 pg/L)
2.2 REHRESIEHIR
REREZ9 2. 5. 25 50 1 100 ug/L AYBSER Rt Z ERAIBEEL FR 2 2B E TIER (MATR
E20ug/L), #& 12 FRDMEMHEHITUE. LURELLIEAIR, EEIRLL MR, FIE
IERL, PINAEE, SHIRVERLINE 2 Pin. FISREMLEEXARY, MR EN
MXRAEHIE 3, E 377 0.2 pg/L BBER R ZERMNEEER B2 HRY MRM BI5E, R\ LR
MDL=3.3S/N, E=FE LOQ=10S/N itEHEFMTER, LERN*E 3.

Area Ratio Area Ratio
BRI BRI
45y = 0.04647205x + 001971975 2759y = 002771195x + 002410238
R? =09993359 R =0.9996679 250 R? =0.9992574 R =0.9996287
4.0 - Curve Fit: Default (Linear) ' Curve Fit: Default (Linear)
Weighting: None 2.25 4 Weighting: Default (None)
354 Zero: Not Forced Zero: Default (Not Forced)
2.00
3.0 1.75 7
254 1.50
2.0 1.25 4
1.00
15
0.75
1.0
0.50 4
0.5 | 0.25
00 T T T T T 0.00 ¥ T T T T T
0 20 40 60 80 100 0 20 40 60 80 100

Conc.Ratio (ppb) Conc.Ratio (ppb)

2. FEER R EAI BRI R R 2 ERRUE R4
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Q 385.40>267.30 (+) RT=2417 5.27e3 Q 387.40>327.40 (+) RT=2.421 8.22e3
] 8.0e3 - I
s003. LT RE 0o R FEEE
] S/N=45.4 ; S/N=54.3
| 4.0e3 H
20e3 - 1
] 20e3 4
0.0e0 - 0060 e e e
150 1.75 200 225 2.50 275 3.00 3.25
RT (min) RT (min)
3.0.2 ug/L BEER R 2R, BEFREFFZZERARAE MRM BIEE
3. fERZSKRERER
o : ST E . T2MRE o H PR
waw Boiss R e - ”
(ug/L) (ng/L) (ng/L)
SEAFRMZEER Y =0.0464X+0.0197  0.9997  2.0~100  87.3-104.4% 0.04 0.01
SEAFRIZZEER Y=0.0278X+0.0241  0.9996  2.0~100  86.6-104.4% 0.04 0.01

2.3 BEEXR
XRE 0.2 pug/Ls 2 ug/L #0125 pg/L BIEEER Rt Z2 AR AN ES R FR 72 22 BRAT B T VERIES:
MWE 6%, ERNBIBERE, RENEMEERNEEHARITR 4 Fim. ARET: &
[BIREAF ma R RPN R 8B BT (8] A0 1& EARAVAB AT /E (R ZE 70 317E 0.10%~0.18%70 1.25%~5.19%
28], NBRBEEERY
% 4. [RGB EHIEEIRES LR (n=6)

0.2 ug/L 2ug/L 25 pg/L
RSD% RSD% RSD% RSD% RSD% RSD%
(RT) (Area) (R.T) (Area) (R.T) (Area)
AL FRHIZPER 0.18 5.19 0.13 2.50 0.10 1.85
FefR A2 20 0.13 3.25 0.14 1.71 0.11 1.25

2.4 [T

MRENZS Q3G PONE R, DMINBSER R BRI BRES R R 2B AR, EMIRRED SR 1
ug/kg, 5 ug/kg M 20 pg/kgo &R 1.3 HFmAlb B A AREVH# /G, NERSER 1 Z2ERH]
EER R ZIRMIRCRE, TERARESTIITNRER 1 pg/ke AR MRM GIEEL
3P, NIAREIMERERIIZER 5, RERAH, ZAZEZRBES, HERHELF, BILUHERER
FREEER FR 1th 2 BRI AN BE R FR 75 22 B 7 B8 O IRodk A Mo

Q 385.40>267.30 (+) 1793 Q 385.40>267.30 (+) RT22417 2.88e3
=2
1.0e4 2.0e3
5.0e3 1.0e3
0.0e0 T T T T T T T T 0.0e0 T T T T T T T
1.50 175 2.00 225 250 275 3.00 325 150 175 200 2.25 2.50 275 3.00 325
RT (min) RT (min)
THENR = BERIIAREEER R 22 (1 pg/kg)
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Q 387.40>327.40 (+) 6.95e3 Q 387.40>327.40 (+) RT=2437 5.77e3
2.0e4 4.0e3
1.0e4 2.0e3
0.0e0 0.0e0

--------------------------------------------------------------------------------

150 1.75 200 225 250 275 3.00 325 150 175 200 225 250 275 3.00 325
RT (min) RT (min)
THEA = BERIREEER 22 (1 pg/keg)

3. TEERRIIFREN 1 pg/kg FERF M MRM ElTE

& 5. EEER 2 IR BEER AR 2 2 ERRINNAR UL R L5 2R (n=3)

FIEIRER%

1ug/keg 5ug/kg 20 ug/kg
HER R U 2B 82.2 90.6 97.7
EER FR ¥R 22 81.7 85.8 89.2

3 4ig

ASCRYE GB 31660.4 -2019 (BT 2EZRIME oI R anEER R EIAEEEL R i
ZEARNE) 2B TR DRBSMRIEEIE LC-40 M=FEPIRFTFIE(Y LCMS-8050 BXFN
TEFEAREEER Rt EIA B AR R 2 P ERA BB RV T 78, 1277 /AR Shim-pack GISS C18 &i%
£, FITE 4 min RFERN NIRRT, BEER ARt 2 BAANEEEL FRF2 22 BR7E 1.0 ~100 pg/L iKkE
BERAM R, RUEBILLIEAERRE r £ 0999 DU E, BXRFEBEMBINELINERRIF,
BIEARBES, HWEERE, SRER, AR TRRATERFMZRNERARZZIRZAEE
HYBRR 4o
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LCMS-8045 iMlITE S R A & Ml ke iz BY 5% &8

R AR T —MER BB RAEEIE RERIE LCMS-8045 NE SRR ERITAZEY 5 %o
TELSRFRISRERM AR, AEBSXRERIE LC-40 #1708, —EMRTFRIENX
LCMS-8045 HATEMEMEE DT ENIEAZTE 2 ug/L~200 ug/L RESEEINLME RYF, 11E
HEZEAVAE R 7 ¥009 0.9999; X7 2.0. 10 A1 100 pg/L R ERERENRETERESINE
6 %, IR EIFIEERAVENT/ERED BITE 0.06%~0.09%7F0 0.46%~1.56% 2185 7NN
AREZ 2. 10 701100 pg/kg ISR, [EIWERTE 89.7~95.6%2Z (8], %73 AR ERATBANF
mm P EN BT B N E

KA. BRH NER =S RE

EER, HiEEEBMRNITE, KENE. TURS YA T IRFET s, 2012
F12 8, UAR—EMAEAFEIRBEMERESNRSRSEHIE HAE™, Hith
BEE. 255, ST BEARBEREIMN, F1E 2005 F, FERUSFSELL RTEES
NEReSHURS AN ERBAN), BWMERIBEMEILLES. KENERZNRR. N
e, FERES. REREANEAZERASHLE,

B8, SRGERRAINZ AT ENE, KA HPLCIRIGES GCIRNE, FURIE
. 2B, MEXBERS. AXIRIE GB31660.5-2019 (Eh¥4 & M &NIIEiILE S
BUNE BRAEEIE-BERAEE), BY 7 SX8E. SEFERERIE-SKRIESE, B

TNESARERNGRZRIFEE, HROFIINARSEER.
NH5

H,,.
“H

ERIRZAIEE T

1 3LIEERSY

1.1 1%3%

ARIB0FE A DRBE MR EIEY LC-40 5= EVURFAFIZHY LCMS-8045 BEA RS, AIKX
BCE LC-40D X3 X2 H/& 2R, DGU-405 TE£eRi S, SIL-40C X3 Boh#iFes, CTO-40C 1%
BFE, SCL40 ZAITHIEs, LCMS-8045 = EMUMRATRIZ(Y, LabSolutions Ver. 5.97 &%
TR,

1.2 BIREH

BAERGBIEE:
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Shim-pack GIST C18 (150 mmX2.1 mm I.D., 3 um, SGLC, P/N: 227-30008-07)
MohtE: AE-0.1%FRERNCAR; BAE-FREE
OIE: 0.30 mL/min
B 2L
AT BRI, FIREN B4E 10%, BEiER AR Lo
* 1. BERRIER
Time Module Command Value
1.50 Pumps Pump B Conc. 10
2.00 Pumps Pump B Conc. 90
5.00 Pumps Pump B Conc. 90
5.10 Pumps Pump B Conc. 10
10.00 Controller Stop
FRig &
BFR: ESI, IEEFEI DLERE: 250°C
BFREOBE: 0.5kV FESNEE:  400°C
EHR: RS 3.0L/min EORE: 300°C
TIE= A 10L/min HimiEl: % 2 W 30 (MRM)
JIIEE S Z=S 10L/min MRM S N
R fE= - =R TFERBYa): 74 ms
= 2 MRM 5%
famEmn EXEH CASNo. TR TWIE.QiPre ., 3P
BT ¥f Bais(V) Bais(V)
Bl Amantadine 768-94-5 152.1 1352 e o 2
93.1 -10 -28 -16
Dis-EMIBERE  Dis- Amantadine / 1671 1502 -13 -19 21
RAEBRET

1.3 tRfEmiA RV ECHI e b mn A b 12
i TR S RECH:

FAEREZFCH 1 mg/L BV NIGEARA Dis- 2RI RARE TIEAR, B 50%JEKAR
R 2 ug/L « 4pg/Le 10 ug/L. 20 ug/L. 100 pg/L A 200 pg/L REIREBIARAETIE
R, Dis-ZMITRRaTREIN 20 ug/Lo
SO AT IR :

MREREE 2g CEMIZE £20mg), F 50 mL BOER, M1 DIs-ENIEREATETIER 20

ul, 10 1%ZBRZFEAKR 10mL, B8R 2min, 3000r/min &Ly 5min, EE®REANS— 50
43



AN

e
g~

mL BOER, BEERN—R, aHRXLER, &H. WERRK, MIKRERM3g. EC
I 10 mL, S®EE 1L min, 3000 r/min B0 5 min, AEECKE, FISAREZR 100 mL 3ED0)
A, 40°CACA IR AT, A 1.0 mL BEARILS, I PSA50 mg, J&HE 30s, BX LA
BODEREE 1.5 mLIXE®, EBUER 0.5 mL FTEOES, 40°CESWT, M 50%Z K
7B 0.5 mL, ;&HE 30s, 10000 r/min B0y 5 min, B _EE®RE EVUNE,

2 FR51Hie
2.1 #rfEH¥amBY MRM 8iEE

Q152.10>135.20 (+) 100e5  ISTD 167.10>150.20 (+) 1.15¢6
RT=3.649 RT=3.646
1.0e5 ] 6.90% (105.62) E
ERM;,,W/H\,J, 1006
7:5e4 7.5e5 2
25e4 ] 25e5 7
0.0e0 0.0e0 -
L L L L B B B B LR BN BRI R
20 25 30 35 40 45 50 55 20 25 30 35 40 45 50 55
RT (min) RT (min)
1.2 ug/L SRIRREimERE R EIERE (R 20 ug/L)
2.3 InEERsR

R 2. 4. 10. 20, 100 A 200 pg/L NENREITHE TIERIE 1.2 YD T ST
E, WIAESE. LURELL AT, REMIENMNLIR, SFIRVEHLNE 2 Fir; FTfS
ROEHZIE R R R, &M H12 Y =(0.0415)X - (0.0027); HHXZEER2=0.9999,

Area Ratio

| Rk
g y=004152725¢-0.002651524
- R2=0.9999647 R=0.9999823

1 Curve Fit: Linear
~| Weighting: None
Z| Zero: Not Forced

O —

0 50 100 150 200
Conc.Ratio (ppm)
2. SNERERIERZL
2.4 BEERE
F 2 ug/L. 10 ug/L #1100 ug/L =M REFRAETIERESNE 6 R, ERNIERE,
SRER FRERERNEREZNEIMIEBREN IR EREDBITE 0.06%~0.09%F1
0.46%~1.56%2 (8], N2EEE R,
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& 3 NIRRT BN EREE ML R (n=6)

Conc.(ug/L) RSD% (R.T.) RSD%(Area)
1.0 0.06 1.56
10 0.09 0.46
100 0.07 0.52

2.5 RELE
39 0.1 pg/L ENAZEY MRM @iEE, BIEMHE MDL=3.3S/N, E£R LOQ=10
S/N ITEREEFMEER, 52517 0.03 F 0.08 ug/Lo

Q152.10>135.20 (+) 5393
RT=3.650
IR1 15.34% (95.88)
] S/N=23.1
4.0e3
2.0e3 -
0.0e0-1_

25 3.0 35 40 45 5.0
RT (min)

3.0.1 pg/L =N ez ATt MRM &% E]

2.6 BEMIFLE

ENZS EIS RS 2 g, I\ B NIRRT TV, BEIIARREE A 2. 10 K1 100 pg/kg,
BHREENSSLE, BE 12 FHSREEUTESNERNMFEIRE, EKEE
89.7~95.6002 &l [ 4 HEEITSHN MRM ©i%E, MAFRER 2 ug/kg B MRM @ISE

95 PTo
Q152.10>135.20 (+) 7.52e5
1095—_
5.0e4—:
O'Oeo_-'l""I""I"I\'/\‘jl""l""l"'
1 2 3 4 5 6
RT (min)
E 4. TEBHFm MRM BIEE
Q 152.10>135.20 (+) 6.61e5
1.0e5 -
5.0e4 -
0.0e0 -
-7 r ' ' 1 1 - 1 1 T 1 7
1 2 3 4 5 6
RT (min)

5.2 ug/kg N0ATtF i MRM &BiEE
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3 4ig

BT — A B = BT BB LCMS-8045MITE X8 Y <& W AR IR BB BV 75 % - SO A
AR ANE, ABEXREEIELCA0HTARE, =EMRAIE(YLCMS-8045#1T
EMMEE DT, TWILARTE2 ug/L~200 pg/URESBEINGIE Ry, WMARMKRERATETLIE
RIELNER, REIEFMIEEMRBIEXNATERZE 72 517£0.06%~0.09%400.46%~1.56% 2 8
AIRE 2. 1081100 pg/kgSPAtFam, BIWEFES.7~95.6% 28, AT ARIEESE, RIAT
XE A AR WG ARAY IR R = R S,
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LCMS-8050 JMEHERF 5 Fo.-ZEHEhH

WE: AXERSEBSMRIBEE-—SMRTFIE(N LCMS-8050, I TR mPE
FLEES 5 Mar-ZEHEhTIRTNE £, &% (GB 31660.6-2019 thYIME R M 5 Mo- AR
A BENNE BRESIE-REKLUEE) BRReEZME, BRAFME ARG AR,
ZERZ BEtREY, SHIMSEN Styra MCX (5235028 BFRAE], P/N:380-00853-01)EHHEEENT 4
o, BAEGIE-REREENE, IMIEEE. ERETRETEALMERY, IWEHAAXABY>
0.995, 5 pg/kg MAREIWZTE 69.6%~91.8% (8], MHIAR/EIRZE(RSD)< 5.7%. ZFEPIHE
FERF mP - RIE I E 2o

Ki#iA: LCMS-8050 B8 A - RIEHEHT

AR “BEHE BRREREXE, (BT B ZAEHEhHIBINRAEFR T KR
KB, NTBRUELET B,-Z A EFIE TR RRIAREE R Mo ZASEDFIE N —ihF R
WEBEEEKMESEARERNAYBEERSSIRXE, BEEHTLRERIREMNGE
RIS, FE2010%F, KIEISIOSAEEHHIERIRE. FEEFIINT RUER (RLEE
AR EIRK R ER IR B8, (GB31650-2019 BEmAASARATKEBIRE) ME, NF
NRFTAT RIS, BF5Y), Bfta-REHEFIHNRERTESRE, BN SRt
(GB 31660.6-2019 MM BmPSMa-ZRHEIFIABENNE RIBBIE-REKUEE) B
mEREEFME, BRETEILEE. FfR. REERE. REREMAFRETE. BIRKEA
AEFPARBRINTT %, ZAREE T 2020948 1H IETUSEHE,

AXZE (GB 31660.6-2019 ¥4t B mR5Ma-RIEBENFITZBERNE RIBBIE-5
BUEE) BT 2EFANE, B 7 EFLCMS-805089FE R 57 ha, - ABIEhTIRYNE 75 /£
BITRRE. RE, EAoERAPEILEEFSMa ZEHENFAVIE,

1 LIEERSY
1.1 {¢38

FRBEMREBIES ZENRA U EXA RS LCMS-8050, BAELE/ LC-30AD X2
(3@&3R) » DGU-20Ase (TELRARSAHN) , SIL-30ACMP (B xhi#ifas) , CTO-30A (FHEF) ,
CBM-20A #4e1THl28, LCMS-8050 =&ML, LabSolutions Ver.5.91 &% T{Fik,
1.2 3REH
BB B
B Shim-pack Velox C18 (100 32010-04
mmX2.1mml.D., 1.8 um) SGLC, P/N:227- mohiE: A-0.2%FBRKAER B-ZBE
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FER: 0.3 mL/min HIEE: 5ul (co-injection,15 uL 0.2%FER
& 35°C 7K)

R AT BREDRR, B AERIGIRE N 10%, BfEiER IR Lo
x 1. BESRNERER

Time(min) Module Command Value
3.00 Pumps Pump B Conc. 30
4.00 Pumps Pump B Conc. 30
4.50 Pumps Pump B Conc. 80
5.50 Pumps Pump B Conc. 80
5.60 Pumps Pump B Conc. 10
8.00 Controller Stop
RSt
2 M A 2  LCMS-8050 MPRRSREE  © 300°C
) - IR 1 ESIH DL A E : 250°C
42 AMERE : 3.0L/min B FIREE  400°C
m P} S A E : 10.0L/min A #E R X ZREEUMRM)
F & K] % E : 10.0L/min MRM £ %% : I%k2
7= 2. MRM &#1
D N\ s Q1 Pre Q3 Pre
FE ameEn BT EYUET , _
Bias (V) Bias (V)
44.10* -19.0 -26.0 -16.0
1 BILEE 254.00
210.00 -10.0 -28.0 -20.0
, 90.00* -16.0 -23.0 -16.0
2 FHR 221.10
164.10 -17.0 -26.0 -29.0
R 170.00* -11.0 -35.0 -17.0
3 RERTE 292.00
212.00 -22.0 -28.0 -21.0
174.10* -18.0 -28.0 -17.0
4 RERE 245.00
209.00 -10.0 -23.0 -21.0
159.90* -17.0 -34.0 -28.0
5 AIRE 230.00
213.00 -18.0 -24.0 -21.0
‘EEBBFN
1.3 triEan Rz izt 3T

R BEREILEE (Tizanidine hydrochloride,CO9H8CINSS + HCI,CAS:64461-82-1) . &
Z B (Brimonidine,C11H10BrN5, CAS:59803-98-4) . #HER & & KR E (Apraclonidine
hydrochloride,CO9H10N4CI2 - HCI, CAS:73218-79-8 ) #1 % B © &K & ( Clonidine
hydrochloride,C9H10CI3N3, CAS:4205-91-8) , & &3 >98%, M B b, FERFEHIZE (Xylazine
Hydrochloride,C12H16N2S, CAS:7361-61-7) , &2>98%, MWHE TRC A7



AN

e TR
g~

37 SHIMSEN Styra MCX(SGLC $85, 380-00853-01)EMEZEEUE, = RFRFo

ZhE: BER, ERFRTo

Ak ZMBAKE Milli-Q Plus KB RAELEB 5 2R HIS,.

FRER: BiEgk, ZBE 98 %, ERIRTFo

IRER TN AR . BXCKERERSA 10.6 g, FACBREFIFERZE 100 mL, N AR, BUREREIHN
84 g, FIABHHEE 100mL, N B&. BLAK IO mL. Bi& 10mL, EBS, IAIE,
1.4 @ BT Edh Ao
141 #mbl&E

2% (GB 31660.6—2019 sh¥4 B M 5 Ma-AEEhTIEBERNE RIEEIE-BER
R tERIMESA: B 2g CEMIEL20mg) , F50mL BOEH, MEERINE HRRK 5
mL, 7R, MIBRZEE 10 mL, 2R, F 8000 r/min B 5 min, B EFERTFIGOM
i, TEARPMIERZEE 10 mL EE2RI—K, aHFEX ER. T 55°ChieikzAZET, M
FIETROIAA R 4.0mL SBETRRY), & SHIMSEN Styra MCX(SGLC 525, 380-00853-01)E
MZERFAOR AR, K& 3mL A, BERARIHE, AK3mL. BEZ 3mL 25, 3T,
S5%NRUKFEAR 6 mLstht, WERMR, FHA SWRKFEEEZE 6mL, £l
1.4.2 tr/ErLLhl&E

DAERENRESELIFREE, BVIRLLGIREHERBRECHIARE 0.5 10 20 10,
50 #1100 pg/L RYPEEMVELIER, IaAINEC.

2 5R1¥ie
2.1 trmBiEE S BIgE

¥ 100 pg/LBARAREF DM, RAFYBEFEERImAEILEES 5 Ma-RIEFEhH
BHEERET, WNTE 1R, AIRETVERERNTYE . NERBFIM 0.5 ug/L BIiRaRD
1, MRM BIEEIUNE 2 FiR, TRAFIILTI, B 5 Mo RIEHEHFITE 4 min BRI T RiFD

2o

Inten.(x100,000) Inten.(x100,000)
7-57 5.0-]
1 4400 1 89}95
5.0 1
: | 164.15
2.5+
25] 14 221.15
o 253.90 I '
i 210.25 | ' ]
0-(} T T ‘ T T T T ‘ ‘\ T T T ‘ T T 0-(} ‘ H‘ h\ “‘ \‘ “\ T T ‘ T T T T ‘ T T
100 200 300m/z 100 200 300m/z
BILRE (30V) % (-200)
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Inten.(x100,000) Inten(x100,000)
307 212.10 o] 174.20
2.0 | 4410
1 4405 291.95 2.5+ 209.05
1.0-| 1
K 169.95 24900 1 147.20]1 99.%0
0.(}7 T T ‘ T T H\ “\ ‘ T T T T ‘ T T i Il Il } Il ‘\‘ \‘ ‘\M ‘ \‘ T
100 200 300m/z 100 200 m/z
RERE (-30V) REFRE (-30V)
Inten.(x100,000)
5.0; 10
25 230.00
] 217 5
0-(} ‘\ T ‘ T \‘ ! ‘ T ‘ ‘ T T ‘ T T
100 200 300m/z

BIRE (-20V)
1. 5 Map- 2K HEhFI MS2 Bk E

(x10,000)
1.0-
b a
0.5
0.0
] ] ‘ ] ] ‘ ] ] ‘ ] ] ‘ ] ] ‘ ] ] ‘ ] ] ‘ ] ] ‘ ] ] ] ’
1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 min
(x10,000)
3.0- 3
=
i I e b
2.0 ekl
| w e
R il
] g
1.0 g AN
] /XN 1
AN
0.0 VAN
T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T T
1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 min

E 2. =aaR (@) « 0.5ug/LBAR (b) BiEE
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2.2 SMEXRAREHIR. EER

M ERIBEIRERZARIET N, UERANLIR, IRENELR, #TEMEDG. SR
& 3 ME 3 Fi, BiLBESE 5 MBI 0.5-100 pg/L SEEA, LMRY, AMBEXRII>
0.995, L 0.5 pg/L #IRNMIE, RIBEMREE S/N=3. S/N=10 i+B#HPR (LOD) « EEFR(LOQ),
W HRMEERIMET 0.44 pg/kg, HEIFEERK,

1fii #(x1,000,000) 1fii #(x1,000,000) 1fii #(x1,000,000)
5.04

4.0

BiLEE FhIR RERTE
i #(x1,000,000) T #(x100,000)
407 5.0 °
4.0

3.04

2.0

BIRRE
3. tEfZ

& 3. tERZ. RERREER

FsS  HXEF 5 Ayl Hx&aEHr  HHRE (%) 1% PR EEMR
(ug/ke) (ug/kg)

1 BiILRBE  Y=(58001.0)X + (8238.45) 0.995 89.0-111.4 0.04 0.10

2 Fhil Y = (85806.3)X + (6096.82) 0.999 95.7-104.2 0.02 0.06

3 RERE  Y=(34668.4)X +(3641.28) 0.998 91.7-107.6 0.04 0.12

4 RERE  Y=(42533.9)X+(4399.56) 0.997 90.7-108.8 0.06 0.18

5 A RE Y = (5687.90)X + (666.671) 0.997 90.7-110.3 0.14 0.44

23EEHER

X1 ug/L BISRAEARRIES DT 60X, ITEREEFIEEFRM RSD. £ERILE 4, REEETE]
RSD<0.27%, I&EFIHI RSD<4.86%, (YERF2E M BiF,
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& 4. REEMER RSD

Fs e R E4BYI5] RSD(%) EFA RSD (%)
1 BiLEE 0.08 1.69
2 FHIME 0.05 191
3 RERE 0.17 4.05
4 ZERE 0.27 4.86
5 AIRE 0.08 481
2.4 REWEE R

T BEAF @ LEHTT 2 ug/kg BUMMAREIWORL:, 17 3 . ERIEK S5, BILEES 5 ™A
R TFIIEIUZRTE 69.6%~91.8% 28], RSD 34)<5.7%, SE & AT /EX T BRI E 3K (60%~100%).

7= 5. JBANIATEIMRER

Fs e EKTFE (2 pg/kg)
POAREIEE /% EEM%/%
1 BHiLEE 87.2 33
2 Fhilk 78.7 2.7
3 REBE 81.9 35
4 RERE 69.6 2.7
5 AIRTE 91.8 56

3 &t
AXER BB BRREEIE- = BRI FUEMN LCMS-8050, &% GB 31660.6-2019 i1k, &
M T HERT 5 Ma-ZRETINE S Ee ZAERHEXITIVEE,

52



LCMS-8045 NEIERN P EEEMFIRE

WE: AXERSEBSRRIBEIE-Z SR RIENY LCMS-8045, 1L T ohRM R PR
BRI REDT 7%, £% (GB31660.7-2019 JEALMR K NEEIEMN Bl R EHK B EHNE
BAEEIE-RRKAIEE) REL2ERIME, BAFLARECRBEIRE, RVORSE, MoniErIiatt
FIARER, RIBEE-REFENE, WITEER, SRERERERMAIREL MR, MEH
EIEXREUY>0.995, 1 ug/kg. 10 pg/kg RERINNARCIUETE 70.6~97.6% 8], NFREIKEE
AT AR ZE (RSD)<5.6%. %75 % Al# B EAEGPERIEM ] RENE M EENE,

XKHBiF: LCMS-8045 SHILE A AIRE HEIE

FREER—MHIZAEETN, R LBTSMHZ. B5. I8IEMERIER K, FiY, F|E
IEEETS- A BRAVER, RIS IR RmmR ARG AR, BT Eaa87Ed LUesH
£ Ko PIRER—MaZRAEN, B T KM ITEY), ElnkE, BB EE (RN TFHEH
B, AESFETERMEAREFRERHEIMW, RELEKMEE, NERERLR. XMFK
BYIRT LA IMBIFH SR,

F1E20105F, RIVEBIS195 NEEREMERIRE. FEESFIIANT RUVER (B LEERRAE)
YITOKPERRIYIR) B8 2019F108 %M T (GB 31650-2019 BT EARANKEIRE),
B “TEBEZ A RMEWER”, 2020F4818ENIT. XKRA, BERENAIRESH TG
BT oY, BRNESYIE Rt

AXZ% (GB 31660.7-2019 BALRMRBNZFEIEM AR EXEENNE RIBEIE-HEX
FUEE) BmEreERNE, BT ET 5:ZLCMS-8045RE A RZE B Al REBNTE 75 7%0
BIERR. RE, Bt R mRTEREIEM B RENNE.

1 LIEERSY
1.1 {38

BRBEXREEES Z BRI FIENEKA RS LCMS-8045, BIAECE S LC-20ADxR X2
(BRE) , DGU-20Asx (FE&BRSAHL) , SIL-20ACMP (Enpi#ti¥as) , CTO-20AC (HHE%)
CBM-20A #4eizHlg8, LCMS-8045 = E MR FIE(Y, LabSolutionsVer.5.91 &3ET {Fik,
1.2 3REH
RAEEBIEE M.
&g Shim-pack Velox C18 (100 mmXx2.1 mmI.D., 1.8 um) SGLC, P/N: 227-32010-04
monAE: A-0.1%FRRAER B-ZB5
IR 0.3 mL/min
R 40°C
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HIEE: 2ul
AT ERE, BIEVIIEIKRER 20%, BYERERIE L
= 1. BELRNERR

Time(min) Module Command Value
4.00 Pumps Pump B Conc. 60
4.50 Pumps Pump B Conc. 95
5.50 Pumps Pump B Conc. 95
5.60 Pumps Pump B Conc. 20
8.00 Controller Stop
PRy St
7 M X 2 . LCMS-8045 MR HURE @ 300°C
5 F R :ESH DL & & : 250°C
R mE :3.0L/min BFREE :400°C
m#H S mE : 10.0L/min AR X ZREENMRM)
F & S " & : 10.0L/min MRM & % : &2
7= 2. MRM &%k
Q1 Pre Bias Q3 Pre Bias
Fs A=/ Ei RAEF FYBF CE
(V) %
) - o 191.00* -13.0 -30.0 -19.0
215.00 -14.0 -51.0 -20.0
2 ZRHUM(AAT) 282.20 116.10 -12.0 -32.0 -11.0
3 o e 159.80* -19.0 -37.0 -28.0
213.00 -16.0 -23.0 -21.0
4 AIRE-D4 (RFR) 234.10 216.90 -11.0 -26.0 -22.0
‘EEBETX
1.3 trEam R izt 5T

IrEm: EhERFEEEIE (Cyproheptadine hydrochloride,CyiHaN « HCl, CASS:969-33-5) .
HERAIRE (Clonidine hydrochloride,CoH10ClsN3, CASS:4205-91-8) : &&E1>98.0%, WH
FRikT. FHER M (Diphenylpyraline,CsHisNO « HCl, CASS:61-76-7) . #hFRPIKRE-D4

(Clonidine-D4 hydrochloride, CoHgD4ClsN3) : &E39>98%, METRCAE,

7. WondaSep C18 #37K, M9E &L MABRAT (SGLC) , ERFRF.

25 BER, ERFRTo

K AK: B Milli-Q Plus KR RAZLEB F5 2R EHIS,.

R BiEg, ZBE 98 %, ERIRTFo
1.4 ¥ BT Edh & E T
1.4.1 BRHI&E
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AN

e TR
s

2% (GB 31660.7—2019 AL IREHEREIEN I REXRBEMNE HKEEE-BER
A AMERTES A BURK 2 g CEMIZE+L20mg) , T 50mLBEOER, M50 ulBEW
WRIVER, MC18# 0.5 g, KHES, N 1%FEZAE 10 mL, FEHIRF, F 8000 r/min By
5min, BLEER, FEOESR, S0°CHARANRT. MIMsHERISBELANE R 1.0 mL (84, 0.22
um RIS, RAEEIE-BEFUEIONE,

1.4.2 kLo
1421 fpEfEER (1 mg/mL)

ENERFAZRERIE. HEATIRE. B T RAIMA IR A RE-D4 InEMRSY 10 mg, BEME,
HRF 10mL 2, AFEABRARREZE, RHBRESSIA Lmg/mL BERZEE. #h
BRA]RE. EhBR — RAIMAEER A RE-D4 BN &R, 4°CTFE, B 6 M,

1422 BEtnEIER (10 ug/mL)

HHNEEENEHRBEREM AR REMET&RS 1 mL, T 100 mL /A4, AFERSHF
HEREZE, fIRRERN 10 pg/mL MEBRZERIEMBROIRENE LIER. 4°CTRE, BY
H3 1A,
1.4.2.3 SRERIRHRIER

DB BENERRR " A RIMAER R 100 pl. BRI RE-D4 fE&& 1 mL, F 100 mL £
o, AFREHRZZIE, RHIMAEEBR RN 1 ug/mL FIEERRIRE-D410 pg/mL BSRE
rRElR. T 4°CMRTE, B 1 DA
1424 EERIRTIER

BEEICESWARFER 1mL, F 10mL 24, AZE-0.1%FRARHEREZIE, Bl
A& EhBR — R 100 ng/mL FEERRIRE-DA 1 pg/mL BUREWIR LIER, IRAIME.
1.4.2.5 TR AEmRLHIE

EEENREVE LIERIRSAMG LIERIEE, FAZE-0.1%FRARHR N EREM AT
REREN 0.5 10 50 100 50 #1100 pg/L RILEERETIER, HPEEIR T FHRMIIRE
FELFAEI R E-D4 BURES SR 5 pg/L #1150 pg/L, IEAILEC.

LR1ie
2.1 fnmBgES &%
X100 pg/LBARARET N, REFYBEFEERIATRRE. PI/REMEARRIRF
F&EF, AFE 1R, MZEANIF 0.5 ug/L BmaRSH T, MRM BIEENE 2 Fim, B
BN S, =EBFILETI, FREMBIKRER 4.5 min BRI T RIFHEB.
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Inten.(x100,000)
19595 190.95
4.0
3 05 81,95
ek 2114.90
2.0
1.0 ‘
0.0:‘ ‘ ] H‘\H \ \“ L \M \ \‘
49 250 m/z
EEE (-35V)
Inten.(x100,000)
1.00-] 108.85
0.75" 44.95
0.50- 59.90
1100100
025 kil 229.75
* B A
] ‘21 %5
49 250 m/z

AIERE (-35V)

Inten.(x100,000)
5.0+ 164.95

115.95

I I ‘ I I I ‘ T
100 200
A (-25V)

Inten.(x1,000,000)
233

300 m/z

90

| 216.75

0.0 “ ‘ :
250

AFRE D4 (-35V)

m/z

1. FEERIEM B REMABRZ AT MS2 Bk E

(x1,000)

4.0
3.0

2.0+

;www
1 .O{WWNWWWM”%

O.OLWMWKWNMWWWMW

e
0.0
(x10,000)

7.5

0.0
—

;; >4\ 3

0.0 2.0 3.0

E 2. =RBF (@ . 0.5ug/LREtr (b) BiEE

e e e N B s B e AN e e
4.0 5.0 6.0 7.0 min

(1. Z|BRME, 2. ZHFHM, 3. BIRE, 4. AI/RE-D4)
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2.2 SMXERIGHIR. EER

MRVBESRERZRRIETON, UERLEANSIR, RELLAEELNR, #ITELEMS
£55R9NER 3 P, EERIEMPI/RTETE 0.5-100 pg/L BB, LM RYF, LMEXFREIY>0.995,
X 0.5 ug/L #IEAMIE, BRIFEMREL S/N=3. S/N=10 I+E#HIE (LOD) . EEMR(LOQ),
[RAESMRIIMRT 0.5 pg/kg, TRMEMEENK,

ag312A 124

00 50 100 150 kL 00 05 10 15 WEH
el IR
3. FEIEHI AR

& 3. TERZ. RERREER

A i WAL EEEr  OERE (%) WER(gks T2R(ug/ke)
ZERIE Y =(0.232364)X + (0.004906) 0.999 96.7-104.7 0.01 0.03
AIRE Y =(0.760552)X + (0.00230698) 0.997 90.4-108.2 0.12 0.36

23 EEMER

XF5 pg/L BAREARIEL DT 6 8, ITTERENEFIEEFIRN RSD. LERIEK 4, FBEIE.

FI/RERIIREET[E] RSD< 0.2%, IEEFIRY RSD<4.1%, NEFIRE % RIFo
& 4. (REREAER RSD

Fs FRSHA TR fREBEYIE] RSD(%) EFARSD (%)
1 BT 0.08 0.81
2 — FRIM(T) 0.10 0.75
3 ARE 0.19 4.05
4 AR -DA(FIFT) 0.12 1.17
2.4 MtTEIEEER

AT EEAER EHITE. BKTF (1 pg/ke. 10 pg/ke) BIMAREIUWIRL, SMNREFIT 3
Ro FERNFR S, FEEMAIKRE FHEIWEAE 70.6~97.6%=28), RSD /1T 5.6%:
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& 5. BAMAREIWERER

- (BAE (1 pg/kg) BAFE (10 ug/ke)
PIAFEINEE /% BEM/% PRI /% EEM/%

FREEIE 70.9 1.7 70.6 43

ARE 97.6 5.6 95.4 4.8

2.5 SERRERINE

BY 2 (R, SFTHIERGD, EVUNE, MOFELEIRGEERRENAIRE, WE 4
Fft7o
(x1,000)

11 FEF¢ 288.2000>191.0000(+) CE: -30.0
1 5;3:W’/J<‘/£' 230.1000>213.0000(+) CE: -23.0

1.0

0.5

0.0]

e e B e e e e B e e R [ e
0.0 1.0 2.0 3.0 4.0

— T — —
5.0 6.0 7.0 min
4, BAEREIEE

3 4ig

AL BRBEXREEBIE- = BRI FIE(Y LCMS-8045, &% (GB 31660.7-2019 ¥&
PAMRBRERRENEIREREENNE RIEGIE-REKEE) BRT2ERNE, BT
BAPERIEM A RENNER F. ZAEIHBXTIEE,
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LCMS-8045 MEF I RRIEETRE =

B B ASCEN T —MMEAR B SRMUREEIEN LC-30A M =E MR LUE LCMS-8045 Bk
RNEFITRRIEEZEENTT E. EREPA. ZFEE 4 min RER R RIEERIILN,
RRIEIEE 20 ng/mL~1000 ng/mL RESEEINLLM BYF, RUERZAIEER IR r £ 0.999 LL
£, BFRBEMEIRERLER R L ARBES, DiTHEE, SRER, BigfFES,
B AT RRIEIE A B 2RI RE N,

Kigia: —BURMLE U ARIEE

R IENE(isometamidium, ISM)Z BRIEIRNINY BRI 2T HREENEAY)Z— B
TFRASIENER] B RIDNE RN RNA A DNA REFENE, THERZERNSH, SHA
THFEFDYTERBITANM AT, EFEIRER, BTXarAE. ERARMAMKREGERIA
AT BN, BHSERARIFRAYENN A RIE T HmPAE, HMEERYEHEAAN
R, WARNBERGHBEEM. TFXR, BmTeREsR T2t ZXE, MEAHK
BB EZ YR BERRENERRERZ — FE (GB31650—-2019 BRREEFINE B
mPEARAAEBRE) ME: TANFINPRSIFENRATZEREEN 100 pg/kg

Ba1, EBRIMRTFRIIFEZABNNRER D, TBNESEESMRIEEIEEHPLC)
MBRBEBIE-REXRIEA(LC-MS/MS)F. HM, LC-MS/MS ‘ZEBRSHIEREMTHE,
BEETEREERTRREVRON, BEHES, AXZREFINERNSGE GB 31660.8—
2019 (RmE2EFRINE FARMEARRFIHPARIFTEAEENNE), XKAIBMRERZ
-REARIREY, IECkifE, RS ZBSMREEIES LCMS-8045 BB {NEXB RN+
PRADFEEAEERTNE. ZHERBER, HWNEE, SREW, JRTHIRRRIE

N 74 BE E RV IR E

1 L3885y
1.1 Y38
AT EABEBRRIBEIEN LC-30A 5 =FMURIFFIEN LCMS-8045 BXAB A%, EAED

E9 LC-30AD X2 3R, DGU-20As TELERESAL, SIL-30AC BohifttEas, CTO-20AC iR,
CBM-20A &Zti<Hlg8, LCMS-8045 =EMRATFIE{Y, LabSolutions Ver. 5.91 &i& T {Fuk,
1.2 ShFH
B

&1EiE: SHIMADZU Shim-pack GISS-HP C18 (50 mmX2.1 mm I.D., 1.9 um) (P/N: 227-

30048-01)
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opAE: A1E-0.1%FRERKAK; BE-0.1%FRIFER
AOR: 0.50 mL/min
B 1L
I BRI, WI9aMREN B 4H 20%, BYERER AR Lo
® 1. BEARRER

Time Module Command Value

3.00 Pumps Pump B Conc. 90

3.50 Pumps Pump B Conc. 90

3.60 Pumps Pump B Conc. 20

4.00 Controller Stop
B
BR: ESI, EEFRI BiaFIERE:  250°C
BFREOBE: 40kv IMAVEBURE . 400°C
EZ= AR 3.0L/min EORE: 300°C
TIES: A 10 L/min HiEgzl % N M (MRM)
AR 7= 10 L/min MRM &4 e
R E= " JFEReY(a): 100 ms

&R 2. MRM &2
wAMEH  CASNo.  MUETH Q(lvfre CE @Pre )
p— o, 460.2>298.1* -34 -54 -22
460.2>313.1 -34 -45 -24

A RTEEBEBTFN
1.3 HmabEsE

2% (B 31660.8—2019 (RMREEZINVE FRIRMARNFNTRR[IFTHEENN
E RAEEIE-REEE).
1.4 BRRERREEH

BEEE 10 pg/mL ARRIFEMELIIFAREE, TERERETENT B4 IFmBRY)
h, FAIEE SONFEARABMHAMBEE 2.0mL, BRIIFEREN 20, 50, 100, 250. 500,
1000 ng/mL, 8T, HIRRRFIERLETETEAR, HRBEEIE-RERFENE. UEER
FUIEERNNLAT, W BIIRAERBRENIREAR, RHARERLZ,

2 ZER51E

2.1 fREHREY MRM &iEE
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Q 460.20>298.10 (+) 1.13e4  R1460.20>313.10 (+) 3.15e3
100.00 - Y 100.00 -,
%] %-|
OOO -I T T T T 7 T T T T T T T 000 -I ' ory [ oy [ o o o
0 1 2 3 0 1 2 3
RT (min) RT (min)

1. ARIFPEERLECATERF MAY MRM SIEE (20 ng/mL)

2.2 frAEdhs S1E R

BARRENARIFEERLEIVETIER, & 1.2 PRORFRAHITNE, ERIMRE
E8o LURENIEALLT, BEMRNIMENR, SHIRVEMLZINE 2 Fim. PISRUERIZL XA
Rif, KMERERBRREIE 3,

Area

SR
y=1320.941x+0.0000000
R?=0.9996125 R=0.9998062

Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Default (Force Through)

1.2e6

1.0e6
8.0e5
6.0e5
4.0e5
20e5

0.0e0 #F——————
0 200

—————
800 1000
Conc. (ng/mL)

.460. ~ .660. o
2. RRIFEERERL
*® 3. tMERRE SR EIRIER

o LMESEE ) TER o H PR
lla=x7| RERRZL r ERE
(ng/mL) (ug/kg)  (ug/kg)
AEIENE Y = (1320.94)X 0.9998  20~1000  90.2-102.5% 8 25

2.3 FEEERE
Xf 50 ng/mL. 100 ng/mL & 200 ng/mL FAEIRENRRIEEELITE TERESNE 6
R, ERNBREEE, RENEMERRNESMERNR 4 Fim. ERET: FEIRERF
MRS IEE R BB BRI IEEmRHBER IR ERE 2 HITE 0.24% ~ 0.39%70 0.80% ~ 1.03% 8],
NEBERBE R,
x4 REWEMIEEIREE AR (N=6)

Conc.(ng/mL) RSD% (R.T.) RSD% (Area)
50 0.37 0.80
100 0.24 1.03
200 0.39 0.92
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2.4 EKELL

IS EAR, MALBREIERIEAE, SIRRESSN 10 ug/ke, 40 ug/kg
80 pg/kgo R 1.3 1 RAIMES HIZIAWE, WERSIERMIMAREIRE, =E4Tk
2 MRM @3S0 3 FR, 10 ug/kg MIAREES MRM @I%EL 4 Firm, MATREIRELRNE 5,
HAREN, RARNES, RBEY, TLUBEESIFARIITE GB31660.8—2019 (&
RRLERFE SEAHARRENTRSIEEREBNIE WS SRALE) KIS

Q 460.20>298.10 (+) 9.30e1 Q460.20>298.10 (+) 154e4
10e3 ] 1.0e4 -
O'Oeo-:n"'T'l}A"M'A'I'"'I'A"'I""I""I"A" O'Oeo-'"'I""I""I'"'I""I""I""I""

00 05 10 15 20 25 30 35 00 05 10 15 20 25 30 35
RT (min) RT (min)
3. TARFIER MRM B 4, REIEMERINOFRFE SR MRM EliE (10 pg/kg)
= 5. RIR[IEMERNIAREINERLE R (n=3)
e IARAKTF (ug/kg ) T EIUTERY%

10 103.4

REIENE 40 914

80 88.2

3. &it

KA LC-MS/MS JENEFIDFARIFEAEE, AEEUHCELRERH. RRESHMS,
AEmE NG T HRE LN A, SREL T —MERRRBESRRE®EIE LC-
30A FI=EMMRAFFIE(NY LCMS-8045 BXAMEF NP RAIIEEAZEEN H 5. ZHEER
Shim-pack GISS C18 &1&#F, 1 4min AN RAIIEENF M. AERIEMETE 20 ng/mL~1000
ng/mL RESBENEM RYF, RUELLMEHEXARE r £ 0.999 U L, BIFREEMEBURELLE
HERBF. ZHERBERS, HNNER, SREH, BREERE, JRTHNFRIAIEEN
TRIRDHTo
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AN

~—

Nexera LC-40 MEBRAL P Z iz F PEERIREE

B B AR T SRR IS AN SRR RS SRS, HRSEE
15 (GB31660.9-2019) FREVATRMIES R, HEIHITIREL. 81k, AEHT LS. 2R
FERESTE 0.05-5 pg/mL RETENEERIFNLE LR, SHBLREMN >09998, KRN
10 pug/kg, FEEIRHN 20 ug/kge MFEINSIIEINETE 82.3-85.6% 18], JEL: 6 RHHRLH
i8] RSD%:A 0.016-0.029%. IEEFI RSD%A 0.012-0.614%, RFEFEZRERIT,

KB SURERILE ZAMBREDE BRAR

R RERENTUIRRLAVERGT, I BRGNS H LR AN ER N EEHIRRIN, B
T EMNYERREREENFTBHER, ARAMNARGEHEZHENNGRSE, TER
=PNN /e =0

20205F4 5 1S54 (GB 31660.9-2019 BRI BMARF AR EFREZXBENNE
SRRIEBIEE) EFIRKE, ZAREFSNE T CaMEE PEERBHRAR PG
MPRF20 pg/kg, EEMRF50 ug/kg; EFFAEMSITARHRINIRA50 ug/kg, EEFR100
ug/kgo AL SWATERNLIOFZM, (£ B ENexera LC-40EBE M RBEIE{ XIS ALELR
CEMRAREREBEHTIE, SREA, ZAHE0NRBES, EEMY, FILUKEITE
FREVRIMZE K,

1 SEI8ERS

1.1 {88

ARG K A 572 Nexera LC-40 IE®BIEY, B13E CBM-40Lite R4tixHlas, LC-40BX3 HIER,
SIL-40C X3 BnhiftiEes, CTO-40S #2858, SPD-40 2 MIg§, LabSolutions Ver. 5.97 BIET(F
b,

1.2 A%

BT Shim-pack GIST C18 (250 mmx 4.6 #H8: 40°C

mm [.D.,5 um, P/N:227-30017-08) MK 270 nm
TEAE: A UK, B ZBE AT 10 uL
FE: 1 mL/min ATV FEEEL, A B=70: 30

1.3 tnEmSis

frfEm: WTRERRERRBRAR, T20°CKERE, &
T ERBEEEEERE (1g/6mL), BF LEXRIE,

R BIER, ERRFEF
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KK B Milli-Q Plus KRV RAZEB F5 ZRFEHS.
1.4 it
TREN: FRENS gOAAHLR, F50 mLEOER, MAMALS mLIRE. 10 gTokbiERTA.
10mLIES K, HELFBEOESE, RIBES1 min, B3%5min. 4000 r/min FE/010 min. B
TREZBETBEOER, TUETBIMAZELS mL, ERRI—K, GHMXZIBIREUR, 45°C
TEsE R L ERTo MALECK-RER (9:1) 5 mLEEAME, 8E30s, EYE‘REEIOMLE
D&, 4000 r/minE:0010 min, EX EBERER.

A EREEMRZERIEAC mLREEE, B EERImLdE, 6 mLECkKHIE, A
[EAR6 mLERER i, WEEIRAR, KR4EZEL mL, 130.45 umFLRRE _ EAD o

2 FR51Hie
2.1 fRfEma R e R E MR L

BEENAMBRERENERES, BREWRENAREN0.05. 0.1, 0.25. 0.5 1.
2.5. 5 pg/mLEMNREMIVERR, R12FDITFAETINE, ZABBRRREREm
AR EIEENE1FTR.

mv
1.00-JFL0UEA Ch1 270nm
] &
0.75- B
] ®
. =
0.501 &
1 W
: VQ
0.25] A
0.00 K
-0.25-]
-0.50
-0.75+
A R e e,
0.0 2.5 5.0 75 10.0 min

L fRERBREEE (0.1ug/mL)
PURE NIRAAR, EERANNLAT, REIMPERIIERLY:, SRUE2FR. FrS
BIAZIERRRY, AMtRiE. KIETEE. BXAEARERELRL
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TH#(x100,000)
20]

o.o;!."..i,....,.... i
.0

10 20 30 40 kpE

2. ZRHREER RN E IR

® 1 REHEASH

LSO E ivgus]ls} T2MRE
(ug/mL) (ng/kg)  (ng/kg)
ZEBBEREEE Y =40013.7X - 485.487 0.9998 0.05-5 10 20

&Y IR BXEEr

2.2 REEXE

RERL2DMEANE, HEFERENO0.L. 0.5812.5 ug/mLAVIRERAR D BIELHFEN
E6R, EEMECIEENESMR. JABREREENRENBRSD%0.016-0.029%; EHE
ARRSD%470.012-0.614%, LERMF2. FREELILERKHN, Nexera LCA0BBRIMRBEIE
NEE RIFHEEE,

uV(x1,000)

1-00747371:0.1_001 Icd Wl #5A Ch1:270nm
P3#2:0.17002.Icd 4 £:A Ch1:270nm
P¥#3:0.1_003 Icd £l A Ch1:270nm
0.75-¥324:0.1_004.lcd 4 l|2A Ch1:270nm
JH(4#75:0.1_005.Icd &l $2A Ch1:270nm
#6:0.1_006.Icd il #2A Ch1:270nm
0.50
025 /\
0.0
-0.25
0o 10 20 30 40 50 80 70 80 90 100 110  120min
3. TOESAR 6 HTEEMEIEE (KE 0.5 ug/mL)
R2 ZEBRAPERENENEBEIRESHER (n=6)
- RSD% (0.1 pug/mL) RSD% (0.5 ug/mL) RSD% (2.5 ug/mL)
)\
R.T. Area R.T. Area R.T. Area
= v e 0.029 0.614 0.026 0.311 0.016 0.012
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AN

2.3 [E|ugEiALE

FMREXZ B8 dm, TIAN—E 22 aMRA R Em, EMNFHREZ 1000 500, 1000
ug/kg, &R 2.FRFTIARFIANIES TUANBNIAR G, AR 1.2 RFH#EITINN, BT
W=, TECAEREBIEENLE 4, TEERPRGEEMEEFE, 500 pg/kg MARE
e EEEE 5, ZARINKTFRITFIYEINERTE 82.3-85.6% 28], # & IZimEFMER
AILEIZEZR A 50-1000 pg/kg AMNKFHIEIKEF 70.0%-110%, £5RIFILEK 30

mV
ij Ch1[270hm | 3 o JMIEEA Ch1 270nm |
4— ] am
] 2.5 B
3] ] £
] 2.07: %
] ] W
2{ 1.57: N
1 1.04
i 0.5
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