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Agilent Bond Elut PPL ZH UL\ 7z
LC/MS/MS IZ KB ERKLKF D
ERMBE L TOEERB LU
IN=VFILTT78mE (PPCPs) i

8=

COFFVr—>3>/—hTld. #7507 V@ (SPE) Agilent Bond Elut PPL & ZHUZ#i<
LC/MS/MS Z#BWT. BEIKFROER IS AOEERE LN -V L7 78E (PPCPs) 5544
BEDFTBDDEERENDERERT—IT7O—DEFEICOVTHALET, ZH#4 SPE AR zHA
L. SOT7TUT—23> TRaOMEERRIET 2R & LT Bond Elut PPL SPE #3#IRL £ L7 &
512 PPL XV RAESBEMICBEE LE LT 2 DOEEL AL TR/ LT- 39 B PPCP O
HEUNEMN 79 % ~ 127 % OEETHOH. RSD 7' 20 % FBE VWS EEFRICHDELT. EB TR
(LOQ) IF. 0.5~ 13 ng/L DEMETL 7,



REF &

MRS LUHE

YOTILEIBCER LR AR IR
T HPLC F7cld3a oL —RT. LC/MS 7
WMCERBLIEAECAEIFLC/MS JL—
RTL7 7ERZNUJIL (ACN) BLUAE
/—JL (MeOH) & Honeywell (xzx%—3
Vo ZVUAVMC KE) hSBALFL, ¥
B (FA). $B7VEZVL. BLOT7ZIL
E>EglE. Anpel (BB, FE) o AFLE
L7ce UYBE—H D LI J & K Scientific
Ltd. (bR, FE) »"SEBALF LI, 7vit
TUEZULCIFLYSTI VU — S~
U LT KMY (Na,EDTA) (. Sigma-
Aldrich "o AFLELTco 7EZEZRJJLA
@ 100 yg/mL DERTDE—4y ME#ES
FUNBIZE (£, Alta (K2, E) 158
AL. =20 °CTRIFLELI RVt
TJ7AZRRI VARG BEEDT-OICEH
BIC 1:1 ACNK %A LT 100 ug/mL T
AR L E LT

BESSVHER

— Eppendorf =00 #i% 5810R
N\YTII RTY)

— Agilent Bond Elut PPL. 6 mL
H—rJw2 500 mg
(EBRES 12255001)

— Agilent Bond Elut SPE UH'—/{—
60 mL (E8mES 12131012)

- 1.3.6mLBond Elut Ai—kUwH
TRATAFx vy 151
EBmES 12131001)

— Agilent Vac Elut 20 ¥ = R—JL K
(BBanEE+S 12234101)

Rt

LC/MS/MS #& tH i&. Agilent 1290 Infinity
NLC YRTLTEBLE Lo COYRT L
I&. Agilent 1290 Infinity [l /N1 2E—RKR>
7 (G7120A) H LU Agilent 1290 Infinity
Il <ILF % >7> (G7167B). Agilent
1290 Infinity |l XILFAS LY —ERZY
 (G7116B) EWSHM TLTe TH5D

R 1. LC/MS/MS X R

28 %, Agilent JetStream TL 2 +OX T
L—AaF>V—2%ER = Agilent U)LY
ER LC/MS (G6470A) ICHEFLTERLE
LTco T—HDEDIAH EFEMTICIE. Agilent
MassHunter 7—2X7—>3>V 7o)
HEALE LI, & 1120 LC/MS/MS XV
REHEZRLET K 2 ICZMRM RS2 g
VEHREBERLET,

LC/MS/MS X5 X—% BE
p— Agilent ZORBAX RRHD Eclipse Plus C18. 2.1 X 100 mm. 1.8 um
=
(B ES 959758-902)
NILRE 40°C
T2 TTRE 10°C
AAE 10 pL
— A) 0.1 % FEEET 45 MM FE7>EZD L 0.5 MM 7o b7 EZ D LKER
B) 0.1 % ¥BZET 45 MM FETVEZT L 0.6 MM IULTVEZTLAL/ —LER
B (99) %B RE (mL/9)
0 2 0.35
1 2
3 20
P ER 8 30
10 40
15 70
16 98
19 98
AT EA L 199
AAVBINTA—Z
HZRE 300 °C
HRRE 10L/%
EEe 40 psi
S—2ARRE 350 °C
S—ZAAZRE 1 un
AAALE—R ROF47T
FrESU—BE +3,500
JXVEBE +500
BRI A+
Agilent 1290 Infinity Il X1 F US> 27 L
25— B (99) 2Fw> 21| Div /LT TILE EMV (+)
0 DMRM ;3TN 0
2.8 DMRM MS ~ 400
19 DMRM FERAN 0




R2.2—7yMEEYD MRM &4

Fun— |7O%sk| RT ayvay
M{a=xvE H14> 1F> %) TSTAVE | ITRILF— TILINEERE

124.0 22

17- IAFILFFIFY 181.1 69.1 47 116 34 4
422 46

4 TR FIRTT/—IL-PC N | 1551 199 39 93 " 4
65.0 34
110.1 18

FERTIITTY 152.1 931 39 N 26 4
65.1 38
160.0 10

LD, 350 1140 | 66 113 36 4
106.0 16
194.0 22

ALARELY 237.1 1790 | 138 136 42 4
165.0 50
2410 6

wIFETIL 524 1260 | 118 146 40 5
1247 58
174.1 2

wIPLESY 348.1 1582 | 6.1 116 2 4
106.0 40
158.1 6

wI7LFS -d5 353.1 6.1 88 4
111.0 30
175.9 17

ISy 350.1 1579 | 7.1 102 8 4
107.8 30
245.1 14

SRy 263.1 2171 | 102 85 22 4
189.0 30
314.0 20

S7OTOF LY 332.1 2880 | 6.9 149 20 4
245.0 40
3222 26

S 7O70% 4> -d8 3402 6.9 131 4
2350 46
5004 18

H5)ZOTAS 7485 1580 | 153 100 30 5
83.1 55
277.0 12

ARESTIIN. 436 146 70 4
160.0 12
284.1 30

FERrROZ7IVEY 3451 14.1 146 4
268.1 30
178.0 26

INFTFEL 4152 1500 | 133 147 50 4
109.0 55
167.0 14

STIVERSIY 256.2 1650 | 123 80 54 4
152.0 46




Fuh— |7a%sk| RT =EM)
tama HY1F> 14> %) TSIAVE | TRILF— TILINEEE

3422 20

T OTOFFIY 360.2 3162 | 73 156 16 4
2451 32
576.2 6

TURORASY 7345 157.8 | 143 172 18 5
82.8 54

TUROTA> -%C-d3 7385 118 143 141 i 5
827 58
244.1 12

T AFY 262.1 2020 | 133 108 32 4
126.0 52
148.1 6

INAFEFY 3101 910 | 145 106 10 4
442 14
153.1 4

INAFEFY -d5 315.2 950 | 145 83 50 4
441 10
259.1 30

FILAFY L 2752 1231 | 64 90 26 4
81.1 54
243.0 10

TGS 402.1 142 106 4
160.0 14
2439 20

EENDY. 262.1 1.1 114 4
159.9 45
176.1 2

=G 335.1 13.1 85 4
160.1 2
183.1 10

R=Sy G-d7 342.1 13.1 85 4
160.1 10
368.1 20

HSTOFY Y 386.1 3421 | 83 150 20 4
299.1 40
376.1 22

HS70%F 4> -d8 3942 3500 | 83 137 18 4
303.1 30
155.9 4

2N TFEEIR 215 1080 | 35 80 16 4
92.0 20
156.0 12

ZUL7FoOOCYATY 285 1081 | 67 108 24 4
92.1 24
156.0 8

ZNTFITIY 251.1 1081 | 41 100 20 4
92.1 28
156.0 16

ZNTFIARF DY 3111 1081 | 105 147 28 4
92.1 36
156.0 16

ZNTFRESY 3111 77 126 4
92.1 32




JUh— |7A4YIF RT avvary
b (4=5vE] H1F> 13> %) TIIAYE | IXIF— BIVIERE

156.0 12

ANTFAZD Y 2651 108.0 49 114 20 4
92.1 28
216.1 20

ZINTF7A=H 281.1 156.0 5.6 150 20 4
108.0 35
186.1 12

ANTFARS > 2791 124.0 6.0 116 21 4
92.1 38
124.0 30

ZNTTAED Y d4 283.1 6.0 103 4
96.0 34
156.0 9

ZINTTFAFV =L 271 5.7 112 4
92.0 29
156.0 12

ZNTTARFTFY =)L 2641 6.9 108 4
92.1 24
160.0 14

ZINTFARFHY =)L -d4 258.1 6.9 90 4
96.1 30
158.1 40

ZNT7ITFI =L 315.1 9.7 150 4
92.0 40
156.0 17

Z2NTFEUS Y 250.1 4.7 150 4
92.0 29
156.0 16

Z2NTFF /T 301.1 111 118 4
92.0 32
175.0 24

FTRUE) =)L 202 131.0 6.8 130 36 4
65.0 52
179.0 30

FTARUEY =)L -d4 206.1 6.7 141 4
1351 42
261.1 18

RUXRZT L 291.2 230.0 5.5 151 20 4
1231 24
230.1 26

FUXSTZUL A3 294.2 5.5 90 4
1231 26
7724 30

FrOv> 916.5 1741 14.3 280 40 5
101.0 56




B o7 ILEiaiE

KIEKIE BB OKEDISINEL F LT, 1
L ®7Kic. 30 mg @7 23)LE VEE. 5.848
g OUSVEE—HUT L. 059 D Na,EDTA %
MZx. BRRICARIZETLICREELEL
UK TILDO—EBIC. TEIFARLAIL
DIZERBE 1 mg/L OAITIZHER R % B
EAILELE THICKT IZRT LI
Bond Elut PPL Z{ERLT. SPE FEICfE>
TS VTN EHELELTS

2 &, 20 ng/L OAMPA DK > T )L
DE—7yk® LC/MS/MS MRM 2O% ~
SLERLICHDTY,

SPE ')—>7w 7 Agilent Bond Elut PPL. 6 cc 500 mg. 125 pm (E8 &S 12255001)

AVFeoa=J/F gt
XZ/—)L 6 mL
7K 6 mL

SE R

O—RFLZEY,

UHf—/\—% SPE 71—~y JICEDT T HIRLIE L7z 200 mL DKS>TIL%

!

P
10 mL DK THR L FFVWEZT 5 DERERIEET,

!

ah |
0.5% FA Z2 ¢ 1:1 MeOH:ACN J&7& 6 mL TAH L7,
10 SEEZEICLTRIBAIZEZIESE ST,

!

B2
1% NH, * H,0 &R ZRMLTE 1:1 MeOH:ACN 3&K 6 mL TAH L.
HEICLTEICRABREDBARBZETH— YD ZBKLET,

!

BE

BHB 1 L2 ZRELET,

HIRCBIER
35°COTF—F—NRATALEE N, FTEIRL.
10/90 MeOH/H,0 2 mL ICEAMRLET,

LC/MS/MS 43 #R
BABLIEY YTV E LC N TILICE L.
KB DTDITEALET,

B 1. k> 7 )LismH O -0 0 AgilentBond Elut PPL SPE &

x104
4.5
4.0
3.5
3.04

2.59

Counts

2.0

1.59

1.04

0.51

la

0_

1 2 3 4 5 6 7 8 9 10 1
Acquisition time (min)

B 2. 20 ng/L @AGEKY > TINHRDE—7y D LC/MS/MS MRM 20X M5 L
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16 17



RRCEE

BT ELIEDRE(L

SPE XV ROBBILICIE. XD 3 DD/
A—aHBELET, SPE HRORBR. ¥
TLO—REMF. BLU2—7 Y NARSEMS
TYo

SPE FEiERAIDFER

50 mL OFR%E L ORAEAR=ZFER LT,
mRD 4 D0 SPE HEEFML F L 7
Agilent Bond Elut Plexa . Agilent Bond
Elut ENV. Agilent Bond Elut PPL. fth#t&
Al BLO—R7OEXE@EALELIZ, B
> O—R7Ot R EPA XV 1694

140

o - - -
S & 8 B

Recovery percentage

B
o

20

wHBEBL. Y>7IL% 1 MHCI T pH 2 1258
FBLELT AHIE 100 % MeOH TEREL £
L7=h\ Bond Elut PPL ICDW\WTl&. RILFZ
SRA—7y MOTICEEE S L OIEEME DB
FoAHEFRT LS I —H RTHE
INTVET, B 3 OREMBE—F VD
ERfERIL. Bond Elut PPL A2k L TR
EOEWNEZZER LI CERLTVET, T
DZAORAIUPRZVIY G RED—EBD
B—yhTld, HBICEAT S SPE &R
AR A EINERIFFFERIEVEBEZRLTYL
9, CNUE. Y UTILETIBHR O RICES
BELTWSHREEMD HBDFET,

< .
AN 5O & R
@ N Q «Q 3 Q)
o &0@ & & &S S &o@
© & < N Q S S S
& © N S & Q
o ﬁ& @ <&
& o®

3. RRWBE—7y 57D £ F74 SPE HBOHER

O—R&¥

MEKhDFRBER I, —SOMEYE R
Gl 2—=7T Y OREMDOBEES|TRIY
BENHDHDET, 7RIAILEVERIE. KEBD
MENEODTERERICKEEEZZL
7L BN RBRARGELERICADES
CEMMEINTVET, *FDs, 77X
ILE VB EEEIKISARIN L TERZRRE L.
RIGLPTWZ—4y b Z(REL £ LTz, EPA
AV RIS HEB O T, MEWEF
7ol PPCP (CEBEE R A T T, FmlEES
HTRERNBRANRIFIE I CRIEEL
TWET, oLy BMRMA Tl TU20O%
A=) G QEREIMEL. [F5D

HPlexa BENV HPPL & A



ENKREAD. XV Y RDKRET ZEREED
HOET T O— REHDERM 2R
TE5oIC. BEABRrREaROmAET
ZARLTHBRLEL, M 4 OfERIZ. TUR
OXAY > eERZV)Y G Tld. PEETRE
HHrBEEEEGELDEEVEINRAER LT
DIZH L. FHDDE—4'vTldk. A DETR
SHETEROEENMES NIz a2 RLTUL
9, I5IC. PEDKELUEMEDK (pH
2) IZB173 PPCP & EMIE. LC/MS/MS
EEALT 0 pricH > T2 I%1T5T
P RYDIGEEEZRIITHIEICK
D, BETI2FBTINLE LI B 5 IR
TESIC. BUT Y TILEHTIE. 22y
ERUVOZARDPRED DIRICHBRINE
L7z WIS, TNHDE—7whE, RESF>
TILTIBICBNI BN ATEEERLE
LTzo TORER. PHEQOT > FILO—REG%E
BH&H7 SPE XV RICBRBLELT

120

Recovery percentage

100

B 00— REINE

W O — REYRE

B 4. AFKH7%A PPCP (LB 3. MY > 7))L O— REEEMT >l O— ROEINE CFIRMOLE (n=5)

140

120

100

80

60

Recovery percentage

40

20

B 120

100

80

60

Recovery percentage

40

20

P> FLo— K

0.0

1.5

3.0 6.0 9.0
Sample sitting time under room temperature (hours)

4.5 7.5

EMY > 7IO—R (pH2)

Penicillin G

Cloxacillin

Clarithromycin

Oxacillin

10.5

12.0

0.0

1.5

" e @ @
3.0 4.5 6.0 7.5 9.0

Sample sitting time under room temperature (hours)

5. FMBLU B (pH2) &R D PPCP OERICH T2 REIERS



B

Bond Elut PPL 31 RS> 2 THEETATL
5E£5120 MeOH IC&ZHMEAHIF. KFED
22—y L TRFABINE#EIRT 3
—H5 T BURTILAVEOBE, E£E8
ERAY R ERA LB PEREMEAHT
IEEEDR D OEIUNEAKRBICEELET,
NINFOIRZ—=Ty D OGE. BES L
EEMOEFAHICED. REROTIENLR
BERAESNET, ‘LichoT. 4= YD
EINER L, BICAZERENOLEME DR
FeERLANS, TETEABHEMEET
LELT B 6 ISREHERIE. 07T
T—2a DIRTDE—Fy S THFETTRER
EUREZER T B0 ICIE. BM-EEMED
BHRAENNBEINZCE2ERFITEHD
T,

Ay R DIREE

EEXAVYRORIEICIE. BEFEOBERE.
EFE2 TR (L0Q). 2ITAkD DEIUINE, K
ZNATLRILEZZANATLARILDOEAT
DEENEENET, FHLEER/RZR
BICRLEI 10 U EDFFUTL—>a>
BEAZFALT. SEIEFLE—TYMIG
LT 0.05ng/mL ~ 25, 50. F71& 100
ng/mL A FIvoLrIT Gk FIL
@ 0.5~ 1,000 ng/L DR/SAULARIL

| eech

140

120

100

80

60

40

Recovery percentage

20

N messvsRbEsag 0 PiEEm

6. XM % PPCP IS g2 T & T EB Y U TILAHR G DR

ICHIS) MEREIERL E L. BREIFC
1/x* EHIIIERLEL. BnERE
EEOBBENESN. TRTDE—4 vk
THEESEE (R >0.992 TL7, 5ng/L @
{EEE QC RNN1ILANJLZ 7 [E#g0DIRLT
PHLFE LT XVYREHESR (MDD %
Z#FZE (SD) @ 3.14 fZFrE&E L. LOQ
DFME% MDL @ 4 fEr LT ELE L .
*°PPCP o LOQ I&. &XklKHT 05~ 13
ng/L OEFETLY 1,7- IXFILEH T
B REUWOIRNYIISTURPBEDIED

FE5ICED, BELWRINTILARIL (5 ng/lL)
TEWEINEZRLIEOZRWVWT. BFE8H
BEAREIUNE (79 % ~ 127 %) HMERINE
Lfco XVYROBIRMICBELTIE. mAD
ZNATLNILTIRTDODHAED D RSD
20 % RKmTHDEHRIETNFE LT



R 3. LC/MS/MS %z LBk d 39 FEED PPCP I d 3 XYy REEDIER

FrUIL—>a3v

5ng/L ZIXNAILAIJL (n=5)

20 ng/L ZIX1ILAIJL (n =5)

DRSS IS @ (ng/L) R? LoQ (ng/L) | LQC-Rec% LQC-RSD HQC-Rec% HQC-RSD
17- SAFIFHFY RUXRZU L -d3 0.5~ 1,000 0.9992 3.1 150 33% 109 1.9%
TELTI /T 4 FERFIRTT/—IL-PC, N 0.5~ 1,000 0.9999 1.4 102 21% 107 07%
P A=V RZSUY Gd7 0.5~ 1,000 0.9995 46 95 9.1 % 79 41 %
HILNTEE> RUXRT L -d3 0.5~ 250 0.9923 05 112 0.6% 109 1.3%
€IFATIL 4 FERTIRTT/—IL-PC, N | 0.5~ 1,000 0.9996 28 90 2.0% 88 41%
TIrLES Y tI7LF>-d5 0.5~ 1,000 0.9997 12.9 103 18.0% 107 74%
€IV RUXRZU L -d3 0.5~ 1,000 0.9995 72 104 135% 94 9.1%
SIFYSY 27O7O%4s .y -d8 0.5~ 1,000 0.9955 1.8 100 26% 123 22%
>7O7OFYSY 27O70%4s .y -d8 0.5~ 1,000 0.9979 2.0 90 38% 103 0.7%
ISURARA Y RUXRT L -d3 0.5~ 1,000 0.9980 09 108 1.1% 109 31%
A=E 4 PErTIRTT/—IL-PC, N | 0.5~ 1,000 0.9999 5.2 93 97% 98 22%
FEROZ 7oy RUXRZU L -d3 0.5~ 1,000 0.9991 0.7 105 12% 107 1.8%
SLFTEL 27O7O%4s .y -d8 0.5~ 1,000 0.9988 1. 104 17% 127 43%
PTTVERSIY >7/O70%4s .y -d8 0.5~ 1,000 0.9931 09 110 1.3% 118 37%
I>vOovOFysy >7a70%4s> -d8 0.5~ 1,000 0.9990 26 114 4.0% 122 28%
TURORATY TUZARA T -"C-d3 0.5~ 1,000 0.9994 8.6 105 11.4% 119 29%
TILAFEY TUZAORA I -PC-d3 0.5~ 250 0.9978 5.2 100 85% 115 1.1%
INAFEFY TILAFLF -d5 0.5~ 1,000 0.9989 09 109 15% 1m 08%
FILARTY Ly 2LTFAE Y -d4 0.5~ 250 0.9982 16 115 2.4% 116 24%
FEHS RZSUY Gd7 0.5~ 1,000 0.9997 36 98 54 % 89 2.0%
EEVIM: RUXRZU L -d3 0.5~ 500 0.9981 1.2 113 1.7 % 106 32%
R=> G RZSUY Gd7 0.5~ 1,000 0.9991 47 91 6.9% 107 1.7%
H570%4sy HSTOFY > -d8 0.5~ 1,000 0.9993 1.7 98 29% 105 07%
2L T7E IR ZILTFARESY =)L -d4 0.5~ 500 0.9922 1.0 88 1.5% 87 1.1%
2L TFoOOEUL DY tI7LFS> -d5 0.5~ 1,000 0.9983 4.0 96 49% 88 34%
ZNTFITIY ZLTFARESY =)L -d4 0.5~ 1,000 0.9935 07 86 12 % 83 1.5%
ZNTFIARE DY RUXRZU L -d3 0.5~ 1,000 0.9958 16 98 30% 101 1.8%
ZLTFRESY RUXRZU L -d3 0.5~ 500 0.9962 2.0 104 29% 104 13%
ZNTFASTY LT FAREHY =)L -d4 0.5~ 1,000 0.9951 0.7 99 1.3% 99 1.6%
2 TFA—2 ZILTFAREHY =)L -d4 0.5~ 1,000 0.9967 26 101 48% 104 27%
ZNTFARED Y ZNTFAED Y -d4 0.5~ 1,000 0.9941 1.5 100 21% 108 1.2%
ZLTFAFY—IL ZILTFARESY =)L -d4 0.5~ 1,000 0.9996 1.7 86 39% 83 1.7 %
ZLTFRREHY—IL ZILTFAREHY =)L -d4 0.5~ 1,000 0.9997 1.7 101 31% 101 13%
Z2NTFITFY—IL LT FAREHY =)L -d4 0.5~ 1,000 0.9971 0.8 102 1.3% 97 1.6%
2Ty ZILTFAREGY =)L -d4 0.5~ 500 0.9948 15 100 1.7% 96 26%
ZNTFEIEFUY t77LF>> -d5 0.5~ 1,000 0.9995 47 94 55% 80 42%
FTRIAT =)L FTAUEY =)L -dd 0.5~ 1,000 0.9952 1.4 106 1.5% 105 1.8%
RUXRZU L RUXRTZU L -d3 0.5~ 1,000 0.9943 22 105 31% 109 1.6%
21O FFRUAY =)L -d4 0.5~ 1,000 0.9988 34 92 6.3% 104 5.5%
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BklkFa PPCPs U5 XS mMDI%E
P& BB LT, Agilent Bond Elut PPL
SPE #hH & #1Il#E< LC/MS/MS & %= A
W EBEMEOB WA XY vy RZBFELFL
Too BAFELIEXV WRIE, LOQ. EURECIBE.
FrUTL—2av@mBEIcEDEERICD
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@ PPCPs # HEMICEZRU T T30
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1. Method 1694: Pharmaceuticals and
Personal Care Products in Water,
Soil, Sediment, and Biosolids by
HPLC/MS/MS (epa.gov).

2. Agilent Bond Elut PPL. Agilent
Technologies user guide, publication
number 5994-4162EN, 2021.

3. Ye, Z;Weinberg, H. S.; Meyer, M. T.
Trace Analysis of Trimethoprim and
Sulfonamide, Macrolide, Quinolone,
and Tetracycline Antibiotics in
Chlorinated Drinking Water Using
Liquid Chromatography Electrospray
Tandem Mass Spectrometry.Anal.
Chem.2007, 79, 1135-44.

4. Gros, M.; Rodriguez-Mozaz, S,
Barceld, D. Rapid Analysis of
Multiclass Antibiotic Residues
and Some of Their Metabolites
in Hospital, Urban Wastewater
and River Water by Ultra-High-
Performance Liquid Chromatography
Coupled To Quadrupole-Linear lon
Trap Tandem Mass Spectrometry. J.
Chromatogr A 2013, 1292, 173—-188.

5. 40 CFR Part 136 - GUIDELINES
ESTABLISHING TEST PROCEDURES
FOR THE ANALYSIS OF
POLLUTANTS, Appendix B.

6. Chinese regulation HJ 168-2020.
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