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Citation Subject Brief description Applies to 
subpart DDDD 

§ 63.10(b)(2)(vii)–(ix) .................... Records ....................................... Measurements to demonstrate 
compliance with compliance 
options and operating require-
ments; performance test, per-
formance evaluation, and visi-
ble emission observation re-
sults; measurements to deter-
mine conditions of perform-
ance tests and performance 
evaluations.

Yes. 

§ 63.10(b)(2)(xii) ........................... Records ....................................... Records when under waiver ....... Yes. 
§ 63.10(b)(2)(xiii) .......................... Records ....................................... Records when using alternative 

to relative accuracy test.
Yes. 

§ 63.10(b)(2)(xiv) .......................... Records ....................................... All documentation supporting ini-
tial notification and notification 
of compliance status.

Yes. 

§ 63.10(b)(3) ................................. Records ....................................... Applicability determinations ......... Yes. 
§ 63.10(c)(1)–(6), (9)–(15) ........... Records ....................................... Additional records for CMS ......... Yes. 
§ 63.10(c)(7)–(8) .......................... Records ....................................... Records of excess emissions 

and parameter monitoring 
exceedances for CMS.

No. 

§ 63.10(d)(1) ................................. General Reporting Requirements Requirement to report ................. Yes. 
§ 63.10(d)(2) ................................. Report of Performance Test Re-

sults.
When to submit to Federal or 

State authority.
Yes. 

§ 63.10(d)(3) ................................. Reporting Opacity or VE Obser-
vations.

What to report and when ............ NA. 

§ 63.10(d)(4) ................................. Progress Reports ........................ Must submit progress reports on 
schedule if under compliance 
extension.

Yes. 

§ 63.10(d)(5) ................................. Startup, Shutdown, and Malfunc-
tion Reports.

Contents and submission ............ Yes. 

§ 63.10(e)(1)–(2) .......................... Additional CMS Reports .............. Must report results for each CEM 
on a unit; written copy of per-
formance evaluation; 3 copies 
of COMS performance evalua-
tion.

Yes. 

§ 63.10(e)(3) ................................. Reports ........................................ Excess emission reports ............. No. 
§ 63.10(e)(4) ................................. Reporting COMS data ................. Must submit COMS data with 

performance test data.
NA. 

§ 63.10(f) ...................................... Waiver for Recordkeeping/Re-
porting.

Procedures for EPA Adminis-
trator to waive.

Yes. 

§ 63.11 ......................................... Flares ........................................... Requirements for flares ............... NA. 
§ 63.12 ......................................... Delegation ................................... State authority to enforce stand-

ards.
Yes. 

§ 63.13 ......................................... Addresses .................................... Addresses where reports, notifi-
cations, and requests are send.

Yes. 

§ 63.14 ......................................... Incorporation by Reference ......... Test methods incorporated by 
reference.

Yes. 

§ 63.15 ......................................... Availability of Information ............ Public and confidential informa-
tion.

Yes. 

APPENDIX A TO SUBPART DDDD OF 
PART 63—ALTERNATIVE PROCEDURE 
TO DETERMINE CAPTURE EFFICIENCY 
FROM ENCLOSURES AROUND HOT 
PRESSES IN THE PLYWOOD AND COM-
POSITE WOOD PRODUCTS INDUSTRY 
USING SULFUR HEXAFLUORIDE TRAC-
ER GAS 

1.0 SCOPE AND APPLICATION 

This procedure has been developed specifi-
cally for the rule for the plywood and com-
posite wood products (PCWP) industry and is 
used to determine the capture efficiency of a 
partial hot press enclosure in that industry. 
This procedure is applicable for the deter-

mination of capture efficiency for enclosures 
around hot presses and is an alternative to 
the construction of temporary total enclo-
sures (TTE). Sulfur hexafluoride (SF6) is 
used as a tracer gas (other tracer gases may 
be used if approved by the EPA Adminis-
trator). This gas is not indigenous to the am-
bient atmosphere and is nonreactive. 

This procedure uses infrared spectrometry 
(IR) as the analytical technique. When the 
infrared spectrometer used is a Fourier- 
Transform Infrared spectrometer (FTIR), an 
alternate instrument calibration procedure 
may be used; the alternate calibration proce-
dure is the calibration transfer standard 
(CTS) procedure of EPA Method 320 (appen-
dix A to 40 CFR part 63). Other analytical 
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techniques which are capable of equivalent 
Method Performance (Section 13.0) also may 
be used. Specifically, gas chromatography 
with electron capture detection (GC/ECD) is 
an applicable technique for analysis of SF6. 

2.0 SUMMARY OF METHOD 

A constant mass flow rate of SF6 tracer gas 
is released through manifolds at multiple lo-
cations within the enclosure to mimic the 
release of hazardous air pollutants during 
the press process. This test method requires 
a minimum of three SF6 injection points 
(two at the press unloader and one at the 
press) and provides details about consider-
ations for locating the injection points. A 
GC/ECD is used to measure the concentra-
tion of SF6 at the inlet duct to the control 
device (outlet duct from enclosure). Simulta-
neously, EPA Method 2 (appendix A to 40 
CFR part 60) is used to measure the flow rate 
at the inlet duct to the control device. The 
concentration and flow rate measurements 
are used to calculate the mass emission rate 
of SF6 at the control device inlet. Through 
calculation of the mass of SF6 released 
through the manifolds and the mass of SF6 
measured at the inlet to the control device, 
the capture efficiency of the enclosure is cal-
culated. 

In addition, optional samples of the ambi-
ent air may be taken at locations around the 
perimeter of the enclosure to quantify the 
ambient concentration of SF6 and to identify 
those areas of the enclosure that may be per-
forming less efficiently; these samples would 
be taken using disposable syringes and would 
be analyzed using a GC/ECD. 

Finally, in addition to the requirements 
specified in this procedure, the data quality 
objectives (DQO) or lower confidence limit 
(LCL) criteria specified in appendix A to 40 
CFR part 63, subpart KK, Data Quality Ob-
jective and Lower Confidence Limit Ap-
proaches for Alternative Capture Efficiency 
Protocols and Test Methods, must also be 
satisfied. A minimum of three test runs are 
required for this procedure; however, addi-
tional test runs may be required based on 
the results of the DQO or LCL analysis. 

3.0 DEFINITIONS 

3.1 Capture efficiency (CE). The weight 
per unit time of SF6 entering the control de-
vice divided by the weight per unit time of 
SF6 released through manifolds at multiple 
locations within the enclosure. 

3.2 Control device (CD). The equipment 
used to reduce, by destruction or removal, 
press exhaust air pollutants prior to dis-
charge to the ambient air. 

3.3 Control/destruction efficiency (DE). 
The volatile organic compound or HAP re-
moval efficiency of the control device. 

3.4 Data Quality Objective (DQO) Ap-
proach. A statistical procedure to determine 

the precision of the data from a test series 
and to qualify the data in the determination 
of capture efficiency for compliance pur-
poses. If the results of the DQO analysis of 
the initial three test runs do not satisfy the 
DQO criterion, the LCL approach can be used 
or additional test runs must be conducted. If 
additional test runs are conducted, then the 
DQO or LCL analysis is conducted using the 
data from both the initial test runs and all 
additional test runs. 

3.5 Lower Confidence Limit (LCL) Ap-
proach. An alternative statistical procedure 
that can be used to qualify data in the deter-
mination of capture efficiency for compli-
ance purposes. If the results of the LCL ap-
proach produce a CE that is too low for dem-
onstrating compliance, then additional test 
runs must be conducted until the LCL or 
DQO is met. As with the DQO, data from all 
valid test runs must be used in the calcula-
tion. 

3.6 Minimum Measurement Level (MML). 
The minimum tracer gas concentration ex-
pected to be measured during the test series. 
This value is selected by the tester based on 
the capabilities of the IR spectrometer (or 
GC/ECD) and the other known or measured 
parameters of the hot press enclosure to be 
tested. The selected MML must be above the 
low-level calibration standard and preferably 
below the mid-level calibration standard. 

3.7 Method 204. The U.S. EPA Method 204, 
‘‘Criteria For and Verification of a Perma-
nent or Temporary Total Enclosure’’ (40 CFR 
part 51, appendix M). 

3.8 Method 205. The U.S. EPA Method 205, 
‘‘Verification of Gas Dilution Systems for 
Field Instrument Calibrations’’ (40 CFR part 
51, appendix M). 

3.9 Method 320. The U.S. EPA Method 320, 
‘‘Measurement of Vapor Phase Organic and 
Inorganic Emissions by Extractive Fourier 
Transform Infrared (FTIR) Spectroscopy’’ (40 
CFR part 63, appendix A). 

3.10 Overall capture and control efficiency 
(CCE). The collection and control/destruc-
tion efficiency of both the PPE and CD com-
bined. The CCE is calculated as the product 
of the CE and DE. 

3.11 Partial press enclosure (PPE). The 
physical barrier that ‘‘partially’’ encloses 
the press equipment, captures a significant 
amount of the associated emissions, and 
transports those emissions to the CD. 

3.12 Test series. A minimum of three test 
runs or, when more than three runs are con-
ducted, all of the test runs conducted. 

4.0 INTERFERENCES 

There are no known interferences. 

5.0 SAFETY 

Sulfur hexafluoride is a colorless, odorless, 
nonflammable liquefied gas. It is stable and 
nonreactive and, because it is noncorrosive, 
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most structural materials are compatible 
with it. The Occupational Safety and Health 
Administration Permissible Emission Limit- 
Time Weighted Average (PEL-TWA) and 
Threshold Limit Value-Time Weighted Aver-
age (TLV-TWA) concentrations are 1,000 
parts per million. Sulfur hexafluoride is an 
asphyxiant. Exposure to an oxygen-deficient 
atmosphere (less than 19.5 percent oxygen) 
may cause dizziness, drowsiness, nausea, 
vomiting, excess salivation, diminished men-
tal alertness, loss of consciousness, and 
death. Exposure to atmospheres containing 
less than 12 percent oxygen will bring about 
unconsciousness without warning and so 
quickly that the individuals cannot help 
themselves. Contact with liquid or cold 
vapor may cause frostbite. Avoid breathing 
sulfur hexafluoride gas. Self-contained 
breathing apparatus may be required by res-
cue workers. Sulfur hexafluoride is not listed 
as a carcinogen or a potential carcinogen. 

6.0 EQUIPMENT AND SUPPLIES 

This method requires equipment and sup-
plies for: (a) the injection of tracer gas into 
the enclosure, (b) the measurement of the 
tracer gas concentration in the exhaust gas 
entering the control device, and (c) the 
measurement of the volumetric flow rate of 
the exhaust gas entering the control device. 
In addition, the requisite equipment needed 
for EPA Methods 1–4 in appendix A to 40 CFR 
part 60 will be required. Equipment and sup-
plies for optional ambient air sampling are 
discussed in Section 8.6. 

6.1 Tracer Gas Injection. 
6.1.1 Manifolds. This method requires the 

use of tracer gas supply cylinder(s) along 
with the appropriate flow control elements. 
Figure 1 shows a schematic drawing of the 
injection system showing potential locations 
for the tracer gas manifolds. Figure 2 shows 
a schematic drawing of the recommended 
configuration of the injection manifold. 
Three tracer gas discharge manifolds are re-
quired at a minimum. 

6.1.2 Flow Control Meter. Flow control 
and measurement meter for measuring the 
quantity of tracer gas injected. A mass flow, 
volumetric flow, or critical orifice control 
meter can be used for this method. The 
meter must be accurate to within ±5 percent 
at the flow rate used. This means that the 
flow meter must be calibrated against a pri-
mary standard for flow measurement at the 
appropriate flow rate. 

6.2 Measurement of Tracer Gas Con-
centration. 

6.2.1 Sampling Probes. Use Pyrex or stain-
less steel sampling probes of sufficient 
length to reach the traverse points cal-
culated according to EPA Method 1 (appen-
dix A to 40 CFR part 60). 

6.2.2 Sampling Line. Use a heated Teflon 
sampling line to transport the sample to the 
analytical instrument. 

6.2.3 Sampling Pump. Use a sampling 
pump capable of extracting sufficient sample 
from the duct and transporting to the ana-
lytical instrument. 

6.2.4 Sample Conditioning System. Use a 
particulate filter sufficient to protect the 
sampling pump and analytical instrument. 
At the discretion of the tester and depending 
on the equipment used and the moisture con-
tent of the exhaust gas, it may be necessary 
to further condition the sample by removing 
moisture using a condenser. 

6.2.5 Analytical Instrument. Use one of 
the following analytical instruments. 

6.2.5.1 Spectrometer. Use an infrared spec-
trometer designed to measuring SF6 tracer 
gas and capable of meeting or exceeding the 
specifications of this procedure. An FTIR 
meeting the specifications of Method 320 in 
appendix A to 40 CFR part 63 may be used. 

6.2.5.2 GC/ECD. Use a GC/ECD designed to 
measure SF6 tracer gas and capable of meet-
ing or exceeding the specifications of this 
procedure. 

6.2.6 Recorder. At a minimum, use a re-
corder with linear strip chart. An automated 
data acquisition system (DAS) is rec-
ommended. 

6.3 Exhaust Gas Flow Rate Measurement. 
Use equipment specified for EPA Methods 2, 
3, and 4 in appendix A to 40 CFR part 60 for 
measuring flow rate of exhaust gas at the 
inlet to the control device. 

7.0 REAGENTS AND STANDARDS 

7.1 Tracer Gas. Use SF6 as the tracer gas. 
The manufacturer of the SF6 tracer gas 
should provide a recommended shelf life for 
the tracer gas cylinder over which the con-
centration does not change more than ±2 per-
cent from the certified value. A gas mixture 
of SF6 diluted with nitrogen should be used; 
based on experience and calculations, pure 
SF6 gas is not necessary to conduct tracer 
gas testing. Select a concentration and flow 
rate that is appropriate for the analytical in-
strument’s detection limit, the MML, and 
the exhaust gas flow rate from the enclosure 
(see section 8.1.1). You may use a tracer gas 
other than SF6 with the prior approval of the 
EPA Administrator. If you use an approved 
tracer gas other than SF6, all references to 
SF6 in this protocol instead refer to the ap-
proved tracer gas. 

7.2 Calibration Gases. The SF6 calibration 
gases required will be dependent on the se-
lected MML and the appropriate span se-
lected for the test. Commercial cylinder 
gases certified by the manufacturer to be ac-
curate to within 1 percent of the certified 
label value are preferable, although cylinder 
gases certified by the manufacturer to 2 per-
cent accuracy are allowed. Additionally, the 
manufacturer of the SF6 calibration gases 
should provide a recommended shelf life for 
each calibration gas cylinder over which the 
concentration does not change more than ±2 
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percent from the certified value. Another op-
tion allowed by this method is for the tester 
to obtain high concentration certified cyl-
inder gases and then use a dilution system 
meeting the requirements of EPA Method 
205, 40 CFR part 51, appendix M, to make 
multi-level calibration gas standards. Low- 
level, mid-level, and high-level calibration 
gases will be required. The MML must be 
above the low-level standard, the high-level 
standard must be no more than four times 
the low-level standard, and the mid-level 
standard must be approximately halfway be-
tween the high- and low-level standards. See 
section 12.1 for an example calculation of 
this procedure. 

NOTE: If using an FTIR as the analytical 
instrument, the tester has the option of fol-
lowing the CTS procedures of Method 320 in 
appendix A to 40 CFR part 63; the calibration 
standards (and procedures) specified in Meth-
od 320 may be used in lieu of the calibration 
standards and procedures in this protocol. 

7.2.1 Zero Gas. High purity nitrogen. 
7.2.2 Low-Level Calibration Gas. An SF6 

calibration gas in nitrogen with a concentra-
tion equivalent to 20 to 30 percent of the ap-
plicable span value. 

7.2.3 Mid-Level Calibration Gas. An SF6 
calibration gas in nitrogen with a concentra-
tion equivalent to 45 to 55 percent of the ap-
plicable span value. 

7.2.4 High-Level Calibration Gas. An SF6 
calibration gas in nitrogen with a concentra-
tion equivalent to 80 to 90 percent of the ap-
plicable span value. 

8.0 SAMPLE COLLECTION, PRESERVATION, 
STORAGE, AND TRANSPORT 

8.1 Test Design. 
8.1.1 Determination of Minimum Tracer 

Gas Flow Rate. 
8.1.1.1 Determine (via design calculations 

or measurements) the approximate flow rate 
of the exhaust gas through the enclosure, ac-
tual cubic feet per minute (acfm). 

8.1.1.2 Calculate the minimum tracer gas 
injection rate necessary to assure a detect-
able SF6 concentration at the exhaust gas 
measurement point (see section 12.1 for cal-
culation). 

8.1.1.3 Select a flow meter for the injec-
tion system with an operating range appro-
priate for the injection rate selected. 

8.1.2 Determination of the Approximate 
Time to Reach Equilibrium. 

8.1.2.1 Determine the volume of the enclo-
sure. 

8.1.2.2 Calculate the air changes per 
minute of the enclosure by dividing the ap-
proximate exhaust flow rate (8.1.1.1 above) 
by the enclosed volume (8.1.2.1 above). 

8.1.2.3 Calculate the time at which the 
tracer concentration in the enclosure will 
achieve approximate equilibrium. Divide 3 
by the air changes per minute (8.1.2.2 above) 

to establish this time. This is the approxi-
mate length of time for the system to come 
to equilibrium. Concentration equilibrium 
occurs when the tracer concentration in the 
enclosure stops changing as a function of 
time for a constant tracer release rate. Be-
cause the press is continuously cycling, equi-
librium may be exhibited by a repeating, but 
stable, cyclic pattern rather than a single 
constant concentration value. Assure suffi-
cient tracer gas is available to allow the sys-
tem to come to equilibrium, and to sample 
for a minimum of 20 minutes and repeat the 
procedure for a minimum of three test runs. 
Additional test runs may be required based 
on the results of the DQO and LCL analyses 
described in 40 CFR part 63, subpart KK, ap-
pendix A. 

8.1.3 Location of Injection Points. This 
method requires a minimum of three tracer 
gas injection points. The injection points 
should be located within leak prone, volatile 
organic compound/hazardous air pollutant 
(VOC/HAP) producing areas around the press, 
or horizontally within 12 inches of the de-
fined equipment. One potential configuration 
of the injection points is depicted in Figure 
1. The effect of wind, exfiltration through 
the building envelope, and air flowing 
through open building doors should be con-
sidered when locating tracer gas injection 
points within the enclosure. The injection 
points should also be located at a vertical 
elevation equal to the VOC/HAP generating 
zones. The injection points should not be lo-
cated beneath obstructions that would pre-
vent a natural dispersion of the gas. Docu-
ment the selected injection points in a draw-
ing(s). 

8.1.4 Location of Flow Measurement and 
Tracer Sampling. Accurate CD inlet gas flow 
rate measurements are critical to the suc-
cess of this procedure. Select a measurement 
location meeting the criteria of EPA Method 
1 (40 CFR part 60, appendix A), Sampling and 
Velocity Traverses for Stationary Sources. 
Also, when selecting the measurement loca-
tion, consider whether stratification of the 
tracer gas is likely at the location (e.g., do 
not select a location immediately after a 
point of air in-leakage to the duct). 

8.2 Tracer Gas Release. Release the tracer 
gas at a calculated flow rate (see section 12.1 
for calculation) through a minimum of three 
injection manifolds located as described 
above in 8.1.3. The tracer gas delivery lines 
must be routed into the enclosure and at-
tached to the manifolds without violating 
the integrity of the enclosure. 

8.3 Pretest Measurements. 
8.3.1 Location of Sampling Point(s). If 

stratification is not suspected at the meas-
urement location, select a single sample 
point located at the centroid of the CD inlet 
duct or at a point no closer to the CD inlet 
duct walls than 1 meter. If stratification is 
suspected, establish a ‘‘measurement line’’ 
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that passes through the centroidal area and 
in the direction of any expected stratifica-
tion. Locate three traverse points at 16.7, 50.0 
and 83.3 percent of the measurement line and 
sample from each of these three points dur-
ing each run, or follow the procedure in sec-
tion 8.3.2 to verify whether stratification 
does or does not exist. 

8.3.2 Stratification Verification. The pres-
ence or absence of stratification can be 
verified by using the following procedure. 
While the facility is operating normally, ini-
tiate tracer gas release into the enclosure. 
For rectangular ducts, locate at least nine 
sample points in the cross section such that 
the sample points are the centroids of simi-
larly-shaped, equal area divisions of the 
cross section. Measure the tracer gas con-
centration at each point. Calculate the mean 
value for all sample points. For circular 
ducts, conduct a 12-point traverse (i.e., six 
points on each of the two perpendicular di-
ameters) locating the sample points as de-
scribed in 40 CFR part 60, appendix A, Meth-
od 1. Perform the measurements and calcula-
tions as described above. Determine if the 
mean pollutant concentration is more than 
10 percent different from any single point. If 
so, the cross section is considered to be 
stratified, and the tester may not use a sin-
gle sample point location, but must use the 
three traverse points at 16.7, 50.0, and 83.3 
percent of the entire measurement line. 
Other traverse points may be selected, pro-
vided that they can be shown to the satisfac-
tion of the Administrator to provide a rep-
resentative sample over the stack or duct 
cross section. 

8.4 CD Inlet Gas Flow Rate Measure-
ments. The procedures of EPA Methods 1–4 
(40 CFR part 60, appendix A) are used to de-
termine the CD inlet gas flow rate. Molec-
ular weight (Method 3) and moisture (Method 
4) determinations are only required once for 
each test series. However, if the test series is 
not completed within 24 hours, then the mo-
lecular weight and moisture measurements 
should be repeated daily. As a minimum, ve-
locity measurements are conducted accord-
ing to the procedures of Methods 1 and 2 be-
fore and after each test run, as close to the 
start and end of the run as practicable. A ve-
locity measurement between two runs satis-
fies both the criterion of ‘‘after’’ the run just 
completed and ‘‘before’’ the run to be initi-
ated. Accurate exhaust gas flow rate meas-
urements are critical to the success of this 
procedure. If significant temporal variations 
of flow rate are anticipated during the test 
run under normal process operating condi-
tions, take appropriate steps to accurately 
measure the flow rate during the test. Exam-
ples of steps that might be taken include: (1) 
conducting additional velocity traverses dur-
ing the test run; or (2) continuously moni-
toring a single point of average velocity dur-
ing the run and using these data, in conjunc-

tion with the pre- and post-test traverses, to 
calculate an average velocity for the test 
run. 

8.5 Tracer Gas Measurement Procedure. 
8.5.1 Calibration Error Test. Immediately 

prior to the emission test (within 2 hours of 
the start of the test), introduce zero gas and 
high-level calibration gas at the calibration 
valve assembly. Zero and calibrate the ana-
lyzer according to the manufacturer’s proce-
dures using, respectively, nitrogen and the 
calibration gases. Calculate the predicted re-
sponse for the low-level and mid-level gases 
based on a linear response line between the 
zero and high-level response. Then introduce 
the low-level and mid-level calibration gases 
successively to the measurement system. 
Record the analyzer responses for the low- 
level and mid-level calibration gases and de-
termine the differences between the meas-
urement system responses and the predicted 
responses using the equation in section 12.3. 
These differences must be less than 5 percent 
of the respective calibration gas value. If 
not, the measurement system must be re-
placed or repaired prior to testing. No ad-
justments to the measurement system shall 
be conducted after the calibration and before 
the drift determination (section 8.5.4). If ad-
justments are necessary before the comple-
tion of the test series, perform the drift 
checks prior to the required adjustments and 
repeat the calibration following the adjust-
ments. If multiple electronic ranges are to 
be used, each additional range must be 
checked with a mid-level calibration gas to 
verify the multiplication factor. 

NOTE: If using an FTIR for the analytical 
instrument, you may choose to follow the 
pretest preparation, evaluation, and calibra-
tion procedures of Method 320 (section 8.0) (40 
CFR part 63, appendix A) in lieu of the above 
procedure. 

8.5.2 Response Time Test. Conduct this 
test once prior to each test series. Introduce 
zero gas into the measurement system at the 
calibration valve assembly. When the system 
output has stabilized, switch quickly to the 
high-level calibration gas. Record the time 
from the concentration change to the meas-
urement system response equivalent to 95 
percent of the step change. Repeat the test 
three times and average the results. 

8.5.3 SF6 Measurement. Sampling of the 
enclosure exhaust gas at the inlet to the CD 
should begin at the onset of tracer gas re-
lease. If necessary, adjust the tracer gas in-
jection rate such that the measured tracer 
gas concentration at the CD inlet is within 
the spectrometer’s calibration range (i.e., be-
tween the MML and the span value). Once 
the tracer gas concentration reaches equi-
librium, the SF6 concentration should be 
measured using the infrared spectrometer 
continuously for at least 20 minutes per run. 
Continuously record (i.e., record at least 
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once per minute) the concentration. Conduct 
at least three test runs. On the recording 
chart, in the data acquisition system, or in a 
log book, make a note of periods of process 
interruption or cyclic operation such as the 
cycles of the hot press operation. Table 1 to 
this appendix summarizes the physical meas-
urements required for the enclosure testing. 

NOTE: If a GC/ECD is used as the analytical 
instrument, a continuous record (at least 
once per minute) likely will not be possible; 
make a minimum of five injections during 
each test run. Also, the minimum test run 
duration criterion of 20 minutes applies. 

8.5.4 Drift Determination. Immediately 
following the completion of the test run, re-
introduce the zero and mid-level calibration 
gases, one at a time, to the measurement 
system at the calibration valve assembly. 
(Make no adjustments to the measurement 
system until both the zero and calibration 
drift checks are made.) Record the analyzer 
responses for the zero and mid-level calibra-
tion gases and determine the difference be-
tween the instrument responses for each gas 
prior to and after the emission test run using 
the equation in section 12.4. If the drift val-
ues exceed the specified limits (section 13), 
invalidate the test results preceding the 
check and repeat the test following correc-
tions to the measurement system. Alter-
natively, recalibrate the test measurement 
system as in section 8.5.1 and report the re-
sults using both sets of calibration data (i.e., 
data determined prior to the test period and 
data determined following the test period). 
Note: If using an FTIR for the analytical in-
strument, you may choose to follow the 
post-test calibration procedures of Method 
320 in appendix A to 40 CFR part 63 (section 
8.11.2) in lieu of the above procedures. 

8.6 Ambient Air Sampling (Optional). 
Sampling the ambient air surrounding the 
enclosure is optional. However, taking these 
samples during the capture efficiency testing 
will identify those areas of the enclosure 
that may be performing less efficiently. 

8.6.1 Location of Ambient Samples Out-
side the Enclosure (Optional). In selecting 

the sampling locations for collecting sam-
ples of the ambient air surrounding the en-
closure, consider potential leak points, the 
direction of the release, and laminar flow 
characteristics in the area surrounding the 
enclosure. Samples should be collected from 
all sides of the enclosure, downstream in the 
prevailing room air flow, and in the oper-
ating personnel occupancy areas. 

8.6.2 Collection of Ambient Samples (Op-
tional). During the tracer gas release, collect 
ambient samples from the area surrounding 
the enclosure perimeter at predetermined lo-
cation using disposable syringes or some 
other type of containers that are non-absorb-
ent, inert, and that have low permeability 
(i.e., polyvinyl fluoride film or polyester film 
sample bags or polyethylene, polypropylene, 
nylon or glass bottles). The use of disposable 
syringes allows samples to be injected di-
rectly into a gas chromatograph. Concentra-
tion measurements taken around the perim-
eter of the enclosure provide evidence of cap-
ture performance and will assist in the iden-
tification of those areas of the enclosure 
that are performing less efficiently. 

8.6.3 Analysis and Storage of Ambient 
Samples (Optional). Analyze the ambient 
samples using an analytical instrument cali-
brated and operated according to the proce-
dures in this appendix or ASTM E 260 and 
ASTM E 697. Samples may be analyzed im-
mediately after a sample is taken, or they 
may be stored for future analysis. Experi-
ence has shown no degradation of concentra-
tion in polypropylene syringes when stored 
for several months as long as the needle or 
syringe is plugged. Polypropylene syringes 
should be discarded after one use to elimi-
nate the possibility of cross contamination 
of samples. 

9.0 QUALITY CONTROL 

9.1 Sampling, System Leak Check. A sam-
pling system leak check should be conducted 
prior to and after each test run to ensure the 
integrity of the sampling system. 

9.2 Zero and Calibration Drift Tests. 

Section Quality control measure Effect 

8.5.4 ............................ Zero and calibration drift tests ................................ Ensures that bias introduced by drift in the meas-
urement system output during the run is no 
greater than 3 percent of span. 

10.0 CALIBRATION AND STANDARDIZATION 

10.1 Control Device Inlet Air Flow Rate 
Measurement Equipment. Follow the equip-
ment calibration requirements specified in 
Methods 2, 3, and 4 (appendix A to 40 CFR 
part 60) for measuring the velocity, molec-
ular weight, and moisture of the control de-
vice inlet air. 

10.2 Tracer Gas Injection Rate. A dry gas 
volume flow meter, mass flow meter, or ori-
fice can be used to measure the tracer gas in-
jection flow rate. The selected flow measure-
ment device must have an accuracy of great-
er than ±5 percent at the field operating 
range. Prior to the test, verify the calibra-
tion of the selected flow measurement device 
using either a wet test meter, spirometer, or 
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liquid displacement meter as the calibration 
device. Select a minimum of two flow rates 
to bracket the expected field operating range 
of the flow meter. Conduct three calibration 
runs at each of the two selected flow rates. 
For each run, note the exact quantity of gas 
as determined by the calibration standard 
and the gas volume indicated by the flow 
meter. For each flow rate, calculate the av-
erage percent difference of the indicated flow 
compared to the calibration standard. 

10.3 Spectrometer. Follow the calibration 
requirements specified by the equipment 
manufacturer for infrared spectrometer 
measurements and conduct the pretest cali-
bration error test specified in section 8.5.1. 
Note: if using an FTIR analytical instrument 
see Method 320, section 10 (appendix A to 40 
CFR part 63). 

10.4 Gas Chromatograph. Follow the pre- 
test calibration requirements specified in 
section 8.5.1. 

10.5 Gas Chromatograph for Ambient 
Sampling (Optional). For the optional ambi-
ent sampling, follow the calibration require-
ments specified in section 8.5.1 or ASTM E 
260 and E 697 and by the equipment manufac-
turer for gas chromatograph measurements. 

11.0 ANALYTICAL PROCEDURES 

The sample collection and analysis are 
concurrent for this method (see section 8.0). 

12.0 CALCULATIONS AND DATA ANALYSIS 

12.1 Estimate MML and Span. The MML 
is the minimum measurement level. The se-
lection of this level is at the discretion of 
the tester. However, the MML must be high-
er than the low-level calibration standard, 
and the tester must be able to measure at 
this level with a precision of ≤10 percent. As 
an example, select the MML as 10 times the 
instrument’s published detection limit. The 
detection limit of one instrument is 0.01 
parts per million by volume (ppmv). There-
fore, the MML would be 0.10 ppmv. Select the 
low-level calibration standard as 0.08 ppmv. 
The high-level standard would be four times 
the low-level standard or 0.32 ppmv. A rea-
sonable mid-level standard would then be 
0.20 ppmv (halfway between the low-level 
standard and the high-level standard). Fi-
nally, the span value would be approxi-
mately 0.40 ppmv (the high-level value is 80 
percent of the span). In this example, the fol-
lowing MML, calibration standards, and span 
values would apply: 
MML = 0.10 ppmv 
Low-level standard = 0.08 ppmv 
Mid-level standard = 0.20 ppmv 
High-level standard = 0.32 ppmv 
Span value = 0.40 ppmv 

12.2 Estimate Tracer Gas Injection Rate 
for the Given Span. To estimate the min-
imum and maximum tracer gas injection 
rate, assume a worst case capture efficiency 

of 80 percent, and calculate the tracer gas 
flow rate based on known or measured pa-
rameters. To estimate the minimum tracer 
gas injection rate, assume that the MML 
concentration (10 times the IR detection 
limit in this example) is desired at the meas-
urement location. The following equation 
can be used to estimate the minimum tracer 
gas injection rate: 

((QT-MIN × 0.8)/QE) × (CT ÷ 100) × 106 = MML 

QT-MIN = 1.25 × MML × (QE/CT) × 10¥4 

Where: 
QT-MIN = minimum volumetric flow rate of 

tracer gas injected, standard cubic feet per 
minute (scfm); 

QE = volumetric flow rate of exhaust gas, 
scfm; 

CT = Tracer gas (SF6) concentration in gas 
blend, percent by volume; 

MML = minimum measured level, ppmv = 10 
× IRDL (for this example); 

IRDL = IR detection limit, ppmv. 
Standard conditions: 20 °C, 760 millimeters 

of mercury (mm Hg). 
To estimate the maximum tracer gas in-

jection rate, assume that the span value is 
desired at the measurement location. The 
following equation can be used to estimate 
the maximum tracer gas injection rate: 

((QT-MAX × 0.8)/QE) × (CT ÷ 100) × 106 = span 
value 

QT-MAX = 1.25 × span value × (QE/CT) × 10¥4 

Where: 
QT-MAX = maximum volumetric flow rate of 

tracer gas injected, scfm; 
Span value = instrument span value, ppmv. 

The following example illustrates this cal-
culation procedure: 

Find the range of volumetric flow rate of 
tracer gas to be injected when the following 
parameters are known: 
QE = 60,000 scfm (typical exhaust gas flow 

rate from an enclosure); 
CT = 2 percent SF6 in nitrogen; 
IRDL = 0.01 ppmv (per manufacturer’s speci-

fications); 
MML = 10 × IRDL = 0.10 ppmv; 
Span value = 0.40 ppmv; 
QT = ? 
Minimum tracer gas volumetric flow rate: 
QT-MIN = 1.25 × MML × (QE/CT) × 10¥4 

QT-MIN = 1.25 × 0.10 × (60,000/2) × 10¥4 = 0.375 
scfm 

Maximum tracer gas volumetric flow rate: 
QT-MAX = 1.25 × span value × (QE/CT) × 10¥4 

QT-MAX = 1.25 × 0.40 × (60,000/2) × 10¥4 = 1.5 
scfm 

In this example, the estimated total volu-
metric flow rate of the two percent SF6 trac-
er gas injected through the manifolds in the 
enclosure lies between 0.375 and 1.5 scfm. 
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12.3 Calibration Error. Calculate the cali-
bration error for the low-level and mid-level 
calibration gases using the following equa-
tion: 

Err = |Cstd¥Cmeasverbar; ÷ Cstd × 100 
Where: 
Err = calibration error, percent; 
Cstd = low-level or mid-level calibration gas 

value, ppmv; 
Cmeas = measured response to low-level or 

mid-level concentration gas, ppmv. 
12.4 Calibration Drift. Calculate the cali-

bration drift for the zero and low-level cali-
bration gases using the following equation: 
D = |verbar;Cinitial ¥ Cfinal |verbar; ÷ Cspan × 100 
Where: 
D = calibration drift, percent; 
Cinitial = low-level or mid-level calibration gas 

value measured before test run, ppmv; 
Cfinal = low-level or mid-level calibration gas 

value measured after test run, ppmv; 
Cspan = span value, ppmv. 

12.5 Calculate Capture Efficiency. The 
equation to calculate enclosure capture effi-
ciency is provided below: 
CE = (SF6-CD ÷ SF6-INJ) × 100 
Where: 
CE = capture efficiency; 
SF6-CD = mass of SF6 measured at the inlet to 

the CD; 
SF6-INJ= mass of SF6 injected from the tracer 

source into the enclosure. 
Calculate the CE for each of the initial three 
test runs. Then follow the procedures out-
lined in section 12.6 to calculate the overall 
capture efficiency. 

12.6 Calculate Overall Capture Efficiency. 
After calculating the capture efficiency for 
each of the initial three test runs, follow the 
procedures in 40 CFR part 63, subpart KK, ap-
pendix A, to determine if the results of the 
testing can be used in determining compli-
ance with the requirements of the rule. 
There are two methods that can be used: the 
DQO and LCL methods. The DQO method is 
described in section 3 of 40 CFR part 63, sub-
part KK, appendix A, and provides a measure 
of the precision of the capture efficiency 
testing conducted. Section 3 of 40 CFR part 
63, subpart KK, appendix A, provides an ex-
ample calculation using results from a facil-
ity. If the DQO criteria are met using the 
first set of three test runs, then the facility 
can use the average capture efficiency of 
these test results to determine the capture 
efficiency of the enclosure. If the DQO cri-
teria are not met, then the facility can con-
duct another set of three runs and run the 
DQO analysis again using the results from 
the six runs OR the facility can elect to use 
the LCL approach. 

The LCL method is described in section 4 
of 40 CFR part 63, subpart KK, appendix A, 
and provides sources that may be performing 

much better than their regulatory require-
ment, a screening option by which they can 
demonstrate compliance. The LCL approach 
compares the 80 percent lower confidence 
limit for the mean measured CE value to the 
applicable regulatory requirement. If the 
LCL capture efficiency is higher than the ap-
plicable limit, then the facility is in initial 
compliance and would use the LCL capture 
efficiency as the capture efficiency to deter-
mine compliance. If the LCL capture effi-
ciency is lower than the applicable limit, 
then the facility must perform additional 
test runs and re-run the DQO or LCL anal-
ysis. 

13.0 METHOD PERFORMANCE 

13.1 Measurement System Performance 
Specifications. 

13.1.1 Zero Drift. Less than ±3 percent of 
the span value. 

13.1.2 Calibration Drift. Less than ±3 per-
cent of the span value. 

13.1.3 Calibration Error. Less than ±5 per-
cent of the calibration gas value. 

13.2 Flow Measurement Specifications. 
The mass flow, volumetric flow, or critical 
orifice control meter used should have an ac-
curacy of greater than ±5 percent at the flow 
rate used. 

13.3 Calibration and Tracer Gas Specifica-
tions. The manufacturer of the calibration 
and tracer gases should provide a rec-
ommended shelf life for each calibration gas 
cylinder over which the concentration does 
not change more than ±2 percent from the 
certified value. 

14.0 POLLUTION PREVENTION [RESERVED] 

15.0 Waste Management [Reserved] 

16.0 References 

1. 40 CFR part 60, appendix A, EPA Method 
1—Sample and velocity traverses for sta-
tionary sources. 

2. 40 CFR part 60, appendix A, EPA Method 
2—Determination of stack gas velocity and 
volumetric flow rate. 

3. 40 CFR part 60, appendix A, EPA Method 
3—Gas analysis for the determination of dry 
molecular weight. 

4. 40 CFR part 60, appendix A, EPA Method 
4—Determination of moisture content in 
stack gases. 

5. SEMI F15–93 Test Method for Enclosures 
Using Sulfur Hexafluoride Tracer Gas and 
Gas Chromotography. 

6. Memorandum from John S. Seitz, Direc-
tor, Office of Air Quality Planning and 
Standards, to EPA Regional Directors, Re-
vised Capture Efficiency Guidance for Con-
trol of Volatile Organic Compound Emis-
sions, February 7, 1995. (That memorandum 
contains an attached technical document 
from Candace Sorrell, Emission Monitoring 
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and Analysis Division, ‘‘Guidelines for Deter-
mining Capture Efficiency,’’ January 9, 1994). 

7. Technical Systems Audit of Testing at 
Plant ‘‘C,’’ EPA–454/R–00–26, May 2000. 

8. Material Safety Data Sheet for SF6 Air 
Products and Chemicals, Inc. Website: 
www3.airproducts.com. October 2001. 

17.0 TABLES, DIAGRAMS, FLOWCHARTS, AND 
VALIDATION DATA 

TABLE 1 TO APPENDIX A—SUMMARY OF CRITICAL PHYSICAL MEASUREMENTS FOR ENCLOSURE 
TESTING 

Measurement Measurement instrumentation Measurement frequency Measurement site 

Tracer gas injection rate .......... Mass flow meter, volumetric 
flow meter or critical orifice.

Continuous ............................. Injection manifolds (cylinder 
gas). 

Tracer gas concentration at 
control device inlet.

Infrared Spectrometer or GC/ 
ECD.

Continuous (at least one 
reading per minute) for a 
minimum of 20 minutes.

Inlet duct to the control device 
(outlet duct of enclosure). 

Volumetric air flow rate ............ EPA Methods 1, 2, 3, 4 (40 
CFR part 60, appendix A).

• Velocity sensor (Manom-
eter/Pitot tube).

• Thermocouple .....................

Each test run for velocity 
(minimum); Daily for mois-
ture and molecular weight.

Inlet duct to the control device 
(outlet duct of enclosure). 

• Midget Impinger sampler 
• Orsat or Fyrite 
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40 CFR Ch. I (7–1–12 Edition) § 63.2330 

[69 FR 46011, July 30, 2004, as amended at 71 
FR 8375, Feb. 16, 2006] 

Subpart EEEE—National Emission 
Standards for Hazardous Air 
Pollutants: Organic Liquids 
Distribution (Non-Gasoline) 

SOURCE: 69 FR 5063, Feb. 3, 2004, unless oth-
erwise noted. 

WHAT THIS SUBPART COVERS 

§ 63.2330 What is the purpose of this 
subpart? 

This subpart establishes national 
emission limitations, operating limits, 
and work practice standards for or-
ganic hazardous air pollutants (HAP) 
emitted from organic liquids distribu-
tion (OLD) (non-gasoline) operations at 
major sources of HAP emissions. This 
subpart also establishes requirements 
to demonstrate initial and continuous 
compliance with the emission limita-
tions, operating limits, and work prac-
tice standards. 

§ 63.2334 Am I subject to this subpart? 

(a) Except as provided for in para-
graphs (b) and (c) of this section, you 
are subject to this subpart if you own 
or operate an OLD operation that is lo-
cated at, or is part of, a major source 
of HAP emissions. An OLD operation 

may occupy an entire plant site or be 
collocated with other industrial (e.g., 
manufacturing) operations at the same 
plant site. 

(b) Organic liquid distribution oper-
ations located at research and develop-
ment facilities, consistent with section 
112(c)(7) of the Clean Air Act (CAA), are 
not subject to this subpart. 

(c) Organic liquid distribution oper-
ations do not include the activities and 
equipment, including product loading 
racks, used to process, store, or trans-
fer organic liquids at facilities listed in 
paragraph (c) (1) and (2) of this section. 

(1) Oil and natural gas production 
field facilities, as the term ‘‘facility’’ is 
defined in § 63.761 of subpart HH. 

(2) Natural gas transmission and 
storage facilities, as the term ‘‘facil-
ity’’ is defined in § 63.1271 of subpart 
HHH. 

§ 63.2338 What parts of my plant does 
this subpart cover? 

(a) This subpart applies to each new, 
reconstructed, or existing OLD oper-
ation affected source. 

(b) Except as provided in paragraph 
(c) of this section, the affected source 
is the collection of activities and 
equipment used to distribute organic 
liquids into, out of, or within a facility 
that is a major source of HAP. The af-
fected source is composed of: 
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